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VJIK 66.011

IHoBbIeHne 3(P(PeKTHBHOCTH NPOBEACHHUS PEeAKIUI:
CTAIIMOHAPHBIA M HECTAIMOHAPHBIN KaTAJIN3
C.U. PenieTHUKOB
Nuctutyt karanuza uM. ['.K. bopeckosa,
Poccus, r. HoBocubupck, np. JlaBpenTrera, 5, 630090
E-mail: reshet@catalysis.ru

Increasing the efficiency of reactions: stationary and non-stationary catalysis
S.1. Reshetnikov
Boreskov Institute of Catalysis, Russia, Novosibirsk, Pr. Akademika Lavrentieva 5, 630090
E-mail: reshet@catalysis.ru

Abstract. The basic mechanisms of heterogeneous reactions (Langmuir, Eli-Ridil, redox, etc.) are
considered. Particular attention is paid to determining the conditions for conducting a Kkinetic
experiment in a laboratory setup. Criteria are analyzed to determine the region in which the
reaction is not complicated by the processes of external and internal diffusion. The issues of
optimization of processes occurring in stationary and non-stationary conditions are considered.
Key words: catalytic reaction, kinetic experiment, diffusion, modeling.

B nmexkumm paccMOTpeHBI 3Tambl, KOTOpPBIE TPEANISCTBYIOT YCIICIIHOMY BHEIPEHUIO
KaTaJn3aToOpoOB B NPOMBIIIICHHOCTb. JTO KacaeTcsi Kak HOBBIX, Ooiee 3(PPeKTHBHBIX
KaTaJM3aTOPOB NpEJHA3HAYCHHBIX JUIi WHTEHCH(DHKAIMHM CYIIECTBYIOIIMX TEXHOJOTHH, TaK M
KaTaJM3aToOPOB [UIsl BHOBb Pa3padaThIBA€MBIX HPOIECCOB. PaccMOTpeHBI BOMPOCH ONTHMH3AINN
MPOIIECCOB MPOTEKAMOIINX B CTAIIMOHAPHBIX U HECTAIMOHAPHBIX YCIOBHUSX.

VYBesnn4yeHne akTUBHOCTH U CEJICKTUBHOCTH PEAKIMHA MOXET OBbITh HAIIPaBJIEHO IO MYTH Kak
yIydlieHud CBOMCTB KaTajmmsaTropa, TaKk U paBpa6OTKI/I MNPUHOUIIMAIIBHO HOBBIX IMOAXOAOB HX
OCYILECTBICHHS. DKCIEPUMEHTAJIbHBIE U TEOPETUUYECKHE HCCIEIOBAHUS MOCIEAHUX NECATUIECTUI
MOKa3aJM, YTO HECTallMOHAPHOE COCTOSHHE KaTaau3aropa MOXET OBITh HCIONB30BAHO IS
yBenu4eHUs: 3((EKTUBHOCTH MPOTEKaHHWs KaTaJIUTHUECKUX peakuuil. @dusnueckoil OCHOBOU
HECTAlIMOHAPHOT'O KaTajar3a ABJIACTCA BO3MOXHOCTL PEryjinpoBaTh PCAKIWMOHHBIMHU YCIIOBUSAMU
COOTHOILIEHHE MEXIYy aJICOPOMPOBaHHBIMU KOMIUIEKCAMH Ha IMOBEPXHOCTH KaTallu3aTopa, 4To
IMO3BOJIACT B PAJAC CIIy4YacB YBCIIMYUTL BBIXOA LEJICBOIO MPOJAYKTA. B CTallMOHAPHBIX YCIOBUAX 3TO
clenath HEBO3MOXKHO, IIOCKOJIBKY BC€ CTaJMM KaTaJUTUYECKOTO LHMKIAa HaXOAATCS B
KBa3MPaBHOBECHH.

B nexkuumm paccMOTpeHBI OCHOBHBIE MEXaHHM3Mbl IPOTEKAHUs T'€TEPOreHHBIX peakIui
(JIsurmropa, Dnu-Puauna, oKMCIUTENbHO-BOCCTAHOBUTENBHBIN U JIp.). Ocob0e BHUMaHKE yEIEHO
OTIpEJICJIEHUIO YCIOBUM MPOBEIEHUS] KHHETUYECKOT0 SKCIIEpUMEHTa Ha Ja00paTOPHOH YCTaHOBKE.
AHaAIM3UPYIOTCS KPUTEPUH, TTO3BOJISIONINAE ONMPEACTUTh 001acTh, B KOTOPOH NMPOTEKaHUE PEaKIINU
HE OCJIOKHEHO IpolleccaMy BHEIIHEN U BHyTpeHHe! auddy3un.
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Y]IK 669

Electrochemical determination of trypsin based on laser reduced graphene oxide sensor
in biological product
S.A. Aljasar, E.S. Marchenko, G.A. Baigonakov
Scientific Supervisor: Ass. Prof., Dr., E.S. Marchenko
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: Shujaaljasar93@gmail.com

Abstract. In this study, a novel laser-reduced graphene oxide sensor was fabricated for the
electrochemical determination of trypsin in real biological samples. The sensor was fabricated
using a green laser diode under optimal conditions on a flexible substrate. The sensor surface was
characterized using a scanning electron microscope (SEM). Cyclic voltammetry (CV) showed
higher redox current and higher conductivity of the sensor. Trypsin determination has been
optimized in terms of precipitation time, pH, and reproducibility. Under optimized conditions, the
electrochemical determination of trypsin shows a linear range between 0.02-0.10 mg/L and a limit
of detection (LOD) of 0.01 mg/L. We successfully used the laser-induced graphene oxide sensor
fabricated in this study to determine trypsin concentrations in biological products.

Key words: graphene oxide, toxic metal, flexible sensor

Introduction

Trypsin is produced in the pancreas in the inactive form of trypsinogen. The main function of
trypsin is protein breakdown and digestion, but its characteristics make it suitable for some other
medicinal purposes as well. In recent years, trypsin has acquired paramount importance for its
multiple applications, namely, the development of trypsin inhibitors in food industries for
preserving protein-based foods, the medicinal usage as anti-inflammatory and antioxidant drug,
oncology research projects, and the design of trypsin supplements for curing digestive disorders.
In oncology research projects, trypsin appears to be a promising substance: since its initial
introduction as a cancer treatment 1905, it remains a topic of debate. Many researchers suggest
using pancreatic enzymes as supplements to help the treatment of cancer [1] because trypsin and
chymotrypsin display the ability to breakdown protein. This can be helpful in damaging cancer cells
[2] by dissolving cellular proteins. Enzymes show anti-inflammatory behavior, which helps to
reduce tumor sizes [3] and proves to be effective treatment or even supportive therapy [4].
The major types of electrochemical sensors mainly consist of gold, silver [5], or carbon
nanocomposite as the conductive material for detecting proteins, enzymes, and pharmaceutical
products [6]. Graphene is a highly conductive and electrochemically stable substance used for
cutting-edge applications [7]. Graphene electrodes are cost effective and eco-friendly and display
very high conductivity and low limit of detection (LOD), which makes graphene and carbon
materials suitable for sensor and biosensors applications [8]. The electrochemical device was
developed to measure the electrode conductivity via voltammetric methods (CV) [9]. Voltammetric
methods [10] are more effective than HPLC and mass spectrometry. In this work, a novel laser
integrated graphene oxide sensor was fabricated for the electrochemical determination of trypsin in
a serum sample. The laser integration showed that the surface of graphene oxide after laser process
is promising for real biological samples. The surface was characterized by different methods to test
the morphology of the sensor. The limit of detection of trypsin on laser integrated sensor is high
without pretreatment process.

Research methods

1. Fabrication of graphene oxide sensor for trypsin detection

A solution of 4 mg/ml graphene oxide was sonicated for 30 minutes in order to obtain a
smooth graphene oxide film on the surface of a flexible substrate and to achieve a smooth graphene
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oxide film. In order to deposit the graphene oxide solution of 300 uL on the PET surface, a drop
casting method was used. The substrate surface was coated with a graphene oxide solution, and the
solution was dried at room temperature for 24 hours. In order to induce the graphene oxide, laser
was used. In order to induce graphene oxide, a laser with a power of 700 mW was used. Reduction
process took about 5 minutes. It was then necessary to clean the reduced graphene oxide sensor
surface with an ethanol solution after it had been reduced by the laser. In the next step, the electrical
connection was formed between the sensor surface and copper wire so that further experiments
could be conducted.

12

2. Optimization of the laser parameters of sensor

The optimization of the laser was performed in order to obtain sensor with a higher
conductivity for the determination of trypsin. Several laser powers ranging from 400 to 800 mW
were applied to test the surface of the sensor in order to determine its conductivity. In order to
measure the surface conductivity of the sensor, the laser was optimized in accordance with the
previous study [10]. 700 mW power was found to be the most effective. Further experiments were
conducted in an electrochemical potential window so that conductivity could be crosschecked to
ensure its accuracy.

Results and Discussion

Scanning electron microscopy characterization of sensor

An image of graphene oxide and reduced graphene oxide on PET substrate obtained through
scanning electron microscopy are shown in Fig 1. The surface is smooth and there are white spots
present, which implies oxygen functional groups (Fig 1A). The image in figure 1B illustrates a
laser-induced graphene oxide sensor after the oxygen and hydrogen functional groups present on its
surface have been oxidized. The wrinkles and defects are easily observable [5]. Protein and enzyme
electrochemical detection may be caused by the defects on the surface of graphene oxide.

Fig. 1. SEM images of (A) graphene oxide and (B) laser induced graphene oxide sensor

3. Analytical determination of trypsin

The quantitative behavior of the electrochemical method was evaluated under optimized
conditions. CV responds to the concentrations of trypsin. Obviously, the peak electrochemical
current gradually increases when the trypsin activity increases from 0.02 to 0.10 mg/L.
The increased peak current is directly proportional to the trypsin activity within the range from
0.02 to 0.10 mg/L. The detection limit equals 0.01 mg/L. The slope is 0.9893.

Conclusion

In this work, a novel laser integration of graphene oxide on flexible PET substrate was
developed for the electrochemical determination of trypsin in biological samples. The sensor
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showed a very good linear range of detection from 0.02-0.10 mg/L with different concentrations of
the trypsin. The limit of detection equals 0.01 mg/L, which appears to be very promising for the real
products determination. The calibration curve correlation equals R2 = 0.9893, which shows the
linear correlations. The developed sensor was successfully tested in the serum sample to detect
trypsin. The sensor is highly sensitive and stable. The RSD value is less than 3%, which makes the
sensor reliable for the detection of trypsin.

13

The work was carried out within the framework of the State Assignment of the Ministry of
Education and Science of Russia project No. FSWM-2022-0022.
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Abstract. In this work, aluminum nanopowder samples were irradiated with electron beam and
microwave radiation of varying dose to ascertain their effect on thermophysical properties of metal
powders. The results from the differential thermal analysis of the irradiated samples shows the
highest value of thermal heat of oxidation (13678J/g) in the sample irradiated with microwave of
(100J/50Hz ) with a corresponding highest peak temperature of oxidation (625°C). Based on the
obtained experimental results, no correlation was observed between oxidation onset temperature
and thermal effect of oxidation.

Key words: Nanopowders, irradiation, aluminum, thermal heat of oxidation.

Introduction

The phenomenon behind the principle of radiation interaction with matter makes the
application of irradiation technique in the modification of metal nanopowders more appealing.
The evolution of irradiation technology gives rise to targeted modification of nanostructures
resulting in the creation of new, hybrid and novel materials of desired properties within the
nanometer range [1]. The structural changes and absorbed energy that take place are measured and
analyzed using several methods such as differential thermal analysis (DTA) [2, 3]. DTA is used to
determine the amount of energy stored in metal nanoparticles [4], and the accompanying changes in
their thermochemical parameters such as thermal stability, change in thermal effect of oxidation and
the recombination energy of certain defect types [5].

Research methods

The samples of aluminum nanopowder produced from electric explosion of aluminum wire
were used in this experiment. To compare the effect of the two forms of radiations, some samples
were irradiated with pulsed electron beam of 100J dose at 250 keV while others were irradiated
with microwave irradiation of varying energy, frequency and dose. The irradiated samples were
analyzed using DTA method, which was carried out using SDT Q600 TA instrument. In addition to
the DTA values, the integrated TA instrument gave the outputs for differential scanning calorimetry
(DSC) and thermogravimetric analysis (TGA) all in a single thermogram. This allowed for a
speedier examination and expediency when analyzing other properties such as change in
temperature, weight gain or weight loss.

Results

The experimental results and calculated values regarding the thermal parameters of the
samples after exposure to electron beam and microwave irradiations were obtained as shown in
Table 1. From the thermograms of the differential thermal analysis generated (Figure 1), the
specific thermal effect of the non-irradiated sample (1) was found to be 8219 J/g, the oxidation
onset temperature was 480 °C and the peak oxidation temperature was 595.2 °C. The exothermic
oxidation peak was broad, which was an evidence of gradual oxidation rate. The non-irradiated
sample melted at a temperature of 654.5 °C, which was within the range of the theoretical value
(660 °C) with its degree of oxidation being 61.50 % (Table 2). Compared with the findings in [6],
the temperature for onset of oxidation was increased by 25 °C when sample (2) was irradiated with
electron beam, as shown in Figure 1b. Similarly, its specific thermal effect of oxidation increased
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by 3.1 %, which is of smaller margin compared to the non-irradiated sample. However, the degree
of oxidation increased by 14.2 %, the melting point remained within the same range and the peak
oxidation temperature was recorded as 601.2 °C, with an increase of 9 °C.
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Fig. 1. Thermograms of aluminum nanopowder (a) before and (b) after irradiation with electron beam 100J/250KeV
Table 1
Thermochemical parameters of aluminum powders after exposure to different radiations
SAMPLES WEIGHT DOSE HEAT HEAT ENDO
(mg) EFFECT 1 EFFECT 2 EFFECT
Q)] (/9) Q)]

1 5.7690 0 4709 3510 131.0

2 5.0450 100J/250KeV 6847 1628 53.18

3 5.5800 100J/50Hz 8881 4797 43.67

4 5.5040 100J/25Hz 6373 6517 72.01

5 5.7500 300J/25Hz 6171 6781 62.44

Table 2
Thermochemical parameters of aluminum powders after exposure to different radiations
SAMPLES | THERMAL OXIDATION PEAK DEGREE OF | WEIGHT
EFFECT OF ONSET TEMPERATURE | OXIDATION | GAIN (g)
OXIDATION | TEMPERATURE | OF OXIDATION (%)
(J/9) (‘c) (‘c)

1 8219 480 595.2 61.5 3.491
2 8475 505 601.2 70.2 3.541
3 13678 460 625.2 67.3 3.760
4 12890 485 612.0 68.1 3.719
5 12952 480 619.8 65.1 3.746

However, subjecting the aluminum nano-powder to microwave radiation with varying doses of
100J/50Hz (Sample 3), 100J/25Hz (Sample 4) and 300J/25Hz (Sample 5) led to variations in the
thermal properties of aluminum powders. The highest specific thermal effect of 13678 J/g was
observed under irradiation of sample 3, as shown in Figure 2b. This value is 66.6 % higher than the
specific thermal effect for the non-irradiated sample. This value is the maximum value of the specific
thermal effect in this experiment with a corresponding peak oxidation temperature of 625 °C.

A keen observation of the TGA curves shows a rapid weight gain post first oxidation stage in
the 3 samples (1, 4 & 5) while the weight gain in samples (Sample 2 & Sample 3) is gradual.
Sample 3 has the highest weight gain (3.76 g) as shown in Table 2. Fluctuation in the temperature
of onset of oxidation in aluminum nanopowders as reported in [6] was caused by the partial
reduction of metal ions in the oxide shell. This reduction was succeeded by the formation of
sub-oxides, as found in pure aluminum nanopowder samples. In contrast, we may conclude that the
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samples in this experiment were of pure aluminum powder. As a result, the oxidation rate was rapid
as evidently seen in the sharp narrow exothermic peaks, which led to an increase in the temperature
of onset of oxidation. Furthermore, it is observed that the highest degree of oxidation (70.2 %) was
recorded after irradiation by electron beam. This coincides with the highest temperature of the onset
of oxidation (505 °C).
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Fig. 2. Thermograms of aluminum nanopowder after irradiation with (a) microwave (100J/50Hz)
and (b) with microwave radiation dose (100J/25Hz)

Conclusion

In the course of this work, it has been confirmed that irradiation with microwave enhances
thermal heat of oxidation and increases the degree of oxidation in comparison to electron beam
radiation. In contrast, electron beam when administered raises the temperature of onset of oxidation
to the highest value owing to the highest degree of oxidation.

In light of this, the discoveries regarding increased thermal heat of oxidation in aluminum
nanopowder may prove useful in a number of industrial applications for aluminum powder as a
highly energetic material, such as solid rocket propellants, pyrotechnics and explosives, wherein
quick and effective energy release or reaction kinetics are required. Evidently, higher rate of energy
release from energetic materials results from increased thermal heat of oxidation, which
consequently increases their potency and efficiency.
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Abstract. Fatty acid diethanolamide (DEA) is widely used in the production of detergents due to its
high bactericidal activity. This article examines the role of DEA as an effective antimicrobial
component capable of providing not only purity, but also protection against bacteria and viruses.
The mechanism of action of DEA, its properties and prospects for use as a key ingredient of
detergents are analyzed in detail based on recent research. The research results confirm the
effectiveness of DEA in the fight against microorganisms, making it an important component for
ensuring hygiene and safety of surfaces.

Key words: fatty acid diethanolamide, detergent, bactericidal property

BBenenune

B coBpeMeHHOM MHpe Ba)KHOCTh OOECTICYeHHS THTHEHBI M 3aIIUTHl OT OAKTEPH U BUPYCOB
CTaHOBHTCSA Bce Oosiee akTyaabHON. MoloIye cpeficTBa UIPatoT KIFYEBYIO POJIb B 3TOM IpoIiecce,
oOecrnieunBasi HE TOJILKO YUCTOTY, HO U 0€30MacHOCTh ISl 340pOBbs. B Harie BpeMsi, 0COOEHHO B
ceere na"gemun COVID-19, Bompochl rurveHsl U JAe3MH(EKIHMH CTaHOBATCA Bce Ooiee
akTyanbHbIMH. [lodTOMY WcCcienoBaHWs, HalpaBlieHHBIE Ha pa3paboTKy 3¢ EeKTUBHBIX
AHTUMUKPOOHBIX KOMIIOHEHTOB JUIsl MOIOIUX CPEJCTB, MOT'YT UMETh MPAKTUYECKOE 3HAUEHHUE IS
obomectBa [1, 2]. OmHuM U3 SPPEKTUBHBIX AHTUMHUKPOOHBIX KOMIIOHEHTOB, MPHUMEHSICMBIX B
MIPOU3BO/ICTBE MOIOIINX CPEJICTB, SABISAETCS AUITAHOIAMMU/ )KUPHBIX KUCIIOT.

JMaTaHOIaMuUI JKUPHBIX KUCIIOT — SIBJISIETCS] TOBEPXHOCTHO-AKTUBHBIM BEIIECTBOM, KOTOPBIi
coyeTaroT B cele Je3uH(UIUPYONUe, CMayuBarollyue, MeHOOoOpa3yoolue, aHTUKOPPO3HHbIE
CBOMCTBAa. DTO BEIIECTBO, O00JIa/aloNIee BHICOKONW OAKTEPUIIUAHONW aKTHUBHOCTHIO, CIOCOOHOE
YHUYTOXKaTh MUKPOOPIaHU3MBbI U MIPEJOTBpaIaTh UX pa3MHOKeHHe. Ero ucnonp3oBaHue B cocTaBe
MOIOIIMX CPEJACTB MO3BOJSET HE TOJBKO 00ecrneduTh IP(GEKTUBHYIO OYHMCTKY MOBEPXHOCTEH OT
3arps3HEHUH, HO U 00ECTIEUUTh JOTOIHUTENbHBIM YPOBEHB 3aIIUTHI OT BO3MOXKHOTO 3apPaXKEHHUS.

B mocnenane roapl HaOMIOAAETCS TOBBIIICHHBI MHTEPEC K IMOJYYCHUIO M HCCIIEIOBAHHIO
MOBEPXHOCTHO-aKTUBHBIX BEILIECTB, CHHTE3MPOBAHHBIX HAa OCHOBE HATYpAJIbHOTO ChHIpbs. Takue
MTOBEPXHOCTHO-aKTHBHBIC BEIIECTBA WHTEPECHBI TEM, YTO OHH, KaK IpaBHUJIO, OMOpa3iiaracmel.
VX CHHTE3UPYIOT U3 HATYPAILHOTO CHIPhs: KYKYpY3HOTO, KOKOCOBOT'O, TAJTbMOBOTO M JIPYTHX Macedl.

JIMATaHOIaMU KUPHBIX KHCJIOT CBHHOTO JXKHpA IMOJYYEHHBIH M3 KHBOTHOTO JKHAPA, MOXET
ObITH OoJiee JIeTKO OnopasziaraeMbIM, MOCKOJIbKY OH UMEET €CTECTBEHHOE MTPOUCXOKICHUE U MOXKET
OBITh pa3JIOKEH B TPHUPOJAE TMOJ BO3ACHCTBHEM MHKPOOPTAaHM3MOB. Takke HCIOIb30BaHHE
KHUBOTHOrO kupa g cuHTe3a DEA  Moxer cmocoOcTBOBaTh — YTHIIM3ALUU — OTXOJOB
’KMBOTHOBOJICTBA M TIMIIEBOW MPOMBIIIJICHHOCTH, YTO YMEHbBIIAET HETaTHBHOE BO3JICHCTBHE Ha

OKPYKAIOLIYIO CpELy.
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B nanHO# craThe OyneT paccMOTpeHa pOjib AWITAHOJIAMHU/A JKUPHBIX KHCJIOT B KauecTBe
AHTUMHKPOOHOTO0 KOMITOHEHTA JJI1 MOIOIIMX CPEICTB U OyAyT MPOaHATU3UPOBAHBI €r0 CBOWCTBA.

Llenpt0 HACTOSIIETO HCCIENOBAaHMSA SBISETCA HW3YyUYe€HHE aHTHMHKPOOHBIX CBOMCTB
nudTaHonaMuaa KUpHbIX KucinoT (DEA) cBuHOro kupa M ero moreHuuana Kak 3¢Q¢GeKTHBHOTrO
AHTUMHUKPOOHOTO KOMITOHEHTA IS MOIOIIUX CPEACTB.

JKCNepuMeHTAIbHAA YaCTh

bbulo mpoBeneHO oOmpeseneHne aHTMMHKPOOHBIX CBOMCTB Yalle4yHO JUCKO-IU((dY3HOHHBIM
METOZIOM 00pasia JMITaHOJaMHUIa S>KUPHBIX KHUCJIOT, KOTOPHIA OBUI MOJYy4YEeH ITyTeM pPEaKIUH
JMATAHOJIAMHHA C YKUPHBIMH KHUCJIOTAMH, COACPIKAIIMMHUCS B CBUHOM YKHPE B IPUCYTCTBUH LIenoun [1].

YamewyHo-1ucko-auddy3uoHHbI MeToa (J4acTo HaszpiBaeMblii MeToqoM KupOu-bayaspa)
ABJISICTCA OJHUM U3 CTAaHAAPTHBIX METOJNOB [UIS OIPEJEeICHUS] aHTUMUKPOOHOW AaKTMBHOCTHU
COeMHEHUI MPOTUB OakTepuil wiau TpUOOB. DTOT METOJ LIMPOKO HUCHOJIB3YETCs B Ja00OpaTopusx
110 MUKPOOHOJIOTUU M KIIMHUYECKOW JUarHOCTHKE.

Mertoanka TpPOBENCHHS aHAIM3a AHTUMHUKPOOHON aKTHBHOCTH JAWUATAHOJIAMHIIA IKHPHBIX
KHUCIIOT YalIeYHO AUCKO-T1((Hy3MOHHBIM METOZOM 3aKIII0YaIach B cieayroieM [3, 4]:

3apanee OArOTOBWIIM PACTBOPHI TUAITAHOJIAMH/IA )KUPHBIX KUCIIOT Pa3IMYHON KOHIIEHTPAIHH
JUId  JalbHENIIEro MCCIEel0OBaHUsA €ro aHTHUMUKPOOHOW AaKTMBHOCTM M BBIPACTHIU KYIbTYpPY
IpUOKOBBIX MHUKpOOpPTaHu3MoB «Mucorales» Ha muTaTeabHO# cpene arap.

3aTeM Ha 3acesHHYI0 IOBEpXHOCTb HAKJIAJIbIBAIOT JUCKH M3 (QUIBTPOBAIbHOW Oymaru,
nponutanHele 0,01 Mi pasinyHbIX KOHLEHTpanuil ucnbiTyemoro obpasua IIAB. Kontponem
Clly’)KaT JUCKHM, IpONMUTaHHbIE pacTBopuTesneM. Ha oaHOM damke pacmonaraiyd OAHMH JIUCK.
WukyOupoBanu B TeueHnu 5 cyTok npu remneparype 20-37 °C.

[locne uHKyOanmMyM OLEHMBAIM 30HBI MHIMOMPOBAHUS POCTa MHUKPOOPIaHHU3MOB BOKPYT
IMCKOB C JUATAHOJAMHJIOM J>KHUPHBIX KHCJIOT. Yem mupe 30Ha WHTUOMPOBAHUS, TEM BBIIIE
aHTUMUKPOOHAsi aKTUBHOCTh BEILIECTBA.

Takum  oOpazoMm,  4YameYHO-AUCKO-AM(PQY3MOHHBII  METOJ  IO3BOJISIET  OLEHUTh
AHTUMUKPOOHYIO aKTUBHOCTb JMITAHOJIAMU/IA KUPHBIX KUCIOT IYTEM H3YyUYEHHs €ro CnocoOHOCTH
WHTUOMPOBATH POCT MUKPOOPTaHU3MOB Ha arape.

Pe3yabTaTsl
PesynpraThl aHanu3a aHTUMHKPOOHOM aKTUBHOCTH JUATAHOJIAMMU/A KUPHBIX KUCIOT YaIllIeUYHO
TUCKO-TU () Y3MOHHBIM METOJIOM MOTYT OBITH IIPEJICTABJICHBI B BUJIE CIIEYIOIIECH Tabmuiibl 1.

Tabnuya 1
Pezynvmamot onpedenenus anmumuxpooHOU aKmueHoOCmu
KonmeHTpamus mu3TaHoIaMH/Ia JKUPHBIX KHCIOT 30Ha MHTUOMPOBAHUS POCTa MUKPOOPTaHU3MOB (MM)
0,1% 10
0,5% 15
1,0% 20
2% 25

W3 pe3ynpraToB aHanu3a BUIHO, YTO C YBEJIMYEHUEM KOHIIEHTpAMM IHUITaHOJIAMHA
KHUPHBIX KHCIIOT CBHHOIO KHMpa YBEJIMYMBAETCS 30HA MHTUOMPOBAHMS POCTa MUKPOOPIAHHU3MOB.
OTO yKa3bIBaeT Ha TO, YTO JAHHBIA COeTMHEHHE 00J1a1aeT aHTUMUKPOOHON aKTUBHOCTBIO U MOXKET
ObITh 3(EKTUBHBIM CPEACTBOM JJIsi OOPHOBI C OAKTEPUSIMU WU TPUOKAMHU.

JakiroueHue

B 3aximodeHre MOXKHO OTMETHUTh, YTO JUITaHOIAMUIBI KUpHBIX KUcIoT (DEA) mpencrapmstor
co00i1 2(pPeKTUBHBII AHTUMUKPOOHBIN KOMITOHEHT JIJIsI MOFOIIIUX CPENCTB. MIX crTOCOOHOCTh YMEHBINIATh
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TIOBEPXHOCTHOE HATSDKEHHE SKUIKOCTeH, 00NagaTh Ae3MH(GHULIUPYIONIMMUA CBOWCTBAMHM W YIydIlaTh
CMauKBaHKE IIOBEPXHOCTEH J€NIaeT UX BaKHBIM MHIPEIUEHTOM B IIPOM3BOJICTBE OBITOBOM XUMUH.

B pesynprare mpoBeACHHS ~ YaIIEYHO-AUCKO-TU(P(GY3HOHHOTO METOAa  OIpeaesIeHHUs
AHTUMUKPOOHON aKTUBHOCTH TUATAHOJAMMJIA KUPHBIX KUCIOT CBUHOTO *Hpa ObLIO YCTAHOBIIEHO,
YTO JIaHHOE BEIIECTBO 00JIaJaeT BBIPAKEHHBIMH aHTUMHUKPOOHBIMH CBoOiicTBamMu. B xoxe
SKCIEpUMEHTa ObLIO 3a(PMKCUPOBAHO 3HAYUTEIHHOE 30HHOE MOAABICHUE POCTa MUKPOOPTraHU3MOB
BOKPYT JMCKa C IPErnapaToM, YTO CBHJETENLCTBYET O 3()h()EeKTHBHOCTH AMITAHOIAMHUIA >KUPHBIX
KUCIOT B OopnOe ¢ Oaxkrtepusimu win rpudamu. IlodydyeHHble pe3yabTaThl I[O3BOJIIOT
PEKOMEHI0BaTh JAHHOE BEUIECTBO JUIS MCIOJIB30BAHUS B KaueCTBE AHTMMUKPOOHOTO areHTa B
pa3IUYHbIX 001ACTAX, TAKMX KaK MEIUIUHA, TUILEBasi IPOMBIIUIEHHOCTh UJIM KOCMETOJIOTHS.

DEA, nomyyeHHbIE U3 )KMBOTHOT'O )KHPa, MOTYT OBITH 00Jiee SKOJIOTUYHBIMH 110 CPAaBHEHHIO C
DEA, mnony4eHHbIMH M3 He(QTENpPOIYKTOB MM CHHTETUYECKMX HCTOYHMKOB, Onaromaps
MCIOJIb30BAHUIO BO30OHOBIISIEMBIX MCTOYHHKOB M YMEHBILICHHIO OTXOJOB. VX OmopasmaraeMocTtb
TaKXe CII0COOCTBYET CHUKCHUIO HEraTUBHOTO BO3ACHCTBUS Ha OKPYKAIOLIYIO Cpeay.

Takum oOpazom, ucnonp3oBanne DEA, 0coOEHHO TeX, KOTOpbIe MPOU3BEACHBI U3 KHUBOTHOTO
KHpa, MOXKET OBITh HE TOJIBKO A3(PPEKTUBHBIM CPEICTBOM JJIs1 00ECIIEUEHUSI TUTUEHBI U YUCTOTHI, HO U
CII0COOCTBOBATH OOJIEE YCTOMYMBOMY M HKOJIOTMYECKU 0€301acCHOMY IMPOU3BOJICTBY OBITOBOM XMMUH.
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Effect of stabilizing shell thickness on optical properties of CdTe/CdS/ZnS quantum dots
E.A. Alekseeva, N.N. Troshkina, S.A. Novikova
Scientific Supervisor: Senior Lecturer S.A. Novikova
Dubna State University, Russia, Dubna, Universitetskaya str., 19, 141982
E-mail: aea.21@uni-dubna.ru

Abstract. The present paper studies the optical properties of core shell shell quantum dots (QDs)
depending on layers’ structure and the ratio of layers’ components. Attached spectral data shows
that there is a bathochromic shift in absorbance and luminescence peaks’ while coating CdTe/CdS
with additional ZnS layer. The material under study shows that ZnS is a significant stabilizer for
OD’s exitons. However, it is noticed, that quantum yield decreased after adding a ZnS layer.
It is proposed to change the thickness of the ZnS and CdS layer unless getting proper optical
properties parameters.

Key words: quantum dots, nanoparticles, core shell, CdTe/CdS/ZnS, aqueous synthesis, bandgap.

BBenenne

CoBpeMEHHBIN ypOBEHb pa3BUTHS HEOPraHUYECKOTO XMMMUYECKOTO CHUHTE3a I103BOJISET
nojry4yath (hIyopeclieHTHble HaHOpa3MepHble HyJIbMepHbIe cHcTeMbl - KBaHTOBble ToukH (KT) c
3apaHee NporpaMMHpyEMbIMU U TpeOYEMBIMU B paMKaXx IOCTaBJICHHBIX 3aJa4 cBoiicTBamu. /laHHbIe
cBOMcTBa MO3BOJAIOT NpUMEHATh KT 111 cBEpX4yBCTBUTENBHOM AETEKIIMU Pa3IMYHbIX aHAJIUTOB, B
YAaCTHOCTH, B PaMKaX OMOMEIUIIMHCKUX MPUIIOKeHHH [1].

Kak npaBuio, peanusyercss JBa MeToJa CHHTE3a BOJOPACTBOPUMBIX OmocoBMecTUMBIX KT:
MeTaJlJIOOpraHudeckuii cuHTe3 U BoaHbIN Kosutouaubli cunTe3 (BKC). Bogopactsopumsie KT moryt
ObIThb TIOJY4EHBl HEMOCPEICTBEHHO IMIpM pealn3aluu MocjenHero noaxoxa. Kpome Toro,
ocyllecTBisieTcsl Oojee mpocTass METOAuKa, TpeOyroTcsi MeHbIMe (UHAHCOBBIE 3aTpaThl,
CHUHTE3MpYEMble BEIIECTBA W HCIOJIb3yeMble pEaKTHUBbl O00JaJal0T CpPaBHUTEIBHO HU3KOU
TOKCUYHOCTBIO.

Haubonee pacnpocTpaHeHHBIMM W IIUPOKO H3ydeHHbIMU sBisitorcsi KT, mokpeiThie
0007109KaM#, COCTOSIIIIMMH U3 CEJICHUIOB U CYJIb(GUI0B KaaMus U IMHKA. OOBSICHIETCS 3TO TEM, YTO
aapo CdTe u3imydaeT cBeT LIMPOKOM JHMana3oHe BUIUMON OONACTH CIEKTpa B 3aBUCHUMOCTH OT
pasMmepa yactuil, a o0oyiouka u3 ZnS o00yazaeT BBICOKOW CTaOMIBLHOCTBIO, TaK Kak 00Jiamaer
OO0JBIION MIUPHUHOMN 3ampelieHHON 30HbI U () ()EKTUBHO yaepKUBAET HOCUTENH 3apsiia BHYTPH sJIpa.
Opnako u3-3a pa3nuuusi B crpoeHun kpucramindeckoil pemerku CdTe u ZnS B KT nosBastorces
ne(eKTbl CTPOEHUs, CBSI3aHHBIC C IOSBJICHUEM JUCIOKAIMi Ha rpaHule paszzaena (a3, KoTopsle
YXY/IIIAIT CBOWCTBA Marepuaina [2—4].

JInsg ycpenHeHHMH TapaMeTpoB Kpuctamimdeckux pemérok sipa CdTe m oGonoukm ZnS
nono6ubx KT BBOAAT MOMOMHUTENbHBIM NpoMexkyTouHbld cioil CdS, umeromuil 3HEpruio
3anpenéHHON 30HBI U TOCTOSAHHYIO pemeTku Oonbmie, yem y CdTe, u MeHsbiue, uem y ZnS.
DTa CTPYKTypa ¢ NBOMHOW OOOJIOYKOM TMO3BOJISET MOCTENEHHO M3MEHSThH MapaMeTphl PEHIETKH OT
sapa CdTe no 3ammrHOM oOonouku ZnS, yto cHmkaer HanpspbkeHue BHyrpu KT [5]. Omnako
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nuHelHple pasMepbl KT 3akoHOMEpHO yBETMUYMBAIOTCS, YTO OCJIOXKHSAET BO3MOXXHOCTH HX
MPUMEHCHHSI.

AKTyanbHOCTB. ONMCAaHHBIE HA CETOAHAIHMN JeHb (iayopecuenTHsle KT u MX KOHBIOTATHI
UMEIOT Psiji OTPAHUYCHUH, HE TIO3BOJISIOIINX PUMEHSITh UX B PA3IMYHBIX 00JIACTSIX, HAIPUMEp, B
MEIUIMHE B KayecTBE (PIyOpecleHTHBIX METOK. TakuM o0pazoMm, COXpaHSETCs MOTPEOHOCTDH
co3nanus (hIyopEeCIEHTHBIX HAHOYACTHI], 00JaAIONIUX MaJbIM Pa3MepOM, BBICOKMM KBAaHTOBBIM
BBIXOJIOM (DITyOpECIIEHIINH, KOJUTOUTHON CTa0MIBHOCTBIO.

Lenb paboTsl: cunte3 kosmtonaabix KT CdTe/CdS/ZnS ¢ ontumansHBIMU TapaMETPaMH, B TOM
YHCIIE C ONPECIICHHOW TOIIIMHOW OKPHITUS cTabmim3upyromux odonodek CdS u ZnS.

MaTtepuaJjbl 1 000py/10BaHHe

besBonnbiit xnopua kaamus (CdClI2, > 99 % Sigma Aldrich), TuomoueBuna (CS(NH2)2 98 %
Sigma Aldrich), mopomox temnypa (Te, 30 mem, 99,997 % Sigma Aldrich), 6opruapun Hatpus
(NaBH4, ~ 98 % Sigma Aldrich), mepkantonponuonoBas kuciora (MIIK>99 % Aldrich),
n3onponuiossiil ciupt (XY, BekToH), nemoHn3upoBaHHasi BoJa, aproH.

Crnektpodoromerp UNICO-2100 (UNITED PRODUCTS & INSTRUMENTS, CIIA),
cnekrpopayopumerp FluoroLog 3 momens FL3-21 (Horiba Jobin Yvon SAS, ®pannwms),
uentpudyra Sorvall ST 16R  (Thermo Scientific, CIIA), anHanuTU4YeCKHUE  BECHI
AW-220 (SHIMADZU, Sfnonusi), pH-merp SEVEN COMPACT S220-KIT naGopaTopHbIi,
narpeBatenbHas miutka C-MAG HP 7 (IKA, T'epmanus), xomboHarpeBaTelb C MarHUTHBIM
nepememnBanueM AIBOTE ZNCLTS (Henan, Kuraii), cuctema noAroToBKu JE€MOHU3UPOBAHHON
Bozbl Elix Advantage 5 ¢ 6iokom E-POD (Millipore, CIIIA).

Cunre3 CdTe/CdS/ZnS-MIIK KT

Cunte3 muorocnoinbix CdTe/CdS/ZnS-MIIK KT npoBomwics B Tpu 3Tama B WHEPTHOU
atMocdepe u ripu Temieparype 98 °C.

Hnst monmyyenns CdTe KT roToBuim pacTBOp mpekypcopa KaaMHs CO CTa0MIIM3aTOPOM U
OBICTPO J00ABISIIM CBEXENPUTOTOBIEHHBIN pacTBOp ruapoTeutypuaa Hatpust NaHTe (mpekypcop
TeJUTypa) MpU TOCTOSHHOM TepemermuBanuu, npu cootHomeHun Cd:Te 1:0.3. Ins momyudeHus
IpeKypcopa Temtypa cMemmunBaiy nopouok Tesurypa Te (0.387 mmons) u 6Gopruapu Hatpust NaBHy
(1.692 mmoib), a i ipekypcopa Kaamus pactBopsiau xyopu kaamust CdClz (0,2 mmoib) B Boje ¢
nobaBneHneM crabunusaropa. B kadectBe crabunmusaropa ucnonbzoBain MIIK (0,6 mmons). dns
nosnydeHusi conu MIIK pH mosydeHHBIX pacTBOpOB AOBOAMJIM A0 3HaueHUs 9.2 pacTBOpOM
THIPOKCHUIAa HAaTpuUs ¢ KOHLeHTpanuen 0.5 M.

Jna nokpertust CdTe KT cnoem CdS k pactBopy, crabunusupoBannbix MIIK KT, mennenno
no6asnsim npexypcop Cd u mpekypcop S, peaklIMOHHYIO CMECh KUITSITUIN MPU MEpeMEIINBaHUH C
0OpaTHBIM XOJIOAUJILHUKOM B T€UEHHE 2 4acoB (B KAUECTBE PEAKLIMOHHOW CPEeJIbl CIIYKHJI OOpaTHBII
oydep (5 mmons) ¢ pH=10).

Cunre3 CdTe/CdS-MIIK KT c¢ coornomenuem CdTe:CdS 1:1.5 npoBoamiu cieayrommm
obpasom. [Ina npurorosnenus npexypcopa Cd B crakan o0bemoM 25 mi nomemanu HaBecky CdClz
(0.15 mMmounb) u pactBopsiu e€ B 10 mu1 nemoHu3upoBaHHOM Bojabl. K monydeHHOMY pacTBOpy
no6asinsm 0.45 mmons MIIK u cmech nepememnBaiu B Teuenue 5 munyt. lanee pH nomyueHHoro
pactBopa posoawian A0 3HadeHus 10 ¢ momompro 0.5 M NaOH. Ilpekypcop S roroBwim nmyrem
pactBopenus 0.150 mMMmonp THOMOYEBMHBI B 5 M AEMOHM3MpPOBaHHOM BoAbl. [lo Takomy ke
anroputmy roroBuwiu KT ¢ cootHomenunem CdTe:CdS 1:3 u 1:3.75.

[opsimok moKpeITUS ZnS MPOBOAMIN aHATOTUYHO MOKpbITHIO CdS.

PesyibTaTsl

Crnexrtpanbablie uccienoBanus moinydeHHbIX KT mokazamm, uto y CdTe/1.5CdS-MIIK KT
MOCIIe TIOKPBITHS JOTOTHUTEIBHBIM CIIOeM ZnS TOJHOCTHIO HcYe3na (BIyopecleHIus, Tpyu 3TOM
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KT ¢ coornomenusmu CdTe:CdS 1:3 He morepsinu (ayopecUEHIMIO B CBSI3U C YMEHbBLICHHEM
BIUsHHS paccornacoBanus pemietok CdTe um ZnS. U3 npencraBieHHbIX criekTpoB (puc. 1) BumHO,
YTO JONOJHHUTENbHAsA 000J0uKa ZnS NpUBOAUT K OATOXPOMHOMY CIABUTY IKCHUTOHHOTO IHKA U
MakcuMyMma (GIryopecieHIIHH.

[y
=

()]
-
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Puc 1. Hopmupoeannvie cnekmpul no2iowenus u @ayopecyenyuu
a) CdTe/3CdS-MIIK, CdTe/3CdS/ZnS-MIIK KT, 6) CdTe/3.75CdS-MIIK u CdTe/3.75CdS/ZnS-MIIK KT

MOXHO ciesaTh BBIBOJI, YTO CHHTE3 JIOTIOJHUTEIILHOTO C10s1 ZNS B 000MX CITydasx MPUBOIUT
K CHJIbHOMY YMEHBIICHUIO KBAaHTOBOTO Bbixona Quyopecuenuun CdTe/3CdS/ZnS-MIIK KT ¢ 36 %
10 15 % u CdTe/3.75CdS/ZnS-MIIK KT ¢ 54 % no 29 %.

Takum 00pa3oM, B JaJbHEHIINX HMCCIICIOBAHUAX IMPEAIaracTcs MPOJO/IKATh YMEHBIICHHE
00004k ZNS juis ynydiieHus ontuaeckux coiicts KT.

st CdTe/3CdS/ZnS-MIIK  u CdTe/3.75CdS/ZnS-MIIK KT OIPE/ICITICHBI
ruapoauHamMuueckue paanycel MmerogoM J[PC. Pasmep CdTe/3CdS/ZnS-MIIK, CdTe/3.75CdS/Zn-
MIIK KT yBenmuuuics ¢ 10.84 10 10.91 uc 11.01 no 11.13, COOTBETCTBEHHO, YTO CBA3aHO C CHHTE30M
JIOMOJHUTEIBHOTO ¢Jiog ZNS.

3aki0oueHune

[TpoBeneHo uccnenoBanue BIMsHUS ToMMHbI citosi CdS u ZnS Ha ontndeckue cBoiictBa KT, 1o
CINIEKTPAIbHBIM JaHHBIM TIOIVIOIIEHUS M JIIOMHHECHEHIMM ObLJIO BBIABIEHO, YTO Haubosee
ontumainbHas TonmuHa ciiosi CdS Obuta momyuena ¢ cootHomenueM CdTe:CdS kak 1:3.75, tak kak
nanHble KT uMeroT nyyiide ONTHYECKHE XapaKTepPUCTHKH, a TakkKe 00J1aJaloT HauBBICIIMM
KBAHTOBBIM BBIXOZIOM JIFOMUHECHEHIIMH 1o cpaBHeHUto ¢ KT ¢ apyrumu cooTHomeHusimMu. Taxxke
noce A00aBJIeHUs T0TIOTHUTENbHONU 00071049KH Habr01a51csi 6aTOXPOMHBIHM CIBUT MTUKOB MOTIJIOIEHHUS
Y JITOMHHECIICHIIMH, YTO TOBOPUT O XOPOIINX CTAOMIM3UPYIOMINX CBOMCTBAaX 000m04KH ZNS.
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Abstract. The selection of the optimal set of excipients in the composition of dosage forms is an
essential part of the pharmaceutical development process and is aimed at achieving the required
quality of the final product. Today, it is important for the domestic pharmaceutical industry to
consider the use of affordable and effective auxiliary components to create solid dosage forms. This is
due to the lack of production of polymer-based excipients in Russia. The ALMA polymer developed
by National Research Tomsk State University has characteristics that allow it to be considered as a
substitute for binders in the production of solid dosage forms.
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Beenenue

B nponecce ¢papmaiieBTuueckoi pa3pabOoTKu BaXHYIO poJib B (POPMUPOBAHUU XapaKTEPUCTUK
JIEKapCTBEHHBIX MpenaparoB UIPalOT BCIIOMOrareiabHble BenlecTBa. OHM OKa3bIBAIOT 3HAUYUTEIILHOE
BIMSIHAE Ha Ka4eCTBO KOHEYHOTO MPOIYKTa, BKIIOYAs €ro (hapMaKoTeparieBTUYECKHE CBOMCTBA.
ITpaBuIbHBIN BEIOOp COCTaBa BCIIOMOIaTENIbHBIX BEIIECTB ABISAETCS KIIOYEBBIM 3TAMIOM B IpoLecce
(dapmareBTHYECKON pa3paboTKH, oOecrednBas CTaOUIBHOCTh JIGKAPCTBEHHOTO CPEICTBA, €ro
addexkTuBHOCTS U Oe30macHoCTh [1].

OnuH U3 OCHOBHBIX ATANoOB Pa3padOTKU TEXHOJIOTHH MMPOU3BOJICTBA TBEPABIX JIEKAPCTBEHHBIX
¢bopM — hopmupoBaHKE Macchl AJ1s TaOIETUPOBAHUS UITH KarcynupoBaHus. Hanbonee 3¢ pexTHBHBIM
pUEeMOM O0€CTIeUeHUs] HaIIEKANIMX TEXHOJOTHUECKUX XapaKTEPUCTUK TaONeTUPYEeMBIX U
KalCyJIHpyeMbIX CMeceil ABIsieTcs rpaHyinnpoBaHue. KauecTBo rpanynsara B 3HAYMTEIbHON CTENEHH
OTIpeIeISIETCS CBA3YIOMUMH BetecTBamu [1, 2].

Ha ceromusimHuii eHb JUIsL MPOM3BOJCTBA TOTOBBIX JICKAPCTBEHHBIX ()OPM HCMONb3YyeTCs
BeChMa INMPOKAas HOMEHKJIATYpa CBS3YIONMX BEIIECTB IOJMMEpHOW mpupoabl. OjHaxo,
MIPOU3BOJICTBO TaKUX BEIIECTB HA TEPPUTOPUH CTpaH TaMOKEHHOIO COK03a OTCYTCTBYET, IOITOMY
MONUCK AJBTEPHATUBHBIX HMCTOYHUKOB, BKIFOYAsh Pa3pabOTKy HOBBIX BCIIOMOTATEIbHBIX BEIIECTB,
BeChMa aKkTyasbHO. HayuHBIH KOJUIEKTHB J1a0OpaTOpHHM OpraHMYEcKoro cuHrteza HammoHaneHOTO
uccinenoparenbckoro Tomckoro rocynapcrsenHoro ynusepcurera (HM TI'Y) Bemer mHorosnerHue
MCCIIEIOBaHMS 110 CO3/JaHUIO BOIOPACTBOPUMBIX MOHOMEPOB Ha OCHOBE INHUKOIypuia. OJUH U3 TaKuX
MOHOMEPOB noayuns pabodyee HaumeHoBanne AJIMA. CroiictBa AJIMA mo3BOJISIFOT pacCMaTpUBaTh
JTAHHOE BEILECTBO B KaYE€CTBE MEPCIIEKTUBHOIO CBSA3YIOIIETO BELIECTBAa B MPOU3BOJCTBE TBEPABIX
JIEKapCTBEHHBIX (HOPM.
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B coBpeMeHHBIX YCIOBUSX pa3pabOTKH HOBBIX JICKAPCTBEHHBIX MPENapaToB IIMPOKO
MPUMEHSETCSI KOHIENIUsl mpoekTupoBanus kadectBa (Quality by Design), B pamkax KOTOpoit
olpeiesieHe KpUTHUECKUX Tokasareneil kadecta (Critical Quality Attributes) urpaer kKiroueByro
poJb B OPMUPOBAHHH 3aJIaHHBIX MMaPaMETPOB TOTOBOTO MpoAykTa. K Takum mapamerpaM MOXKHO
OTHECTH TEXHOJIOTMYECKHE XapPaKTEPUCTUKU TPaHy/IsATa, Takhue Kak ¢opma M pa3Mep YacTull,
(bpaKIMOHHBII COCTaB, HACKHIITHAS IJIOTHOCTH, CHITy4YecTh u aApyrue [3]. OnpenencHne KOHKPETHBIX
MapaMeTpoB  IO3BOJIIET TOAOOpaTh ONTUMAIBHBIA COCTaB M TEXHOJOTHIO TOATOTOBKU
TaOJETUPYEMBIX U KAICYITUPYSKMBIX CMECEH.

Lenpto uccrnenoBaHus SBISETCS HCIONb30BaHHE (YHKIHMU OOOIICHHOW JKeNaTelbHOCTH
XappHuHTTOHA JII1 0OOCHOBAHUS ONTUMAIBHBIX TEXHOJIOTMYECKUX PEKUMOB IMOIYYCHHS MAcC JIJIs
karcynmupoBanust L{enexokcu6 100 mr m 200 mr. I'panymsarer Henexoken6 100 mr m 200 mr
M3TOTOBJICHBI C 3aMeHOI moBujoHa K-25, BXOAsIIEero B coctaB COOTBETCTBYIONIETO pedepeHTHOro
npenapara, Ha MoHoMmep AJIMA.

IKCNePUMEHTAIbHAS YaCTh

OO6bekTaMu Hccie10BaHus SBJSIOTCS TOTOBbIE JIeKapcTBeHHbIE hopMbl npernapara Lenexokcn6
karicynbl 100 mr u 200 M1, U3rOTOBJIEHHBIE ¢ IPUMEHEHUEM cooTBeTcTBEHHO 10 % u 15 % pactBopoB
AJIMA, BbIIOJHSIONIETO (PYHKIUIO CKIICUBAIOIIETO areHTa.

J1J1s OIIeHKH ONTHUMAIIBHBIX TEXHOJIOTHYECKHX [TapaMeTPOB C TOMOIIBIO (DYHKITHH 0000IIICHHON
KENaTebHOCTH XappUHITOHA HCCIENOBAMCh TaKHe IOKa3aTelyd KadyecTBa TpaHyNIATa, Kak:
koa¢p¢pumment Kappa (Y1), xoapdumment Xaycuepa (Y2), kodpdunment ymiotnenus (Y3),
paccuuTaHHbie o Gopmynam, npuBeeHHBIM B cooTBeTcTBYIOMUX ODC [4]. Ilocne xogupoBaHus
YaCTHBIX MMOKa3aresiel B 6e3pa3zMepHyto BenurHy (YY) OCYIIECTBIUICS pacyeT MoKa3areiel 4acTHOM
x)emareapbHocTH (di), a 3aTeM uX CBepTKa B 0000IIeHHBIN KpuTepHii sxenarenbHoctu (D) [5].

OyHKIMA 000OMIEHHON KETaTeIbHOCTH XappUHITOHA OTPAaXKaeT 3aBUCHUMOCTH TOKa3aTeseit
xenarenbHOCTH (d) OT 6e3pa3mMepHbIX Mokazareneil (y), B KoTOpble IEPEBOISAT HAaTypallbHbIE TOKa3aTe !
kadectBa [6]. llIkana xenarenbHOCTH nenuTcs B tuanasone ot 0 10 1 Ha mate nogauana3zonoB. Marepsain
CO 3HaYEHMSIMU >kenarenbHocTH oT 0,8 10 1 XxapakTepusyeTcs Kak «O04eHb BHICOKasl OlleHKay [S].

JU71st IOATBEPIK/ICHNST HaJIeXKAIIIEr0 KauecTBa TOTOBOTO TIPOYKThI ObLIH MCCIIEI0BAHBI CIICAYIOIINE
TOKa3aTeNl Ka4ecTBa: pacTBOPEHHE, PUMECH U KOJIMYECTBEHHOE COIepKaHe JICHCTBYIOILIETO BEIIECTBA,
orpezensiemMbie MmeTogoM BOXKX, a Takxke oqHOPOIHOCTD €TUHMUIT I03UPOBAHHSL.

Macca [is KancylaupoBaHHsS Oblla TOMY4YeHa IMyTeM CMEIIMBAHHUS CyXHUX KOMIIOHEHTOB,
VBIIQKHEHUS U TAPHYJSIIUN B YCTAHOBKE TICEBIO0KHMKCHHOTO CJI0s, KITACCH(PUKAITUH U OITYIPUBAHUSI.

Pe3yabTarsl
I'panynsatel Lenekokcn6a 100 mr m 200 mr (Ne 1, 2, 3) ObuIM H3TOTOBIEHBI IpH
TEXHOJIOTMUYECKHUX PEeKUMax, yKa3aHHBIX B Ta0. 1.

Tabauya 1
Texnonocuueckue pexcumvbl npueomosienus maccol 015 kancyaupoeanus Llenexoxcuba 100 me u 200 me
TexHONIOrn4ecKre pexuMbl OmpiT Ne 1 OmnpiT Ne 2 OmpiT Ne 3
TemrmepaTypa B c10€ B TIpo1iecce CyIKH yBIaKHEHHON MacChl 50 °C 45 °C 40 °C
MaccoBast 10J1s1 BOJbI B KOHETHOM TPaHYJISTe 1,0 % 1,5% 2,0%

[TomyuenHble pe3ynbTarsl oTpakeHbl B TaOu. 2. 1o momydyeHHBIM JaHHBIM MOXHO CIENaTh
BBIBOJI, YTO HamOoJee MOAXOAALIMM TEXHOJOTHUECKUM DPEXUMOM Ul monydeHus lLlenexoxcud
karcynsl 100 Mr siBIsieTes Cylika yBiIaXHEHHOW Macchl pu temmeparype S0 °C 1o MaccoBoil 1011
Boabl B rpanymsate 1,0 % (ombir Ne 1), Tak kak mokazarenb D umeer 3HaueHue, Haubosee
npubmmKeHHoe K enunuie. Torna kak mis monydenus JIIT Lenexkoken6 xancymsr 200 Mr siBisieTcs
PEXHUM, BKIIIOYAIOIIMN NTapaMeTphl, UCIIOIb30BaHHbBIE B OIbITE No2.
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Tabnuya 2
Texnonozuueckue xapakmepucmuxu epanyismos Llenexokcuod kancynor 100 me u 200 me (Y),
yacmuule dcenamenvrocmu (d;) u 06obwennas xceramensnocms Xappunemona (D)
No onbita | Y, | Y> | Y; | d | d2 | ds | D
Ienexoxcu6 kancyns! 100 mr
1 25,0 1,333 1,656 0,962 0,938 0,824 0,906
2 21,7 1,275 1,618 0,941 0,904 0,808 0,882
3 23,5 1,343 1,529 0,953 0,944 0,766 0,884
Ienexoxcu6 kancyns! 200 Mr
1 34,2 1,520 1,829 0,989 0,987 0,882 0,951
2 35,6 1,477 1,941 0,991 0,981 0,909 0,960
3 33,7 1,532 1,889 0,988 0,988 0,897 0,957
KayectBo  roroBoro  mpoaykTra, TOJYYEHHOTO 1O  NPEIJIOKEHHOM  TEXHOJIOTUHU

XapaKkTCpUu3oBaJIOCh IIapaME€TpaMH Kady€CTBa, YKa3aHHBIMH B TaOJI. 3, YTO COOTBETCTBOBAJIO
SHAUYCHUAM, YKAa3aHHBIM B HOpMaTHBHOfI AOKYMCHTAIIUX HA I' OTOBBIM IMPOOYKT.

Tabauya 3

Toxazamenu xawecmea 2omogozo npooykma Llenexoxcu6b xancynvt 100 me u 200 me

ITokazarenu PactBopenue, % | Ilpumecu, % (en. | ODHOPOAHOCTH KonmuecTBeHHOE onpeiesieHue,
KauecTBa He meHee 75% (Q) MpUMech — He €IMHUIL mr (ot 95,0 mo 105,0 Mr — mis
LejeKokcuoa 6omee 0,2 %, JTO3UPOBaHU, %o no3upoBku 100 mr; ot 190,0 no
Totoseiit npoaykr | C17H14F3N302S | cymma npumeceit | (AV <15,0 %) | 210,0 mr — mns no3upoBku 200 mr)
gyepe3 45 muHyT | — He O6onee 1,0 %)
Lenexokcu6d 9743 CoOTB. 1,540,3 96,5+0,5
karcynsl 100 Mr
Lenexokcu6d 9545 CoOTB. 2,1£0,5 192,140,5
Karcynsl 200 Mr
3akiiroueHue

Takum o6pasom, BemectBo AJIMA MoxeT ObITh MCHOJIB30BAHO B Kaue€CTBE CBSA3YIOLIETO
BemectBa /i nonyueHus JIIT nagnexamero kayectsa Llenekoken6 kancynast 100 mr u 200 mMr npu
TEXHOJIOTMUECKUX PEKUMaX MOJydeHHUs TpaHyisita: Temneparypa cymku — (45-50) °C u maccoBoi
JI0JIM BOJIbI B BBICYIIIEHHOM noaynpoaykre — (1,0-1,5) %.
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Abstract. The luminescence spectrum of YAG-ceramic samples with different amounts of cerium oxide
activator was measured. The dependences of the luminescence spectrum reflected from the sample
and the chromaticity coordinates x, y, respectively, are revealed. When measuring, due to the different
contribution of the blue and yellow components of the spectrum, a dependence on the concentration
of the activator is observed, with its increase, mixing occurs in the yellow part of the locus. With
special data processing and the allocation of the luminescence spectrum, it can be concluded that the
chromaticity coordinates do not depend on the amount of activator. Further studies are needed to
confirm the results on other YAG-ceramics samples.

Key words: YAG-ceramics, luminescence spectrum, chromaticity coordinates X, Y.

BBenenne

[Ipon3BOCTBO HOBBIX MaTepHajioB B 00JACTU CBETOJUOJHON CBETOTEXHUKU aKTyalbHO B
COBPEMEHHOM MHpE, HE CMOTPS Ha LIMPOKHI BBIOOP IPOU3BOIUTENEH «OKENTHIX» TFOMUHOPOPOB /IS
peoOpa3oBaHUs CUHETO CBeTa, peaen 3ppexTuBHOCTH HE JocTUTHYT. Y uéHble TIIY paspaboranu
MIEPCIIEKTUBHYIO, 33 CYET KPATHOTO COKPALICHMsI BPEMEHHM IPOM3BOJCTBA, TEXHOJIOTHIO CIEKAHUS
nromuHecteHTHOW AT -kepaMuKy, ak THBUPOBaHHOM 1iepreM [1]. J[ist u3ydeHus: CBOWCTB CBEUCHHSI
CHHTE3MPOBAHHOIO JIOMMHO(pOpa OKCHJA LEpHUs BBOAMUIM B OOILIYIO MAacCy LIMXThl B Pa3IMYHbBIX
koHnentpanusx ot 0,1 % mo 1 %.

B nanHoit pabote nccineoBaarch KOOPIUHATHI IIBETHOCTHU X, Y 00pa3lioB KEPAMUKH U3 Pa3HbIX
NapTUil 3aMeca IMUXThl, OTINYUE B UCXOJHBIX KOMIIOHEHTAaX OKCHJIa aJIlOMUHUS, B IIEPBOM CIy4yae
MaTepuan craboro KadecTBa HEHM3BECTHOIO IPOU3BOJACTBA, BO BTOPOM OTEYECTBEHHOTO
npou3BojicTBa 3epHUcTOCThIO F800.

JKCIepUMEHTAJIbHAS YaCTh

DKCIEePUMEHT MPOBOMIICS TpH oMol criekrpopaanomerpa CS-2000A (Puc. 1), Bxoasuiero
B coctaB Jrabopatoproro obopynoBanust AO «HUUIIIT». Ob6pazen momunodopa (3) Bo30yxaancs
«cuHM» cBeToM (4) moxa yriom 45°, mUKOBast JUIMHA BOJHBI cocTaBisiia 451 HM. OTpakeHHBIH OT
npu3MbI (2) cBeT o0pasiia mormajiai B 00bEKTUB CIIEKTpopaauoMeTpa (5), mocie uero 0opadaThIBaICs
Ha nepcoHanbHOM KoMmmbrotepe (IIK). [Insg uckiaroueHHs BHEIIHEH 3aCBETKM JKCIEPUMEHT
MIPOBOJMIICS B CBETOHETIPOHUIIAEMOM KOpOOe, CTEHKH KOTOPOT'O BhIKpAIlIEHbI B YEPHBIH 1IBET.

W3mepeHust criekTpa MPOBOAMIIMCH A KaXJ0ro oOpaslia B Pa3HBIX TOUKAX JOCTATOYHOE
KOJIMYECTBO pa3 Ul BBISBICHUS HanWOoOJee YacTo MOBTOPSIIOIIMXCS NaHHBIX. Ha pucyHke 2
npuBeneHa ¢ororpadus BUIMMOW uacTH H3MepeHHil. B kauecTBe HCTOUYHMKA BO30OYXKICHHUS
moMuHecueHn AT '-kepaMuky ncnosib30Bajcs pacioIoKEHHBIM Ha HEOOJIBIIOM yAICHUU U MO
yriom 45° cBeTOMO]l C y3KOHANpaBJeHHON JInH30#. O0pazer nomemancs B IeHTp MyyKa CHHEro
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Puc. 1. brnok-cxema usmepenuii:1 — Ceemonenponuyaemvlii Puc. 2. @omozpaghus obpasya 6 npoyecce
kopob; 2 — Ilpusma ompascarowas,; 3 — Obpaszey; usmMepeHul
4 — Ceemoouoo ¢ y3KOHaANpaeieHHOU TUH301;
5 — Cnexmpopaouomemp CS-2000A; 6 — CCD-kamepa; 7 — I[IK

Pe3yabTaTsl

CrniexkTpopaJuoMeTp U3MepsieT CIEKTP M3JIy4YeHUs] B DHEPreTHUeCKUX BeIMYMHAX, a
nporpaMMHOe  OOECrieueHHe  BBIUUCISET HAa0Op OHEPreTHYeCKUX U (POTOMETPUUYECKHX
XapaKTePUCTHK, IJIs JTaHHON pabOThl UCII0JIb30BAIMCH TOJIBKO 3HAYCHHS KOOPAUHAT LIBETHOCTH X, V.

Ha pucynke 3 npencraBieH CHEKTP U3IYYEHUsI, TUTIMYHBIX Ul BCEX MCCIEAYEMBIX B IaHHOMN
paboTte 00pa30B, MEHAETCS TOJIBKO BKJIAJ KENTOM U CUHEH cocTaBistoulel criekrpa. Uem Ooblie
KOHLIEHTpalLUsl aKTUBATOPA, TEM BBILLIE CIEKTpP JIIOMUHECLUEHIMN, & UMEHHO k&nTast yacTh. CuHss
4acTh — 3TO CBEYCHHE YHIIA CBETOINO/IA.

Oo6pasusl MAI-kepamMuKku pasfeneHsl Ha 2 TPyNNbl, OTIMYHBIE HWCXOAHBIM HAaOOpOM
KOMIIOHEHTOB, B IEPBON OKCHUJ aJIOMUHMs CJIab0ro KayecTBa HEU3BECTHOI'O MPOU3BOCTBA, & BO
BTOpO OT€YECTBEHHOTO Mpon3BozcTBa 3epHHcTOCThI0 F800. Ha prcynke 4 rpymniibl mpencTaBieHbl
B BHJI€ POMOOB M TPEYroJbHUKOB M 00O3HA4YeHbI LUGPOIl B CKOOKaX, KOJIMYECTBO aKTUBATOPA
MIPE/ICTAaBJICHO B BUJIE 3AJIMBKU (DUTYp pa3HbBIM 1IBETOM, 3aBUCUMBIM OT ITPOLIEHTHONW COCTaBIISIOLIEH.

JUis OLEHKU CIIEeKTpa JIOMHHECLUEHIIMH CHHEE H3JIyde€HHEe YHUMa OTCEKaloCch B OOJIACTH
MUHUMAaJbHBIX 3HaYeHUH, B paiioHe 475 HM. OnpeeneHue KOOpAHAT LIBETHOCTH X, y KEITON YacTu
CIIEKTpa MPOBOAMIOCH 1O MeToay, omucanHomy B ['OCT 23198-2021 [2], mpu HCIOIB30BaHHH
mporpaMMbl  00pabOTKM TaOJIMYHBIX JaHHBIX. Pe3ynbTarbl pacuéra Ha pUCYHKE 4 ITOMEUEHBI
CHMBOJIOM «*», pOMOBI U TPEYTOJIbHUKHU BBIJIENICHbI YEPHON IpaHULIel, CHHUM 4nIl 0003HaUEH OeNbIM
Kpyrom, Mexay Gurypamu rnpoBejieHa MyHKTUpPHAs JINHUS.

[Ipu aHanm3e pe3ynbTaTOB M3MEpPEHHH HAOMIOAeTCs 3aBUCHUMOCTb KOHLEHTpAIMM OKCHIa
LepHsl: ¢ YBEIMUEHUEM IPOILIEHTa aKTUBAaTOpa UAET CMEIICHHUE B KENTYIO YacTh JIOKyca. Mexay
JBYMs TpYIIaMU €CTh HECOOTBETCTBHE, 00pa3libl U3 MEPBON OoJiee CMEIIEeHbl B CHHIOW 00J1acTh ¢
YMEHBIIIEHNEM KOJIMYECTBa OKCcH A Liepusi. Bo3MokHO, akTUBAaTOp HE BeTpauBaiics B CTpyKTypy UAT
NEpBOIl TPYIIBl B MOJHOM 00bEME M3-3a KAauecTBa OKCHJIA aTIOMMHHUS, HO JAAHHBIX Ul JTaHHOTO
BBIBOJIa MTOKA HEAOCTATOYHO. [Ipy 0THONIPOLIEHTHOM COZepKaHUH TPYIIIBI CXOAITCS B OJJHOW YacTh
JIOKyca, HO TpPH STOM OHM 3HAUYMUTENbHO YJAaJeHbl OT KpuBoid Ilnmanka, yto yxe He Oyzaer
COOTBETCTBOBATh, TAK HA3bIBAEMOT0, OEJIOMY CBETY.

ITocne 06pabOTKU CIIEKTPOB JIOMHHECLEHIIMM HaOI0JaeM COCpeAO0TOYeHHE BceX 00paslioB
KepaMUKU B OJHOW >KENTO-3eNE€HOM 00JacTH, M3 YEero MOXKHO CJelaTh BbIBOJA, 4YTO Ha
JIOMUHECLEHIMIO BJIMSIET HE KOJIMYECTBO AaKTUBATOpA, a Ba)KEH CaM OKCHJI LIEPUs, BO3MOXKHO, B
3aBHUCHMOCTH OT KauecTBa MaTepuana (FpaHyJIOMETpUYECKUH COCTaB, pa3Mep YacTHIl) JaHHBIE
JIOMUHECHEHIIMU OyayT paziauyaThCsl, A 3TOr0 HEOOXOAMMO IMPOBECTH Pl JOMOJHUTEIbHBIX
uccinenoBanuii. OTMeTUM, YTO Bce QUTYPHI JI€XKAT Ha MYHKTUPHOW JIMHUH, 3TO TOBOPUT O KaueCTBE
IIPOBEJEHHOTO UCCIIEI0BAaHUS U NIPEANIOCHIIKAX K IPOTHO3UPOBAHUIO TPOLEHTHOTO COCTAaBA IIMXTHI.
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u3nydenus obpasyos YAG:Ce na ouacpamme MKO-31
3akiil0ueHue

B pe3ysnbraTe npoBeAeHHBIX UCCIEIOBAHUN ONPEIEIICHBI KOOPINHATHI IIBETHOCTH X, Y 00pa3IioB
NAT -kepaMuKu ¢ pa3aMyHOM KOHIIEHTpaluen okcuna uepus. Habmronaercs pasnuune u3MepeHHbIX
JaHHBIX MEXIy TPYIIIaMu 00pasIoB, a TAaK)Ke OT MPOLIEHTHOTO COJIEPKAHUS aKTHBATOPA, YeM BBIIIIE
€ro KOJIMYECTBO, TEM B Ooiiee JKENTYI0 4acTh JIOKyCa CMELIA0TCs KOOPAMHATHI LIBETHOCTH. [lyTéMm
pacuéToB YCTAHOBJIEHO, YTO CHEKTP JIOMUHECLEHIUH HE 3aBHCUT OT KOJMYECTBA OKCHUIA Iiepus,
00paboTaHHbIE TaHHBIE KOOPIMHAT LIBETHOCTH pacrojaratoTcs OJIM3Ko APYT K APYTY B OJHOM KENTO-
3enéHoi obnactu Jiokyca. [lambHelmue uccienoBaHust OyIyT MPOAOJDKEHBI JUIS TOATBEPKICHUS
pE3yabTATOB SKCHEPUMEHTA M ONPENIEICHUS BIUSHUS WCXOAHBIX KOMIIOHEHTOB IIHMXTHI, HE TOJBKO
OKCH/JIa QJIFOMHMHHS, HO M OKCHJIa UTTPUS U OKCUAA 1iepus. Takke MOATIEKUT OLICHKE HEPaBHOMEPHOCTD
pacripesienieHus: KOOpIUHAaT [IBETHOCTH X, y IO IOBEPXHOCTH 00pa3LOB.

B OyaymeM miiaHupyeTcst BBISBUTh 3aKOHOMEPHOCTH JUIsl TPOrHO3UPOBAHUS 3aBUCUMOCTEH OT
KOJIMYECTBAa aKTUBAaTOpa M KadecTBa HMCXOJHOTO Marepuala, HalpuMep, Biajes CBEIECHUSMHU O
CHEeKTpax BO3OYXKICHHS M JIOMHHECHEHIMHM Pa3IHMYHBIX KOMIIOHEHTOB, HMETh BO3MOKHOCTh
OTIpEeEATh PACYETHBIM CHOCOOOM HEOOXOAUMOE KOJIMYECTBO AaKTHUBAaTOpa /Js MOJydeHUs
’KEJIaeMOT0 1IBeTa CBEUEHUS U NOTAJAaHus B ONPEAeNEHHYI0 00J1acTh JIOKYycCa.

Hccneoosanue evinonneno sa cuém epanma Poccuiickoco nayunozo ¢gponoa Ne23-73-00108,

https://rscf.ru/project/23-73-00108/
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AHaJIUTHYECKHE M KATAJIHTHYECKHE CBOMCTBA HAHOYACTHII 30,10Ta HMMOOHIM30BAHHBIX
B NMOJIUMETAKPUJIATHYI0 MATPHUILY
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Analytical and catalytic properties of gold nanoparticles immobilized
into polymethacrylate matrix
O.A. Bazhenova
Scientific Supervisor: Ass. Prof., Dr. N.A. Gavrilenko
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: BAZHENOVA2108@mail.ru

Abstract. In this work, we have reported the iodide-induced rapid and sensitive surface etching
of gold nanoparticles immobilized in polymethacrylate matrix (PMM-Au®) and developed
optimizing a nanoplasmonic colorimetric method for determination of glucose. The mechanism
study shows that the iodide ion is to promote the oxidation of gold nanoparticles in PMM by H>0»
produced from glucose oxidation, where the role of the iodide ion is mainly attributed as a catalyst
with I as the reaction intermediate.

Key words: gold nanoparticles, polymethacrylate matrix, iodide ion, glucose.

BBenenne

OpHMM U3 NEPCHEKTUBHBIX HANPABICHUN B aHAJIMTUYECKON XMMMHM SIBJISETCSI UCIIOJIb30BaHUE
HAHOYACTHI[ OJaropoJHbIX METAIJIOB Onarojapss HMX YHUKaJIbHBIM ONTHYECKUM CBOMICTBaM,
KOTOpBIE MPOSIBIISIFOTCS B BUJIC TOBEPXHOCTHOTO TIa3MOHHOTO pe3oHanca (I1I1P).

Cpenu HaHOCTPYKTYp OJAaropoJHBIX METaNIOB HaumOOoJblllee BHHUMAHHE MPHUBIEKAIOT
HaHouacTHIs! 30510Ta (HY Au) pazmepom 1-100 HM, OHM HalLIM IPUMEHEHHE B KAUECTBE CEHCOPOB,
B KaTaiu3e M B MEIMIMHCKOM JMarHOCTHKe Onarojaps OTIMYHOW OHOCOBMECTHMOCTH
Y YHUKAQJIbHBIMH ONTHYECKMMHM M 3JIEKTPOHHBIMU CBOMcTBaMH. VIHTEHCHUBHOCTH U IOJIOKEHHE
nojsiocel TP cunbHO cBsA3aHa ¢ pa3mepoM, (OpPMOM, arperaTHbIM COCTOSSHUEM HAHOCTPYKTYD,
a TaKKe C U3MEHEHUSIMU XMMHUUYECKOTO OKpykeHus. [Ipu u3MeHeHun oJTHOro M3 ATHX MapaMeTpOB,
[IITP OGyner MeHATbCS B 3aBUCUMOCTH OT MOAM(DUKALMU XMMHYECKOIO COCTaBa MOBEPXHOCTU
Y B3aMMOJEHMCTBHS YacCTHUI], YTO IOBJIMSAET HAa JUIMHY BOJIHBI MOTJIOMIEHHUS] M I[BET pactBopa [1].
Eme onaum npeumymectsom HY 30mora sBisleTcs TO, YTO OHM MOTYT BBICTYNAaTh B POJIH
HAaHO3UMOB U JIEMOHCTPUPOBATh (DEPMEHTOION00HBIE CBOMCTBA M JIYUIIyIO CTaOMIBHOCTH, YEM
HOPUPO/IHBIC PEPMEHTBI, COXPAHSsl IPU TOM YPOBEHb aKTHBHOCTH B JKECTKHX YCIOBHSX [2].

OcHoBHOUl TpoOiemMoit mpu paboTre C KOWIOMAHBIM pactBopom HY AU  sBisercs
MHOT'O3TAaMHOCTh ¥ TPYAOEMKOCTh MX MOATOTOBKH, OTPaHUYEHHAs 10 BPEMEHU CTaOMIBHOCTb, IS
MOBBILIEHUSI KOTOPOM HCIIOJIb3yeTCsl OOJbIIOE KOJIMYECTBO IOBEPXHOCTHO-AaKTHBHBIX BEIIECTB
U CTa0MJIM3UPYIOIIUX AareHTOB, KOTOpbIE BIOCIEJICTBUM CHIDKAIOT PEAKIHUOHHYIO CHOCOOHOCTh
HY Au [3]. TIpeomoners Takue OTpaHUYEHHS BO3MOKHO IYTEM HMMOOWJIM3AIMA HAHOYACTHIL
30J10Ta B TBepAyO (hazy (HOCHTENb), MPEUMYIIECTBAMH KOTOPOH SBJISETCS KakK JOJTOBPEMEHHas
CTaOMIBHOCTh HAHOYACTHI] 30J10Ta, TAK U MMPOCTOTA UCIIONIB30BaHus. B maHHON paboTe mpemiokeHo
UCMOJb30BaTh MoiuMeTakpuiatHyto marpuny (IIMM) [4] B xauecTBe TBepao(a3zHOrO HOCHUTEIS
g nonydenus HY Au.

[IpyHIMIBI UCIOIB30BAaHUS KOJOPUMETPUUECKUX CEHCOPOB Ha OCHOBE HAHOYACTHUIL 30JI0Ta
B OCHOBHOM JIeJISITCS HA JBa noaxona. OauH U3 HUX — U3MEHEHHE PAcCTOSHUS MEX]y YacTHIIAMU
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(arperanus), npyroit — meron Mop¢OJOTHH OTAEIBHBIX 4acTHll (pocT/TpaBiieHue). TpaBieHue
noBepxHoctn HY AU okucnuTensiMu uMeeT HauOonbllee 3HAUYCHWE B MHOTOYHCICHHBIX
AQHAIUTHUYECKUX PpEeaKIMsAX, IJe MPOAYKTOM SBIfeTcs Hepokcua Bojpopoaa. OmgHako crnocod
xumuueckoro Tpasinenus HY 3omora H202 wmMeer cymiecTBEHHBIH HEIOCTaTOK, CBS3aHHBIHN
C HU3KOW CKOPOCTBIO PEAaKLMU W JUIUTEIbHBIM BpEeMEeHEeM OKucieHus. [lostomy ans TpaBieHHS
HAHOYACTHUI] 30JI0Ta IIEPOKCUIOM BOJIOpOAa HeoOxoanmo moaudunuposats nmosepxHocts HY nim
BBOJIUTH JONOJHHUTENbHBIE BellecTBa. Hamu MpOBEAECHBI MCCIENOBAaHUS MO HCIOJIB30BAHUIO
HAaHOYACTUI] 30JI0TAa B  IIOJUMETaKpWIATHOH  MaTpuue Ui ONPENCNICHHUS  TIFOKO3BI
TJIFOKO30KCH/Ia3HBIM METOJIOM ITyTeM uX B3auMoaeicTsust ¢ H2O2 B pucyTCTBUM MO HOHOB.

JKCNePpUMEHTAIbHAS YaCTh

Cunmesz HY Au & IIMM (IIMM-AUP). st popMupoBanHus cTaOMIBHEIX HAHOYACTHIL 3010TA B
Npo3pavyHoOl ToNMMMeTakpuiatHod Mmarpuie BoccranasimBamu  Au  (lll), mnpensapurensHO
skcTparupoBannoro IIMM  wu3 pacteopa HAUCls (C=0,1 r/m) B Teuyenue 1-5 muHYT.
Jlns Bocctanopienus IIMM-Au* no IIMM-AUW wucnonb3oBanu BOCCTAHOBUTENH C PA3IMYHOIN
cuioit (0,1 %-brit 60oporuapu Hatpus u 0,25 M ackopOUHOBYIO KUCIIOTY).

Humobunuzayus uoouooe & ITMM-AU® (TIMM-Au-1"). KommaexcoobpazoBaHHe 3010Ta
Y MOJUJa MOXKET MPOUCXOIUTh HA TpaHUIEe pa3jesia M3-3a BBICOKOTO CPOACTBa HoAMIa K Au.
Inactursl 8 IMM-AUC onyckamu B pactsop noauaa kamus (C = 5-10 %) B mpHUCYTCTBUH CONSAHOM
kucnotel (C = 1 Monw/n) U 5 MUHYT nepeMemuBaiu Ha porarope. [lo uwcreueHHio BpeMeHH
JOCTaBaJIM IUIACTHHBI U MOACYIIHBAINA UX MEKIY JTUCTaMU (DUIBTPOBATBHON OyMard.

Henonvzosanue TIMM-AWC u ITTIMM-AU-1" 0ns onpedenenus eniokosvl 2mioKO300KCUOAZHBIM
memodom. OmpesienieHne IIIOKO3bI ¢ ucronbzopanueM IIMM-AW® u TIMM-Au’-1" mpoBoxuiu
nodtanmHo. Ha mepBoM oJTame K aHanu3upyemMoil mpobe  J00aBIsUIM  TIIIOKO300KCHAA3y
(Cron =3,8 mr/mu, pH 7, V = 50 wmki), nanee oOpasen HarpeBaid 10 MHUHYT NMpPH TeMIlepaType
37 °C. B pesynbrare 00pa3oBbIBajach IIIIOKOHOBAsl KUCIOTa U MEpOKcH Bojaopoaa. Ha Bropom
3Tare B paCTBOPBI JOOABISUIH XJIOPOBOAOPOIHYIO KUCIOTY (CHel = 1 monw/n, V = 40 mki). 3atem
no6asystu pactBop Kl (Cki = 0,5 %, V = 60 mki1) u goBOAMIM 00BEMbI pacTBOPOB a0 500 MK
JTUCTHUILUTUPOBAHHOM BOJIOM/ TOBOIMIN 00BEMBI pacTBOPOB 10 SOOMKI JUCTHILTHPOBAHHOM BOION
¥ omyckanu Tmactuasl [IMM-AUY/ TIMM-Au’-1~ cootetcTBeHHO. Jlanee mepemMemmBany odpasma
30 munyT. [lamee TUTACTHHBI BBIHUMAIM W3 pAcTBOPOB W BBICYIIMBAIM C  IOMOUIBIO
¢bunpTpoBanbHON  Oymaru. M3mepsnaum  ONTHYECKYIO IUIOTHOCTh  TOJMYYEHHBIX  TUIACTUH
CeKTpOhOTOMETPUUECKH.

Pe3yabTaTsl

Ha pucynke 1 npencraBieHbl CIIEKTPHI MMOTJIOLICHUS
nonyyeHHblx  HY  3omora B IIMM  pasHeiMuM
BOCCTAHOBUTEJISIMU (6oporuapuoMm HaTpus
1 acKOpOMHOBOHM KkucioToW). M3 crnekTpoB BUAHO, HTO
MakCMMyM TIIOIJIOIIEHMs] Ha JUIMHE BOJIHBI 535 HM IIpu
Boccranopiennn AU** B TIMM GoporuapumoM HaTpus
COOTBETCTBYET  C(EpHUECKMM HAHOYACTHLAM  30J0Ta
pasmepom 60uM. Crextpol normomenus HU Au B [IMM,

o Puc. 1. Cnexmpul noenowenus TIMM-AUC,
MOJTy4€HHbIE BOCCTAHOBJICHHEM PAaCTBOPOM aCKOPOMHOBOI nonyuennvie soccmarosienuen (1) NaBH
KHUCIIOTBI, UMEIOT MaKCUMYM IIpH 580 HM, 4TO 00YCIIOBJIEHO (2) ackop6unosoii Kuciomoi
dopmupoBanuem ryouatoii crpykrypst HY [5].

OmpeneneHne TIIOKO3bI OBLIO OCHOBAaHO Ha €€ peakluu C IIoKo300kcuaa3on (Puc. 2),
MPOAYKTOM pEaKLMU SBISETCS TEPOKCHI BOAOPOJAA, KOTOphI B3aumojeiicteyer ¢ HY Au
B IIPUCYTCTBUU MOAMJ HOHOB, 0OaBIEHHBIX B pacTBOp (BapuaHT 1), WM UMMOOMIM30BaHHBIX
B [IMM-AUC (BapuanT 2).
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Puc. 2. Cnexmpuor noznowenus IIMM-AU® 0o u nocre konmaxma c pacmeopamu 2nioxko3st. 1 — 0o Konmaxma,
2 — 0 mmonv/n, 3 — 0,1 mmonws/n, 4 — 0,2 mmonwv/n, 5 — 0,4 mmonwv/n, 6 — 0,6 Mmons/n

Ha pucynke 2 npeacTasiieHsl crekTphl norsomenus IIMM-AU® u [IMM-AW’-1" 1o u mocne
KOHTAaKTa C pPacTBOpaMH IJIIOKO3bl. HTEHCHUBHOCTh KpacHO-(HUOJIETOBONH OKpPacKH IUIACTHH
[IMM-AUW/TIMM-AW-I"  yMeHpmmamach ¢ yBelTMYEHHEM  KOHIEHTPAIMM  TJIIOKO3Hl B
aHAJM3UPYEMOM pacTBOpe, 4YTO COOTBETCTBYeT YyMeHblIeHHIO chepuueckux HY AU u
COINPOBOXAAETCS YMEHBIIEHUEM IMOIJIOLIEHUSI Ha JUIMHE BOJHBIL 535 HM U yBEIUYEHHEM
MIOTJIOIIEHUS Ha JAJIMHE BOJIHBI COOTBETCTBYIOLIECH TPUHOANU]] HOHY.

3akioueHue

bbul 1mpemsIoKeH IPOCTOM, HETPYHOEMKMA M OKCIPECCHBIM CHHTE3 HAHOYACTHUI] 30J10Ta B
MOJIMMETaKPUIAaTHOM Matpure N Situ pasiuYHBIME  BOCCTAHOBHTEISAMH. JIJIs KOJIOPUMETPHYECKOTO
OTIpEIETICHHS TITFOKO3BI TTTFOKO300KCH/Ia3HEIM METOIOM OBLTH Hcrionb3oBans! [IMM-AU® u TIMM-AUC-I.
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Synthesis of a composite material based on polyvinyl alcohol
and sodium alginate for use in 3D bioprinting
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Abstract. The study is devoted to the production of composite materials based on polyvinyl alcohol
and sodium alginate with different ratios of components. The printability of these materials was
assessed using a 3D bioprinter.

Key words: polyvinyl alcohol, sodium alginate, 3D printing.

BBenenne

[lomumepHble  MaTepwaiabl HANUIM  [IMPOKOE NPUMEHEHHEe B  OHOMEIUIIUHCKOM
MaTepuaioBEeICHUH, OOHOM W3 Pa3sHOBUAHOCTBIO JAHHBIX MAaTEPHANIOB SIBISIOTCS THIPOTENH,
KOTOpbIE MOTYT UMUTHPOBaTh MSTKHE TKaHU, YTO OOBSCHICTCS BBICOKMM CoJep)kaHreM Boabl [1].
lMunporenu npeacTaBisioT cOO0M TPEXMEPHBIE CETH CIIUTHIX THAPOMUIBHBIX TOTUMEPOB, KOTOPHIE
CTIIOCOOHBI 00ECTIEUYNTh CHHTETUYECKUN BHEKJICTOYHBIN MAaTPUKC JUTS TIOJJICPIKKU KJIETOK BO BPeMs
mpolecca H3rOTOBJICHUST TKaHEBBIX KapkacoB. [lo Tumy CBIppS THUIPOTENd MOTYT OBIThH
CHHTCTUYCCKUMH U MPUPOAHBIMU [2]. OnHUM 13 HanboJee UCIOIb3yeMbIX IPUPOIHBIX OJTUMEPOB,
KOTOPBIN UCIIONB3YETCS B TKAHEBOW MH)KEHEPUH, SIBJIIETCS aJIbTUHAT HATPHUSL.

AJBrUHAT HaTPUSI MOKET OBITH CIIPOEKTUPOBAH U U3TOTOBIIEH ISl TOJACPKKH Mpoudepalui,
Murpauuu U aAuddepeHunpoBKH KIETOK, oOecledeHus JOoCTyna KUCJIOpoJa U TPaHCIOPT
MUTATEJIbHBIX BEIIECTB U 00ECIEUMBAIOT KJIETKaM TPEXMEPHYIO BBICOKOTHIPATUPOBAHHYIO CpErdy,
UMHUTHUPYIOIIYI0 HaTHBHBbIC MsArkue TKaHu [3]. biaromaps cBoeit OMOCOBMECTHMOCTH M YIOOHOMY
MpoIiecCy Teyieo0pa3oBaHus, aIbITMHAT HATPUS MBITAIMCH UCIIOIB30BaTh B 3D-0noneyaT, a MUMEHHO
M3TOTOBJIEHUIO XPSALIEBBIX KapkacoB. OQHAaKO HU3Kas MPOYHOCTH JaHHOTO MaTepHhalla CyleCTBEHHO
OTpaHMYMBAET €ro JajbHeillee KIMHUYECKOe NMpPUMEHEHHE B KadecTBe KapkacoB. HeobOxommmas
IPOYHOCTh TKAaHEH CO3/1aeT HEOOXOJUMOCTh CO3/IaHUSl MaTepualla, CIOCOOHBIX JIOCTUTaTh
AQHAJIOTUYHOW MEXaHUYECKOW MPOYHOCTH [4].

Pemienrem maHHOM MpoOJieMbl SIBISETCS HCIONB30BaHUE J100aBOK JPYrHX OHOCOBMECTHUMBIX
MOJMMEPOB, TAaKWX KaKk MOJMBUHWIOBBIA  crupT. [loNMMBUHMIIOBBIM — CHIMPT-BOIOPACTBOPHMBI
CHHTETUYECKUM TOJIMMeEp, KOTOpBIM 00iamaeT xopoliedl runpoduiIbHOCTBI0, OMOCOBMECTUMOCTBIO U
MPOYHOCThIO. Bymyun OHomomMmepoM, MOJMBUHWIOBBIMA CHHMPT TaKkKe HM3BECTEH CBOMM CBOWCTBOM
(HU3MYECKOl CIIMBKU ITyTEM MHOTOKPATHOTO 3aMOPAKUBAHKS U OTTauBaHHs 0e3 100aBIeHNS KaKHX-JTHO00
TOKCHYHBIX CIIMBAIOIIMX areHTOB, YTO MOJXOMHT JUIS M3TOTOBJICHHS THIPOTEIECBBIX MMILIAHTATOB [5].
Takum 006pa3zoB UCMONIL30BAaHKE TAHHBIX MATEPUAIIOB ITO3BOJIUT MOIYYUThH YCTOMYHMBBIN OTMMEPHBIHA T'elb
C ONTUMAJTLHBIMU MEXaHWYECKUMHU CBOMCTBAMH, ISl MCTIONb30BaHus B 3D-0uoneyaty.

Lenbto maHHO# pabOTHI ABJISETCS MOTYUEHHUE KOMITO3UIIMOHHOTO MaTepHraja Ha OCHOBE Tejel
MOJINBUHUJIOBOTO CIIMPTA M aJIbTMHATA HATPUS C Pa3IMYHbIM COOTHOIIIEHNEM KOMIIOHEHTOB, a TaKXKe
OLIEHKa MeyaTyeMOCTH ¢ Hcrosb3oBanue 3D-0nonpunrepa.
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JKCNEePUMEHTAIbHAN YaCTh

PactBops! anmbruHara Hatpus (2 macc. %) u momuBuHWIOBOro cnmpta (13 macc. %) Obutn
IIPUTOTOBJIEHBI IIyTEM PACTBOPEHUS MOPOILIKOBBIX MAaT€pUaOB B TUCTHJIMPOBAHHOW BOJAE IpuU
20°C pns amerunata Hatpus ¥ 90 °C g MOJMMBUHUIOBOTO CHUPTA MPU MOCTOSHHOM
nepeMeIMBaHiy B TedeHue 3 4acoB. [1o ucreuennio BpeMeHH NpoBeIeHHs CHHTE3a, pACTBOPHI ObLIH
CMeIllaHbl B MaCCOBOM COOTHOIIIEHUH yKa3aHHBIX B Tabnuie 1. [Tocie yero ganHbie pactBopa ObLIN
3arpy’keHbl B CrienualibHbIN mmpui ais 3D-6uonpunTepa.

Tabnuya 1
Cocmag KOMROZUYUOHHBIX MAMEPUATO8 HA OCHO8E NOTUBUHULO8020 CRUPIMA U ANIbeUHATNA HAMPUSL
Obpasen 1 2 4
Cogepxanne 13% pactBopa [IBC B ucxonHoit cmecu, macc. % 75 50 25
Cogepxanue 2% pactBopa AH B ucxogHolt cmecu, macc. % 25 50 75

CO3,I[aHI/IC 3D MOZCIM M €€ IOocCJICAyrlasd I1nedaTb IMIIPOU3BOAWIIACH C HCIIOJIB30BAHUCM

CIeUaIbHOM mporpaMmbl (puc. 1) Ha 0a3e OMONpPUHTEpPAa W HEMOCPEACTBEHHO CaMoro mnpubopa
Regemat3D REGALIFE.
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Pe3yabTaThl

Kak nokazaHo Ha puc. 2, myTeM CpaBHEHMsI Hall€YaTaHHBIX CETYATHIX MATEpUaJIOB, BIUSHUE
COCTaBa MOJKHO pa3IU4YUTh OTYETIMBO. [MIApOrenu AeMOHCTPUPYIOT pAa3IMYHYI0 TOYHOCTh
(bopMOBaHUSs, OTYETIMBO ITO BUTHO I10 HETOUHBIM U Pa3MBITHIM cTpyKTypaM. Cy1is o ¢pororpadusm
MOBEPXHOCTH  HaleyaTaHHBIX  MaTepuajioB, KOMIIO3MIMOHHBI MaTepuag ¢  COCTaBOM
AH (75)/TIBC (25) moka3siBaet xopouiee kauecTBo hopMoBku. OJIHA P NOBBIIICHUH COJICPIKAHHS
[IBC cTpykTypHasi TOYHOCTh KapKaca CHUKAETCS, TOPUCTas CTPYKTypa KapKacoB C KBAJIPaTHOU
CETKOM MEHSETCsl Ha KpYIiyto, 1100 BooOIie ucueszaeT. To ecTb MOKHO HAOMI0JaTh 3aBUCUMOCTh
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MEX/Ty Ka4eCTBOM ()OPMOBAHMSI U COCTAaBOM ruaporens. OCHOBHAs IPUYHUHA 3TOTO SIBJIICHUS CBsI3aHA
c Oosee Bbicokoi TekydecThio IIBC. TloBpimaeTcss TeKkydecTh AAaHHBIX MaTEPUATIOB, YTO IO
JCHCTBUEM CHJIBI TSKECTH YXYAIIAET Ka4yecTBO (DOPMOBKH, MOATOMY C YBEIHUCHUEM COJCPIKAHUS
[IBC cHmxkaeTcs medyaTHas CHOCOOHOCTh cMeceil. Takum oOpa3oM MOMKHO cJieiaTh BBIBOJ, YTO
nob6aska [IBC MOXeT ylydlIUTh MEXaHUYECKUE CBOMCTBA, HO 3TO CHU3UT TOYHOCTH (POPMOBAHUS
HaleyaTaHHOT'O KapKaca.

34

Puc. 2. Haneuamannvie obpa3sysi u3 komnosuyuounwvix mamepuanos [IBC/AH: A)75/25; 5)50/50; B)25/75

3aki0uenne

bbul cuHTE3MpOBaH KOMIIO3MLIMOHHBIM Marepuan Ha ocHoBe 13 macc. % pactBopa
MOJIUBUHWIIOBOTO CIIUpTa U 2 Macc. % pacTBopa alblrMHATa HATPUs, B pa3HbIX COOTHOIIEHUSX. bpina
IpOBEJIeHa OlLleHKa ()OPMOBAHMS MaTepHalioB, ¢ Ucnoib30oBaHueM 3D-OuonpunTepa. YcraHoBieHa
3aBUCUMOCTh MEXIY CTPYKTYypOW HameuaTaHHbIX MaTepHalOB M €ro COCTaBOM, TakUM 00Opa3oM
YBEJIMUEHHE COJIePKaHUS TTOJIMBUHUIOBOTO CITUPTA CHOCOOCTBYET YXYALIEHUIO cBOWCTB 3D-neuaty.
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IMonyyenne KOMNO3UIMH HA OCHOBE MOJTUMOJIOYHON KHCJIOTHI CO CHHKEHHBIM
BJIATOIIOTJIOLIIEHHEM
A.C. bamkosa, B.B. borBun
Hayunsiit pykoBogutens: k.X.H B.B. borBun
HannoHaneHbI ucciieqoBaTenbCKU TOMCKHM IOCYJapCTBEHHBIN YHUBEPCUTET,
Poccus, r. Tomck, nip. Jlenuna, 36, 634050
E-mail: abaskova426@gmail.com

Obtaining of polylactic acid-based composite with reduced moisture adsorption
A.S. Bashkova, V.V Botvin
Scientific Supervisor: Ph.D. V.V. Botvin
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: abaskova426@gmail.com

Abstract. This study devoted to the synthesis of compound of polylactic acid with reduced moisture
adsorption as a raw material for a production of various packaging materials. The composites were
obtained by extrusion. The study of the moisture adsorption of the samples shows that the used
hydrophobizer significantly reduces the likelihood of adsorption of atmospheric water by polylactic acid.
Key words: polylactic acid; hydrophobizer; moisture adsorption

Beenenue

B HacTosiiee Bpemsi BoIpoc 00 3KOJOTMYECKOM IMPHUPOIONOIb30BAaHUM CTAaHOBUTCS Oosee
MacmTaOHbIM. [IpH co31aHNM yITaKOBOYHBIX MaTEPHAIOB M OJTHOPA30BOM IMOCYAbI BAXKHO YUUTHIBATH
nporecchl ux OuopasnoxxeHus. buopasznaraemas npoAyKIUsl MHTEHCUBHO Pa3BUBAETCS B MOCIEIHUE
roJibl, 4TO ITO3BOJIIET pacCMaTpUBaTb €€ B KAaueCTBE 3aMEHHUTEICH W3JENINN, W3TOTOBJICHHBIX W3
IIPOAYKTOB IIepepabOTKU He(PTH, BpeMsl pa3iioKeHus: KoTopbix cocranisier oosee 100 net. ITosTomy,
Y4€HBIMH pa3palaThIBalOTCS U MOIUMUUMPYIOTCS HOBBIE MaTepHallbl, TaK Ha3bIBAEMbIE «IKO-
IUTaCTMAcChl», OTHOCSINMECS, TJaBHBIM 00pa3oM, K MpPEJICTaBUTENIAM Kiacca OuopasiaraeMbixX
MIOJINMEPOB, KOTOPbIE CIIOCOOHBI pa3pylaThCsl B MOYBE UM B BoJE. TakUM MaTepHalioM sBIISETCS
nonumonioyHas kuciora (IIMK). ITonumep mpencrtaBiseT coO0M T'MAPOJUTHYECKU pasiiaraeMbli
anudaTuyecKuil CIOXKHBIM MOAMAIPUP, TMOITYy4aeMblii U3 BO30OHOBIISIEMBIX HCTOYHHUKOB CBIPbS
MOJIUMEpHU3alel C PaCKPBITUEM IMKIA JIAKTUAA — IUKJINYECKOro Iu3(upa MOJOYHON KHCIOTHI
Cxopocts ruaponuza [IMK yBennuuBaetcst co BpeMEHEM, UTO CBSI3aHO C BBICOKOW PEaKIIMOHHOM
CIIOCOOHOCTHIO ero KOHIEBHIX rpym [ 1, 2]. B 3aBucumoctu ot coiicts IIMK (MonekynsipHast Macca,
XUPaJIbHOCTD U Jp.) BPEMS €0 pa3oKEHUs COCTaBIsIeTCs B CpeiHeM 1-2 roja, YTo MO3BOJISIETCS €T0
paccMaTpuBaTh €ro Kak Hanbosee NoIXOAALINi MaTepral s Co3JaHus OMopasaraeMblX U3/1eIui
pa3InuHOrOo HazHadeHus. B Toxke Bpems, Hanuuue B cocraBe [IMK monsipHeIX rpynn npuBOAMT K
ancopOLUK BOJBI HAa TOBEPXHOCTH MOJMMeEpa B mpolecce ero xpaHenus [3]. Brmaromornomenue
CTAaHOBUTCSI CEpPhE3HOM mpobiieMor mpu nanpHeime nepepadorke [IMK B koHeuHble u3aenws,
BIMSISI Ha €€ MEXaHWYeCKHe, PEeoJIOTMYEeCKHe U Jpyrue CBOWCTBA. B cBs3M ¢ 3THM, pa3paboTka
MIOAXOJOB K CHM)KCHHIO BJIATONOIJIONIEHUS SIBIIIETCSA BECbMa AKTYaJIbHOW JUIA  YJIy4YIIEHUs
nporeccoB nepepadbotku [IMK B 1ieneBsie uzaenus.

[lenbto paboThl sIBIIsSIETCA MCCIEAOBAHHWE BIMAHUS TUIPOHOOM3MpPYIOIIMX J100aBOK Ha
BJIArororjonieHne u (GU3NKo-MeXaHMUECKUe XapakTepucTki komnozunuit [IMK.

JKCIEePUMEHTAJIbHASA YaCTh

Komnoszumun [IMK ¢ BeiOpanHbIME ruapodoOu3aTopaMu — ManeuHoBbIM anruapua (MA),
SHTapHbINA aHTUApUA (SIA), TMOKCHA KPEMHHUS, OKCUJ KaJbLUs — MOJy4aJld METO/IOM IKCTPY3UH Ha
1ab0paTopHOM KOMIAyHJEpe € 5 30HHBIM HAarpeBOM, OCHAIlEHHOM BaHHOW C BO3IyLIHBIM

Poccus, Tomck, 2326 anpens 2024 1. Towm 2. Xumus



XXI MEXJIYHAPOIHA S KOH®EPEHIMA CTYJEHTOB, ACITMPAHTOB U MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHIAMEHTAJIBHBIX HAVK»

36

OXJAKICHUEM M TpaHynaTopoM. B kadecTBe ucXomHOro cwlppsi ucnosb3oBanu IIMK mapku
Revode 210 (Hisun, Kwuraii) co cpemHemaccoBoii MoneKymsipHoii maccoit mopsaka 150000.
[Ipu nostydeHr KOMITO3UIUHN UCTIOIB30BAIN CIIEYIOIINE TeMITepaTypbl Harpesa 30H: 160, 165, 165,
160 u 160 °C. Macca BHOcuMOro ruzpogoOuzaropa B 3aBUCUMOCTH OT €ro THNa (OKCHIbI WIH
aaruapusl) cocrapisiia 0,5, 1, 1,5 % u 1, 3, 5 % ot maccer HaBecku [IMK.

Brnaronoriomnienre KOMIO3ULIMKA HCCIENOBAIM IMYTEM TIOMELICHHs HaBECOK OOpas3IoB B
KIMMAaTUYEeCKyl0 KaMmepy, B KOTOpOW co3fanu atMocepy MOBBIIIEHHOW BIAXHOCTH, U
MOCIICAYIOIIEr0 U3MEPEHUss MacChl U COJAEpKaHMS B HHUX BOJbl I'PAaBUMETPUUECKUM METOAOM H
TUTpoBaHueM no Pumepy. I'paBuMeTpuUecKn copep)kaHue BJIard B 0Opaslie PacCUUTHIBAIHN IO
dhopmyie:

w=T27) g0,
(my —my)
I7le w - coAepaHue BJIard B o0paslle, B MPOIEHTaxX; Mo - Macca IMyCTOro cTakaHa, I'; mp - mMacca
BJIQKHOTO 00pa3iia co CTaKaHOM, T'; M2 - Macca CyXxoro oopasia co CTakaHOM, T.

Pe3yabTaTsl
JlaHHbBIE TPAaBUMETPUYECKOTO U3MEPEHUS MAcChl 00pa310B MpeCTaBlIeHbI B Taduue 1.

Tabnuya 1
Januvle paccuumantoeo codepoicanus érazu 6 oopasyax IIMK c 0obaskoii 2udpogodbusamopos
Ob6pa3zen w, %
1 Henens 2 Henensa 3 Hemens 4 nenensa 5 Henmensa
IIMK+MA (0,5 %) 0,80 0,82 0,86 0,90 0,95
IIMK+MA (1,0 %) 0,70 0,81 0,99 1,08 1,08
IIMK+MA (1,5 %) 0,26 0,31 0,36 0,41 0,42
IIMK+51A (0,5 %) 0,54 0,57 0,60 0,60 0,63
IIMK+51A (1,0 %) 0,61 0,64 0,70 0,72 0,77
IIMK+SA (1,5 %) 0,69 0,82 0,94 1,01 1,08
IIMK+CaO (1 %) 0,51 0,53 0,57 0,61 0,62
IIMK+CaO (3 %) 0,45 0,47 0,51 0,51 0,51
IIMK+CaO (5 %) 0,50 0,54 0,58 0,76 0,78
IIMK+SiO; (1 %) 0,72 0,76 0,90 0,96 1,00
IIMK+Si0; (3 %) 0,68 0,69 0,73 0,74 0,76
IIMK+SiO; (5 %) 1,17 1,19 1,31 1,33 1,36

Ha pucynke 1 npeacraBiena rpaguueckas 3aBucumocTtb kommnayHaos I[IMK ¢ BBenéHHbIMU
ruapodobuzatopamu. Ha ocHoBanum tabnmusl 1 ¥ pucyHka 1 MOXXKHO OTMETUTh, YTO B IEPBYIO
HeJIeI0 HaOII01aeTcs aKTUBHOE BJIAronorjoieHne, KOTOPOe 3aTeM 3aMeUIIeTCs U Iocie 5 Heslenu
BBIXOJIUT Ha HacklllleHne. HanMenbIlee Baaromnoriomnenne orMeueHo 1 cucreM € 1,5 % MA u 3 %
CaO B kawectBe ruapodobu3aropa. AHanM3 BiaromnorjouieHus HemoauduuupoBanuHoi [TMK
MOKa3ajl, 4TO Y)XK€ B MEPBYIO HENENI0 cojepkaHue Boiabl cocraBisier Ooznee 0,75 %. BBenenue
ONTUMAJILHOTO KOJMYECTBO I'MJIpodoOu3upytomen 100aBKy MO3BOJSET CHU3UTh BIAromnoriouieHue
uccnenyemort IIMK. Hcnonbs3zoBanHble TUapohoOU3aTOPBl MPEANONAraloT pa3iHyuHbIi MPUHIIMII
BJIAromnorjomeHus. Tak, OKCHJI KpeMHHS (HU3UYECKH  CBA3BIBACT  MOJIEKYJIbl  BOJBI.
I'unpodobusupytomiee neictBue okcuna kKaiabiuss, MA u SA mnpenmonaraer XUMHYECKOE
CBSI3bIBAHUE BOJIBI 33 CUET XUMHUECKHUX peakuil. Tak, OKCUA KaJbLUs PEBPALLAETCS B TUIPOKCH],
a MA u SIA tipu B3auMOJCHCTBUY C BOJIOW MEPEXOIAT B COOTBETCTBYIOMINE TUKAPOOHOBBIE KUCIIOTHI:
MaJIEMHOBYIO U SIHTAPHYIO KUCIIOTHI.
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Puc. 1. Bzaumoceszb meancoy maccosoil 0oel 2udpogobuzamopa u 61a2ono2noujeHuem oopasyos:
a) MA, xonyenmpayuu 0,5, 1,0 u 1,5 %; 6) AA, konyenmpayuu 0,5, 1,0 u 1,5 %, 6) Oxcuo karvyus, konyenmpayuu 1, 3 u
5 %, &) Okcuo kpemnus, konyenmpayuu 1, 3u'5 %, cunsis iunus (Menbuias KOHYeHmpayust 2uopoPodU3amopa); OPaH’cesas
JIUHUS (CPEOHSIsL KOHYEeHmMpayust 2uopodooduzamopa), 3enénas unus (60bluas KOHYeHmpayus 2uopogodbuzamopa)

3akioueHue

MeTo10M 3KCTPY3Ur OBUTH MOTYYCHBI KOMITO3UIIUU MOJIMMOJIOYHON KHCIIOTHI C Pa3IUIHBIM
COJIep’)KaHUEM OKCHJIOB KpemHHs, Kanblusia, MA u SIA, UCNONb30BaHHBIX B KayecTBe
ruapodo6usaropos. HccnenoBano Bmaromoriomenue kommnosunuii [IMK ¢ paznuyabiM
conepkanueM ruapododusupyomei n1o6aBku. I[lokasano, uyto BBemeHue B coctaB [IMK
ruIpoGoOU3NPyYIONUX JOOABOK MPUBOJAWT K YMEHBIICHUIO BJIATOTOIJIONICHUS 1O CPAaBHEHUIO C
guctoit [IMK, uTo OymeT oka3bIBaTh MOJIOXKUTEIHHOE BIUSHUE HA MOCIEAYIOUIYIO TepepaboTKy
MoJIMepa B TeJIeBbIe n3/ieus. HanMeHnsbIee BIaronorioneHne OblJI0o OTMEUYCHO JIJIsT KOMITO3HITHNA
[IMK, conepxamux 1,5 % MA u 3 % oxcuaa KanpLus.

Hccneoosanue gvinonneno npu  QunHaHcogou noooepiicke npozpammsl  «llepedosvie
undcenepuvie wikoavly, epanm Ne 075-15-2022-1152 (Illocmanoenenue Ne 619 om 8 anpens 2022 2.)
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MopnesupoBanue ruipoaecy1bQypu3anuy Ju3eJ1bHOI0 TOIUIMBA HA 0CHOBE KMHETHKH
NpeBpalleHusl Pa3TUYHBIX IPYIII CEPOCOIeP KALIUX COeJUHEHUH
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Modeling of diesel fuel hydrodesulfurization based on the kinetics of conversion of different
groups of sulfur-containing compounds and taking into account catalyst deactivation
N.V. Bessonova
Scientific Supervisor: Dr. S.I. Reshetnikov
Boreskov Institute of Catalysis, Russia, Novosibirsk, Lavrentiev str., 5, 630090
E-mail: bessonovanatalad2@gmail.com

Abstract. In the present study, based on the literature data on modeling approaches we have
developed a mathematical model of diesel fuel hydrodesulfurization process. This model takes into
account the kinetics of conversion of various groups of sulfur-containing compounds as well as the
catalyst deactivation. Based on this model we analyzed experimental data on changes in the
weighted average temperature in an industrial reactor. To perform an accurate modeling we
analyzed three different deactivation functions: exponential, linear and hyperbolic — and chose the
most suitable for further predicting the dynamics of catalyst deactivation.

Key words: modeling, diesel fuel, hydrodesulfurization, catalyst deactivation, deactivation function.

BBenenune

BBuny toro, uto B HacTosiee BpeMs Y)KECTOUMIIUCH 3KOJOTHYECKHE TPEOOBaHUS K COCTaBY
au3enbHbIX TorMB ([T), KoTopble mpennoaratoT MoJydeHue YIbTPaHU3KOCEPHUCTBIX MPOIYKTOB
C OCTaTOYHBIM cojiepkanreM cepbl Menee 10 ppm (EBpo-5), mpoBOAST THAPOOYHCTKY, OCHOBHOM
COCTABJISAIOLIEH KOTOPOH SIBJISIETCS MpOLECcC TMIpOoAecyIb(ypU3aiK: MPeBpalleHue COeTUHEHUN
Cepbl C IIENIbI0 YMEHBUIEHHsS HMX COAepKaHMs B HePTAHbIX ¢pakiusax. OmHako B mpoliecce
ruapoaecynsbypusaiun JIT BosuukaeT mpobiema, cBsizaHHas ¢ ae3aktuBarein Co-Mo/AlO3
KaTajgu3aTopa B pe3ysibTaTe OTJOKEHUN YIJIEepOACOAEpKAlUX COEIUHEHHH (KOKca) Ha €ro
NnoBepXHOCTU. [[nsg Toro 4roObl MOAAEPKHUBATh KATATUTHUYECKYIO AKTUBHOCTh, IO3BOJISIOIIYIO
o0ecneunTh ypoBeHb OcTaTOYHOM cepbl < 10 ppm, HeoOX0AMMO MOBHIIIATH TEMIIEPATYpPY Mpoliecca,
4TO, B CBOIO OYEPE]b, YBEINYMBAET CKOPOCTh AE3aKTUBALMU KaTalu3aropa. OTO U ONPEIENseT
aKTyaJIbHOCTb JAaHHOW TEMBI.

[TosToMy 1LienbIO JTAHHOTO MCCJENOBAaHUS SBJSIACh pa3paboTKa MaTeMaTH4ecKoi Mojaenu
nporecca ruApoAecyIbpypHu3aui TU3eIbHOTO0 TOIUIMBA, KOTOPask OCHOBBIBAETCS Ha pa3felieHUU
CepocoiepKallliX COEIMHEHUH Ha TPYMIbl B COOTBETCTBUU C MX PEAKIIMOHHON CIIOCOOHOCTBIO M
YUUTBHIBAET JIE3aKTUBAIIMIO KaTalM3aTopa B TEUEHHUE €ro mnpodera, YyTo MO3BOJUT MPOrHO3UPOBATH
pecypc paboThl KaTaJIn3aTopa B MIPOMBIIIUIEHHBIX YCIOBHUAX MPU U3MEHEHUH COCTaBa ChIPbS.

JKCNePpUMEHTAIbHAS YaCTh

st Bepudukanum pa3paboTaHHOW MOJIETH OBLIM HCIOJB30BaHbI MPOMBIIUICHHBIE JTaHHBIC
M3MEHEHHUS CPETHEB3BEIICHHON TeMIIepaTyphbl B peakTope. Y CIOBUS, MPU KOTOPBIX OBLT MPOBEACH
nporiece ruapoaecyabypusarmu T, npeacrasiens: B Tadauie 1 [1].
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Tabauya 1
Yenosusn pabomor npomviuiiennou ycmanosku cuopooecyavypusayuu JJT
[Mapametp 3HadyeHne
Hasnenue (P) 82 atm
Konnenrparust cepnl Ha Bxojie B peakTop (Cs naq) 5466 ppm
Komnnenrparust cepsl Ha Bbixojie u3 peaktopa (Cs xon) 8 ppm
OGbemMHast CKOPOCTh Tomaun chipbst (LHSV) 1yt
CooTHolIeHHe BoA0poa K chipbio (H2/0il) 700 Hm3/m3

Pe3yabTarsl

W3BecTHO, YTO KWMHETHKA Mpolecca TUAPOJECYNb(PyprU3aluu pPEaTbHBIX MPOMBIIUICHHBIX
BUJIOB CBIPbsI BECbMA CJIO’KHA BBHJY Pa3IMyMsl CKOPOCTEH MpeBpallieHHs] pa3HOOOpa3HbIX KIIACCOB
cepocoJiepKamx coeauHeHuid. [lodToMy Ha OCHOBaHWM PEAKIMOHHOW CIIOCOOHOCTH OBLIO
BBIJICJIEHO JIBE TPYIIBl CEPOCOAEPIKALINX COECTUHEHUM: Se — JIETKO NpeBpallaeMble COCIUHEHUs
(MepkanTanel, THO(MEHB, OeH30THO(EHBI); Sr — TPYAHO TpEBpallaeMble COCTUHECHUS
(nubensotroden u ero mpousBoaHbie). Ha pucyHke 1 mpencraBieHa IUHAMHKA H3MEHEHHS
COZICpIKaHUs TPYIIN CEPHUCTBIX COCAMHEHUH B X0ze ruapoaecyibypusanuu AT [2].

ITpeBpamenHne cepbl

Se
94 100
76 %
BT %
s 44 i :
S A
480 210

20 950 8
ppm ckipse  ppm ppm ppm

Puc. 1. Pacnpedenenue cepvl 6 npodykmax 2uopooecyibpypuszayuu

CornacHo mpencTaBIeHHOW AMarpamme, JOJsl CEpOCONEPKAIIUX COSIUHEHHN Se-TPYIIBI B
ChIpbe MpHOIMXKaercs K 56 %, HO 0 Mepe CHUXKEHUs O0IIEero KOJIMYECTBA CEphl B MPOAYKTaX OIS
Se-TpyMITBI TaK)KE YMEHBINAETCS, U, B KOHEYHOM HMTOTE, MPEACTABUTENN 3TOH TPYIIBI TOJTHOCTHIO
OTCYTCTBYIOT B NIPOAYKTax C coxaepkaHueM cepbl < 10 ppm. IloaToMy MMEHHO mnpeBpaleHue
mubenzotrnodena (JIBT) u ero mpou3BogHBIX OyAeT ONMpeneNsiTh OCTATOYHBI YPOBEHb CEPhI B
MIPOLYKTAX THIPOOUYUCTKH JU3EIBHOTO TOILINBA.

Hamu Opima paspaboTaHa KWUHETHYECKas MOJENTb, B KOTOPOWM BCE CEPOCOJAEpIKAIINE
COeIMHEHUs ObUTM OOBEIUHEHBI B JIBE TPYIIIBI COITIACHO MX PEAKIMOHHOM CIIOCOOHOCTU: HUXKE U
Beime JIBT. [lns omucaHus MCHOJIB30BAIMCH CTENEHHbIE KHHETHYEeCKHE (YHKIIMU THUIIA
XoyreHa-BarcoHa.

Jlunamuka usMeHeHus ooOmeit ckopoctu (Rs) mpespamienus cepbl (Cs) omnmchiBaiach
CKOPOCTBIO €€ MpEeBpallleHHus] Ha cBekeM Kartanmzatope (rs) u ¢yHkuwmeir a(t), yduTbiBarorieit
M3MEHEHNE aKTUBHOCTH KaTajlu3aTopa B TeUEeHue ero npoodera t:

Rs(Cs,T) = 15(Cs, T) - a(t)

beuio mpoBeneHo wuccnenoBanue BiausHUA Buaa ¢GyHkiuuu a(f) — SKCMOHEHIMATBHOM,
JTMHEHHOH M runepOonmyeckoit [3], Momenupyromel AMHAMUKY Je3aKTUBAIMU Katanu3aTopa. Bun
(GyHKIIMM TOI0MPAJICsl HA OCHOBE OINMCAHUS SKCIIEPUMEHTANBHBIX JaHHBIX (puc. 2a). Tak, moixy4us
HKCHEPUMEHTAIbHYI0 KPUBYIO CHUKEHHS aKTUBHOCTM KaTajlu3aropa B TEYEHHE ero mnpodera
(puc. 2a), MBI CPaBHWJIM TPOTHO3 JWHAMUKY JI€3aKTHBALUK Katanu3aTopa (puc. 20), MONTydeHHBIN
IIPU UCTIOJIb30BAaHUM TPEX MCCIETyEeMbIX (YHKIINH.

CornacHo pucyHKy 20 TIpH OJMHAKOBHIX 3HAYCHHUSX IapaMETPOB IpOIEecca JUHAMHKY
CHIDKEHHSI aKTUBHOCTH KaTaJIU3aTOpa MPU JJOCTATOUYHO BBICOKOI CKOPOCTH Jie3aKTHUBAIMK Hanboee
TOYHO OIKCHIBAET JUHEHHAst PYHKIINS, a IPU HU3KOU — runepOondyeckasl 3aBUCUMOCTb.
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Puc. 2. Dxcnepumenmanvras Kpueas CHUMICEHUsE AKMUGHOCU KAMAIU3AmMopa (a); 3a6Ucumocms 0CMamoyHou
axmuenocmu kamaauzamopa om e2o npooteza a(t) ons paznuunvix pynxyuil dezaxmusayuu (6)

B xauectBe (yHKIMHM, Hanbojee TOYHO, B JAHHOM CiIydae, MOJCIUPYIOUICH JAWHAMHKY
Jie3aKTHBALMM KaTalu3aTopa B TeUEHHE ero npodera, BblOpaHa SKCIOHEHIMAIbHAS 3aBUCUMOCTb.

a(t) = exp(—kqt)
Tak, Ha OCHOBaHMM SKCIOHEHIMAJbHOM (QYHKUMU JAE3aKTHBALUU ObUIO IPOBEIEHO
MOJICIIMPOBAaHNE TUHAMUKH CHIDKEHHS aKTHBHOCTH KaTtanm3atopa (puc. 3) 0e3 ydera BIMSHHUSA

temmnepatypsl a(t) u ¢ ee yuerom a(t,T):
t

: Eq
a(t,T) =a"-exp <— ; ky-exp (— ﬁ) dt)

[To pucyHKy 3 MOXXHO 3aMETHTh, 4TO (DyHKIIMS, yUnuThIBatoImas BiusiHue temreparyps a(t,T),
MI03BOJISIET HAauboJIee TOUHO OMKMCATh MPOMBIIUIEHHBIE JaHHBIE U, CI€J0BaTeIbHO, O0Iee KOPPEKTHO
OCYLIECTBJIATH IPOrHO3 JUHAMUKY CHI)KEHUSI aKTUBHOCTH KaTajau3aTopa B TE€YEHUE ero npooera.

1,0 e%
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Puc. 3. lunamuxa chudicenust akmusnocmu kamanuzamopa 6e3 yuema eausnus memnepamypst a(t) u ¢ yuemom a(t,T)

3akirouenue

B pesynbrare mpoBeqeHHOTO HcCCieloBaHUS ObUla pazpaboTaHa MaTeMaThyeckas MOJEhb
mporecca Tuapoaecyiabhypuzanmuu auzensHoro tormBa  (T), y4yuThIBaromas HW3MEHCHHE
KOHIIEHTPAILlUU Cepbl B CHIPhE U JUHAMHKY JI€3aKTHUBAIlMU KaTaimu3aTtopa. Mojenb MOXeT OBITh
WCIIOJIb30BaHA JUISl MPOTHO3a CPOKa CIY>KOBI KaTalM3aTopa B IMPOMBIIUICHHBIX YCIOBUSAX IIPH
noiydennn JIT, cooTBeTcTBYMOMIErO cTanaapty EBpo-5 (ocrarounoe comeprxanue cepsl < 10 ppm).

Paboma evinonnena npu ¢unancosoii noooepocke PH® 6 pamkax npoexma Ne 23-19-00214.
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HccnenoBanmne adcopOIMOHHON 1 1ecOPOIIMOHHOIT criocooHOCTH 6amMOyc[6]ypuiia
110 OTHOLLIEHHUIO K BOJIe
E.A. bedyc, A.H. I'ycasikos
Hayunsrii pykoBoauTens: npodeccop, 1.X.H. A.A. bakubaes
HannonanbeHbIM uccienoBaTenbCckuii TOMCKUI rocy1apCTBEHHBIM YHUBEPCUTET,
Poccus, r. Tomck, nip. JIeanna, 36, 634050
E-mail: ekaterina.befus@mail.ru

Investigation of water absorption and water desorption by bambus[6]uril
E.A. Befus, A.N. Guslyakov
Scientific Supervisor: Prof., Dr. A.A. Bakibaev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: ekaterina.befus@mail.ru

Abstract. In the present study, we investigated the absorption and desorption of water by
bambus[6]uril (Bu[6]). According to kinetic experiments, the absorption capacity of Bu[6] is 4 moles
water per 1 mole of Bu[6] with the absorption duration of 20 minutes and the complete desorption
duration of 100 minutes. The obtained rate constants are in agreement with theoretical calculations
using the DFT method. A hypothetical structure of bambus[6]uril tetrahydrate (Bu[6]-4H>0) has
been proposed based on the experimental and DFT data.

Key words: bambus[6]uril; water absorption; DFT calculations; water desorption; aqua complex

BBenenne

C HemaBHMX TIOp BHUMAaHWE HAyYHBIX HCCIIEJOBAaTENCH OOpaTWIOCH B  CTOPOHY
MaKpOIMKIMYECKUX COCTUHEHHUI, KOTOpble CHOCOOHBI IepeMellaTh pa3iHYHble XUMUYECKUE
BeriecTBa 0e3 00pa3oBaHMs BJICHTHBIX CBs3el. OHM MOTYT UCTIOJIB30BATHCS B PA3IMYHBIX 00JIACTSIX
HayKH, Kak B MEJUIIMHE B Ka4eCTBE TPAHCIIOPTUPOBOYHBIX CPEJICTB JICKAPCTBEHHBIX MpENapaTroB
gyepe3 MeMOpaHbl, TaK U B Ka4eCTBE aOCOPOCHTOB TOKCHYHBIX COCAMHEHUH JJISi OYMCTKU BOJIBI MU
LEJIBIX YKOCHUCTEM.

OmHuM M3 TakKWX KJIAacCOB COCIMHEHHM SIBISIOTCS OaMOycypuibl, OTKpbIThie B 2010 T.
gerrckuMu yaéueiMu [1]. Oum coctosat u3 2,4-N,N‘-au3aMeiméHHbIX TIMKOTYPHUIBHBIX €IMHHUII,
COEIUHEHHBIX METHJIEHOBBIMU MOCTHKaMu. bamOycypuibl crocoOHbl abcopOMpoBaThH aHUOHBI U
Boay [2-5] mo mnpuHimMmy xo3suHa rocts [6, 7]. Takum cmocoboM OHH  00pasyrT
CYIPaMOJIEKYJISPHbIE KOMIUICKCHI.

Jlna ucnonp3oBaHusl 6amMOycypuiia B KaueCcTBE KaBUTaHAA Ba)KHO 3HATh, KAKOE KOJIHMYECTBO
BOJIBI OH CIIOCOOEH BKJIIOYATh B CBOIO TOJIOCTH, NMPH KAaKUX YCIOBHSX ATOT MPOIECC MPOTEKAET U
KaKoe BpeMsl MPOIIECCHI MOTJIOMICHUS U BEICBOOOKICHUS 3aHUMAIOT.

Takum o00pa3om, 1enb JaHHOW pPaOOTHI COCTOsUIa B HCCJEAOBAHMH a0COPOLMOHHON W
JeCOpOIIMOHHON CcrocoOHOCTH OamOyc[6]ypuia 1Mo OTHOLICHHIO K BOJAC W B ONPEACICHUU
KHHETHYECKUX 3aKOHOMEPHOCTEH 3THUX MPOIIECCOB.

JKCNEepUMEHTAIbHASA YaCTh

Jlns onipenenenust abcopOILMOHHON U AeCOPOIIMOHHOI EMKOCTH UCTIONIB30BAJICS TPABUMETPUIECKUI
METOJl, KOTOpBIM oOcCymiecTBsica BecaMd Mak-bena-bakpa (puc.l). Beicymennsii  oOpasert
6amOyc[6]ypHia moMeniany B KBapLEBYIO Yallly, KOTOpYIO oMeliany B peaktop Mak-bena-bakpa.
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Wccnegyemo
e BellecTBo

KoHTpo:iep MaccoBoro
pacxoaa |
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KanaeorGoiinnk
Peakrop
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aproHa

Are
e

—
MoTok cyxoro
aproHa

Puc. 1. Yemanoska secos Mak-bena-bakpa

Kareromerp B-630
Kontpoaiep Maccosoro
pacxoza 2

IIpu moToke BIAXXHOTO aproHa M IOCTOSHHOW TemIeparype 3acekaiu Bpems. M3meHenue
IIOJIOKEHMSI 00pa3lia B peaKTope OTCIIEKHUBAIIU € IOMOLIbIO KaTeToMeTpa. C MOMOIIBIO U3MEHEHHUS
MO3UIIMU PACCUNTHIBAIM U3MEHEHHE Macchl 00pa3la U, clieIoBaTeIbHO, MacCy MOTJIOMIEHHONW BOJIBI.

ITocne nOCTHKEHUsST MaKCHMalIbHOM aOcopOImu BOAbI 0OpasoM, MOTOK BIXKHOTO aproHa
HEPEKITFOYaIN Ha TOTOK CyXOro aproHa. 3aceKkaiay BpeMs 0 COCTOSIHUS IIOJTHOTO BHICBOOOXKICHUS BOIbI.

PesyabraTsl
Bbim mocTpoeHs! KpuBbIe a0copOImK 1 ecopOImm 6amOyc[6]ypuia o OTHOIIICHHIO K Bojie (pHC. 2).
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Puc. 2. Jlesas uacmo: Kunemuueckas kpusas abcopbyuu napos 600wl a (2 (H.0)/2 (BUf6])), kpusas abcopbyuu napos
600b1 6 MonbHOM coomuowenuu n (H,0)/n (Bu[6]) (ckopocms nodauu 2aza abcopoyuu 30 1y™?).
Ipasas wacme: Kunemuueckas kpusas decopbyuu 800wl a (e (H20)/z (Buf6])), kpusas decopdyuu 60061 8 MOILHOM
coomnowenuu n (HO)/n (Bu[6]) (ckopocms nodauu 2aza decopbyuu 10 1-u™?)

Paccuntanu KOHCTaHTBI CKOPOCTH a0COPOLIMOHHOTO U AECOPOLIMOHHOIO MPOLIECCOB, KOTOPHIE

coctaBisioT Kaps = 0,0166 min™ u Kges = 0,0221 mint. MakcumaapHOE KOJHYECTBO MOTIOMICHHOM
BOJIBI OJIHOM MoJekyioir 6amOyc[6]ypuna cocraBimseT 4 Moekyibl BoAbl. Tpebyemoe Bpems Ha
MakcUMaJbHOE TOTJolIeHre cocTtaBisger 20 MUHYT, NpU OTOM TOJIOBUHA MAaKCHUMAlIbHOTO
KOJIM4YECTBa IMOIJIOIIEHHOM BOJbI abcopOupyeTcsi B MepBble JBE MHUHYTHL. TpeOyeMoe Bpems ais
MOJIHOTO BBICBOOOXKACHHUS MOTIIOMIEHHON BOBI cocTanisieT 100 MUHYT.

Meronom DFT nokazanu pacnosioskeHrue 4eThIpEX aTOMOB BOJIBI B ToJiocTr 6amOyc|[6|yprina (puc. 3).
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Puc. 3. Cmpyxmypa mempacuopama Bu/6]-4H,0 npu ucnonvszosanuu memooa DFT. Amomwr 600opoda He nokazarul

3akiiloueHue

beutn ucciaemoBaHbl aOCOPOIMOHHBIC U JIeCOPOIMOHHBIC criocoOHOCTH GamOyc[6]ypuia mo
OTHOIIEHHIO K Boje. Omnpeaenuan KHUHETHYECKHE MMapaMeTpbl NMPH KOMHATHON TeMmIeparype.
KoHcTaHTa CKOpOCTH aGCOpOIMH BOJIBI IPH CKOPOCTH TOIA4H BIAXKHOTo aprona 30 -4 cocraBnser
Kas = 0,0166 mint. Makcumansnas ab6cop6ims cocraBmsier a = 0,07 1(H20)/r(BU[6]) mmu
n = 4 moab(H20)/mMons(BU[6]). KoncTanta ckopocTd aecopOIMH BOJBI MPH CKOPOCTH IOAAYH
cyxoro aprona 10 m-u ! cocrasnser Kges = 0,0221 min™,
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Ionyyenne u ucciaenoBanue Gu3nKo-MaTEMATHYECKUX CBOICTB
KOMIIO3MIIMOHHBIX MATEPHAJIOB HA OCHOBE XUTO3aHa U ocPhaToB KaIbUUS
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Obtaining and studying the physical and mathematical properties
of composite materials based on chitosan and calcium phosphates
V.A. Bill, S.D. Titova, D.N. Lytkina
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Abstract. As a result of the study, materials based on brushite and hydroxyapatite with a chitosan
content of 0.05, 0.2 and 0.4 mass percent were obtained. The following methods were used to study
the properties of the obtained materials: IR spectroscopy, SEM, XRD.

Key words: brushite, hydroxyapatite, chitosan, morphology, phase composition.

BBenenne

Jnst co3maHus MMIUJIAHTOB YacTO HUCHONB3YIOT OMOKOMITO3UTHI, KOTOPBIE TOJDKHBI OBITH
OMOCOBMECTUMBIMU U 001aJaTh OMOJIOTMYECKOW aKTUBHOCTBIO. DTO BaXXHO Ul TOTO, YTOOBI
MaTepualbl OB YCTOHYHMBBI K OMOJIOTUYECKUM TIPOLIECCaM B OpraHM3Me, a TaK)Ke HE BBI3BIBAIN
HEraTUBHBIX pEaKUUid CO CTOPOHBI HMMMYHHOM cuctemsbl. [l co3gaHus OMOKOMIIO3UTOB
IPUMEHSIOTCS MOJUMEpPbl M pasziauuHble (ocdaThl Kanblus. boiblioe BHUMaHME YAeIsAeTCS
MarepuaiaM Ha OCHOBE T'HJpOKCHAaIaTuTa, OpymuTa u xuro3ana [1]. [uapokcuanatuT OTIMYEH TEM,
4T0 O00JIaflaeT CXOAHBIM COCTaBOM M CTPOEHHEM C KOMIIOHEHTaMHM KOCTHBIX TKaHEH, 4TO
00ycCIaBIMBaET €0 MIMPOKOE MPUMEHEHHE B OPTONIEINU M TPABMATOJIOTUU. BpymuT, Kak Marepuan
C BBICOKOH OMOCOBMECTHUMOCTBIO, AKTUBHO MCIIOJIb3YETCSI B CTOMATOJIOTUU. XUTO3aH, IPOU3BOIHOE
XUTHHA, XOPOUIO HM3Yy4E€H C LEJIbI0 pa3pabOTKU pa3IuyHbIX OHMoMarepuanoB, T.K. 00jamgaeT
YHUKaQJIbHBIMU ~ OMONOrMYecKUMH  cBocTBamMM. K cBOHCTBaM  XHTO3aHa OTHOCST  €ro
OaKTePUIMIHYI0, PAHO3AXHBIAIONIYI0 AaKTHBHOCTb, HWMMYHOMOJYJHUpYIOIIEE JCUCTBUE W
CIOCOOHOCTh CHMKaTh YPOBEHb XOJIeCTepHuHa B KpoBH. [IpH coueTaHMM MPHUPOJHOrO MOJIMMeEpa
XUTO3aHa U pocaToB KaJIbIU MOKHO ITPEANIONOKUTH, YTO MTOJIYUEHHBIN MaTepual Oyier obiagaTh
BBICOKOIl OMOCOBMECTHMOCTBIO M OMOAKTHBHOCTHIO. Llenbro MccienoBaHus sABISETCS CO3JaHUE
KOMITIO3MIIMOHHOTO MaTepraja Ha OCHOBE OpYyIINTA U TUPOKCUATIATHATA B MPUCYTCTBUH XUTO3aHA U
M3YyYEHHUE COCTaBa MOJIyYeHHBIX MaTepPHaJIOB.

JKCNePUMEHTAJIbHAS YacTh

CuHTe3 00pa3loB OCYIIECTBISUICS B Jiabopatopubix  ycioBusix  [2, 3]. Kommosur
XUTO3aH/OpymIUT ObUT CHHTE3UPOBAH CIEAyIOIUM obOpa3zoM: mpu Temneparype 25 °C Obuin
npurotoBieHsl pactBopbl o 100 mu rugpodochara ammonust (NHs)2HPO4 m HuTpaTa Kambims
Ca(NOz3)2 ¢ xoumentpanusimu 0,25 monb/i. B k051061 ¢ pactBopoM rumpodocdara aMMOHUST OBLIO
no6asneno 0,1, 0,4, 0,8 r xuT03aHa, MOCIE Yero pacTBOpsI ruapodocdara aMMOHUS U HUTpATa KaJIbIIHs
nepemerrBaiy 1 gooawiu pH 15 % pactsopom HNO3 10 5,5. AHanorudsnsiM 06pa3om ObLT HOTyUYeH
KOMIIO3UT XHTO3aH/Tuapokcuanatut. K pactBopy ruapodocdara amMMOHUS ¢ KOHLEHTpaLuen
0,2 monb/n1 noGaBnsm xuTo3aH B konmmuectBax 0,1, 0,4, 0,8 r. 3aTtemM mpwimiam pacTBOp HHUTpara
Kanblus ¢ KoHmeHTtpamued 0,2 Monw/n, mocie yero pH moBomwimm a0 ormerku 12 pobGaBieHneM
KOHIIEHTPHUPOBAHHOTO pacTBopa amMmmuaka. CycneH3WH TOJHMepa TepeMeNInBAId Ha MarHUTHOM
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Memanke B TeueHue 15 muH. [lomyyenHbie Oenble OCaaKH BBIICPKUBAIN B TeUEHHE 72 4acoB, MOCIEe
4ero oTGUILTPOBBIBAIIM, POMBIBAIN U BBICYIIMBAIIN JI0 MOJHOTO yJajleHHs BOJBI IPU TEMIIEpaType
80 °C. B pesynbrare cuHTE3a OBUTH IMOJIyYEHBI MaTepHajbl C MAaCCOBBIM COJIEPKAHUEM XHTO3aHA
0,050,2 u 04 mac. %. Da30BbIi COCTaB IOJYYCHHBIX KOMIIO3UTOB OBLI HCCIICIOBAaH Ha
mudpakromerpe XRD-6000. Mopdosorus Obina ncciieoBaHa ¢ IOMOIIBI0 CUCTEMBI ¢ SJIEKTPOHHBIM
u choKycupoBaHHBIM MOHHBIM ImydkoM Quanta 200 3D npu Hanpsbkenuu 5 kB. HccnemoBanust
BBIINIOJIHEHBI B MaTepranoBeI4eCKOM LIEHTPE KOJUIEKTUBHOTO 1osib30BaHus TI'Y, 1. ToMck.

Pe3yabTaThl

Metonom UK crnekTpockonuu ObUIO TOKa3aHO HaIWuyue (PYHKIMOHAIBHBIX I'PYMI OpyIInTa
(CaHPO4), ruapokcuamatuta (I'A) m xuroszana (XT). Ha puc. 1 u puc. 2 mpeacraBicHBI
TUGpaKTOrpaMMbl  00pPa3IOB KOMITO3UTOB XHTO3aH/OPYIIUT C STAJOHHOW JAH(PPAKTOrpaMMoOin
OpylINTa U XUTO3aH/THIPOKCHANIATHT C STAJIOHOM THAPOKCHAIIATUTA COOTBETCTBEHHO. DTAJIOHHAS
mudpakTorpaMMa XHTO3aHa TpEACTaBlIeHa Ha puc. 3. YCTaHOBIEHO, YTO KOMIIO3UTHI
XUTO3aH/OpymuT coaepkatr (a3y OpymuTa, XHTO3aH BBITAJI B OCAJA0K B aMOp(HOM BHIE,
COOTBETCTBEHHO, €ro (pa3a Ha mudpakTorpamMMme He MpeACTaBIeHAa. MeETOIOM PEeHTTeHO(a30BOTO
aHaJIM3a TaK)Ke yCTAHOBIICHA, YTO 00PA3IIbl XUTO3aH/THIPOKCHATIATUT COICPIKAT JBe (ha3bl XUTO3aHA
Y TUAPOKCHANATUTA COOTBETCTBEHHO. [locTOpOHHUX pediiekcoB HE 0OHAPYKEHO.
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n3o0paxenusx (puc. 4). Takxe ¢ momortpio mporpammel ImageG ObLT paccuuTaH CpeaHUNA TUAMETP
YaCTHIl, OH COCTaBUI 5-6 UM.

S —— | WO g

1 e e B}l i e

Puc. 4. 'C3M U306PAdNCEHUS. NOBEPXHOCIMU KOMNOZUMO8 XUMO3aH/Opyuun:
1-0,05 mac. % xumosana, 2 — 0,2 mac. %, 3 — 0,4 mac. %

HccnenoBanne Mop@oaoruu MoBEPXHOCTH KOMITO3UTOB XUTO3aH/TUIPOKCHANIATUT [10KA3aJIo,
YTO YaCTHUIIBI IPEJICTABIISIOT COOOI araoMepaTsl HenpaBMWIIbHOHN popmbl (puc. 5). CpenHuii nuaMeTp
YaCcTHII COCTaBMII 5-8 um.

o

Puc. 5. COM usobpasicenuss nosepXHocmu KOMRO3UMO8 XUMO3AH/2UOPOKCUANAMUM .
1-0,05 mac. % xumoszana, 2 — 0,2 mac. %, 3 — 0,4 mac. %

3aki0uenne

[Tosry4eHBl KOMITO3MIIMOHHBIC MAaTEpHalbl HAa OCHOBE OpyIIUTa W TUAPOKCHAIIATUTA
¢ conepkanueM xutozana 0,05, 0,2, u 0,4 mac. %. Metogom MK-criekTpockonuu Joka3zaHO HAIUYUE
(YHKIIMOHAIBHBIX ~ TPYINII  THAPOKCHAIATUTA, OpylIMTa W  XUTO3aHA B KOMIIO3UTaX.
Pentrenoda3oBplii aHanmu3 IMOKa3ajl, YTO KOMIIO3UTHBIE MaTepHallbl SBISIOTCA Ouda3sHBIMU,
MMOCTOPOHHUX pedIekcoB He oOHapyxkeHo. VccnemoBanue MopQOJIOTHH KOMITO3UTOB OpyIINTa
MOKa3ajio, 4To OoOpa3lbl MPEJCTaBICHBl IJIACTUHYATHIMU YacTUIIAMH CO CPEAHHM pPa3MepoM
B IIpesieniax 5-6 um, MOpdoJOorus KOMIIO3UTOB THIPOKCHAIMATHTA MPEICTaBIICHA YAaCTHIIAMH
HEeNpaBUIbHON (OPMBI CO CPETHUM pa3MepoM B HHTEpBaJe OT 5 0 8 M.

Paboma nposoounace ¢ npumenenuem 060pyoosanusi ToMCK020 pecuOHANIbHO20 YeHmpa
KOJUIEKMUBHO20 NOb308aHUs. Hccnedosanue vinonneno npu noooepicke Ilpoepammol pazeumust
Tomckozeo 2ocyoapcmeennoeo ynusepcumema (Ipuopumem-2030).
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Koppo3usi KOMNO3UTHBIX MATEPHAJIOB HA OCHOBE HUKEJIU/a TUTAHA B 0MOJI0THYEeCKON cpeae
E.A. Bonsmesuny, A.B. [llabanuna, H.B. Aptioxosa, M.U1. Kadrapanosa, C. [Taxonkuna
Hayunsrii pykoBonutens: K.¢.-M.H., C.I'. AHnkees
HanmnonanbsHblil uccnenoBarebckuii TOMCKHI TOCYAapCTBEHHBIN YHUBEPCUTET,

Poccus, r. Tomck, np. Jlenuna, 36, 634050
E-mail: bolshevich-elena@mail.tsu.ru

Corrosion of composite materials based on titanium nickelide in a biological environment
E.A. Bolshevich, A.V. Shabalina, N.V. Artyukhova, M.I. Kaftaranova, S. Pakholkina
Scientific Supervisor: PhD, S.G. Anikeev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: bolshevich-elena@mail.tsu.ru

Abstract. The corrosion resistance of composite materials based on TiNi with different ratios of
exothermic additives in the powder system (TiNi:(Ti-Ni)) after electron beam treatment in a
biological environment was studied by voltammetry with linear potential sweep. Based on the data
obtained, a comparison was made of the corrosion rate of the samples, and its dependence on the
amount of exothermic additive was established.

Key words: TiNi, corrosion resistance, biocompatibility, voltammetry, implants

Beenenue

Martepran Ha OCHOBE HMKENIHMJA TUTaHAa HAXOAWUT IIMPOKOE INPUMEHEHHE B MEIULMHE
Omarosapst COOTBETCTBHIO 3aKOHY 3alla3/IbIBaHUsl OMOJIOTUYECKUX TKaHEH, MPOSBICHUIO YPPEKTOB
namsaTi GopMbl M cBepXdi1acTU4HOCTU [1]. MoOHONMUTHBIE W MOpHUCThIE cIUIaBbl Ha ocHoBe TiNi
HCIOJIb3YIOTCS B KauyeCTBE BHYTPUKOCTHBIX HMIUIAHTATOB, JeTaled Juisl (PUKCAlMKU KOCTHBIX
OTJIOMKOB, YEJIIOCTHO-JIMLIEBBIX HMIUIAHTATOB, MCKYCCTBEHHBIX KJAIlaHOB CepALla, IPOTE30B
COCY/IOB, DHJIONPOTE30B B HEUPOXUPYPTUHU U T.1. [2].

[lepcneKTUBHBIMU  JUISL  JUIMTENBHOTO  (DYHKIIMOHUPOBaHHMS B OpraHu3Me SBISIOTCA
KOMIIO3UTHBIE MaTepHaJlbl HA OCHOBE HMKEIUAA TUTaHA. 1loprcTO-MOHOMMUTHAA CTPYKTypa TAKUX
MaTepuaioB 00eCHeuuBaeT yIydlleHHble (U3UKO-MEXaHUYECKHE CBOWCTBA U MOBBIIIEHHYIO
MHTErPAllMOHHYIO CIIOCOOHOCTh MMILUIAaHTaTa NpPHU B3aUMOAECUCTBUM C MSATKUMU TKaHSIMH U
TBEPABIMU KOCTHBIMHU CTPYKTYPaMH.

OaHMM M3 OCHOBHBIX TpeOOBaHWil, MpEeAbSBIAEMBbIX K MaTepuanaMm JUisi UMIUIaHTaIUH,
SBJISICTCS. YCTOMYMBOCTH K JEHCTBUIO KOPPO3MOHHO-aKTHBHBIX cCpel opraHusma. Ilockombky
MIPOBEJICHUE KOPPO3HOHHBIX HCHBITAHUI In VIVO 3aTPYyAHUTENBHO, SKCHEPUMEHTHl OOBIYHO
IPOBOJATCS B MOJETUPYEMON JKUAKOCTH oOpranusMa. B paHHON paboTe Ui NpoBEpKU
KOPPO3MOHHON YCTOMYMBOCTH KOMIIO3UTHOTO MaTepraja MPUMEHSUICS METOJ BOJIbTaMIIEPOMETPUH
C JIMHEWHOW pa3BEPTKOM MOTEHIIAATIA.

JKCIEePUMEHTAJIbHASA YaCTh

Jlis npurotoBieHus 00pa3lloB ¢ KOMOWHHPOBAHHON MOPUCTO-MOHOJUTHOM CTPYKTYpOI
MCIOJIb30BAJMCh MOHOJHMTHBIE IMJIACTUHBI M NOpoIIoK TiNi, MoSy4eHHbIH THIPUAHO-KAIbLIHUEBbIM
BOCCTaHOBJICHHMEM. MOHOJUTHYIO YacTh MOJIy4aJud MyTeM HHIYKIMOHHOW IUIaBKU HCIOJIB3YS
anektponutudeckue miaactunel Ni (H1, uncrora 99,90 %) u ry6uaroro turana (TI'-90, uucrora
99,94 %), ObUIH TIEpeTUTaBIICHBI B MHIYKIIMOHHOM IMe4H, 3anoJHeHHOW aproHoM (99,99 %). Ilocie
3aTBEpJICBaHMsl TIOJIyY€HHBIE CIUTKH OOpabaThIBAIUCh Ha INPOKATHOM CTaHE JO0 JOCTHUIKEHUS
TONIIMHBL 2 MM W mMpuHbl 15 Mwm. Jlasee npom3BOAWIICA OTKHI Marepuana, JUisl CHATHS
HanpspDKeHUH nocie npokatku npu temneparypax 800—1000 °C B TpyOuaroil meun. TpaBieHue
Mareprana MPOBOAUIIA yTeEM ero TIOMENICHUS Ha 2-3 c B pacTtBop
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(B3H20 + 2HNO3(65 %) + 1HF(45 %)). YacTumbl MmOpoIIKa >KEJIaeMOro Iuara3oHa pa3MepoB
MoJlydyaiay IMyTeM [POCEMBaHHSA Ha KaJIUOPOBOYHBIX CHUTaX. bbUIM MOJy4eHBl 0OpasIbl,
npeacTaBisionme coboit mopomkoByto cmech A-b, rme cmece A (5 %Ti+0,5 %Ni+TiNi),
sk3oTepmuueckas go6aska b (Ti+Ni) B pasmuunbix cootHorrenusx: TiNi (1-1), TiNi (1-0,75),
TiNi (1-0,5). 3aTteM HOpPOIIOK MOMEIIAJH HAa MOHOJHMTHYIO IUIACTHUHY JJISl CIIEKaHHUsS, KOTOPOE
npoBoauiock npu temmeparype 1100 °C u Bbiaepkke 15 MUHYT B 3JIEKTPOBAKYYMHOM Ie4u
CHBD>-1,31/16-U4. [lns roMOreHu3alud IMOBEPXHOCTH HCCIEAyeMble O0paslibl IOJBEPrajIucCh
00paboTKe JIeKTPOHHBIM TydykoM Ha ctaniuu PUTM-CIIL.

HccnenoBanue METOJOM CKaHUPYIOLIEH 351eKTpoHHOM Mukpockonuu (COM) mpoBoauiau Ha
cucteMe Quanta 200 3D. Onrtuyeckas MHUKPOCKOIIHS BBIIOJHSJIACh C MOMOULIBIO CBETOBOIO
mukpockone ZEISS Axio Zoom.V16

Koaddunuent mepoxoBatoctu Ra, ompenensiu ¢ MOMOIIBIO ONTHYECKOH MpoduiomMeTpun
MHII-1 1 opUrnHaJIBHOTO MPOTPAMMHOTO oOecnedeHus npuodopa.

OneHka KOPPO3MOHHBIX XapaKTEPUCTUK MPOBOJAMIACH C  HCIOJIb30BaHHMEM METOoJa
BOJIbTAMIIEPOMETPUU C JIMHEHHOM pa3BEepTKOM NOTEHIHAIA. DJIEKTPOXUMHUYECKUE H3MEPEHUS
npoBoamwinck B (QusnonoruueckoMm pactBope (0,9 % NaCl), mpu Ttemneparype 25 °C B
TPEXDIIEKTPOJHOU sYEHKe c IIOMOIIBIO IIOTEHLIMOCTATa-TAIbBAHOCTATA P-40X.
[ToTeHnMOAMHAMUYECKHE KPUBBIE PETUCTPUPOBAIUCH MPU U3MEHEHUH MoTeHnuaia oT —1 mo +1 B
CO CKOpPOCTBIO U3MEHEHUs pa3BepTKH 3 MB/c.

MeTtonom skcTpanonsauuu Tadens nomydyanu 3Ha4eHUs Toka Koppos3ud (lkep) M moOTEHIMANA
Koppo3uh (Exoep), CKOPOCTh KOPPO3HM PACCUUTHIBAIM C YYETOM LIEPOXOBATOCTU TOBEPXHOCTH IO
dbopmyne (ASTM G102):

C*=327x% 10_3IK0pEW / Pfns

rne EW — okBuBaneHTHBIA Bec wmarepuana (Ui HCCIENyeMOro Marepuaia paBeH 26,36),
p — IUIOTHOCTh Marepuana, lwop — MOMHBIA aHOAHBIN TOK, MKA, fn — ko3 dunmeHT HOpManU3auu
MOBEPXHOCTH MaTEPUAIIOB IO 3HaYeHUsIM mepoxoBaroctu. Koaddurment fn Haxonmm mo popmyse:

fo= o

" RaTi
rae Ran - 3HaueHus mepoxoBaTocTH HccleayemMoro obpasiia, Rari — mapameTp mepoxoBaTocTH
TUTACTUHBI TUTAHA, HCIIOJIb3yEeMBbIi KaK CTaHAapT.

Pe3yabTaTsl

Ha pucynke 1 mpuBeneH TUNWYHBIA BUJ IOJSAPU3ALMOHHONW KPUBOM, IONY4YEHHOM MIJIs
uccinenyembix o0pa3ioB TiNi. MoXHO OTMETHUTh HaM4KMe YETKO BBIPAXKEHHOW 30HBI MEPBUYHON
MIaCCHUBALIMH, a TAK)Ke 30HY BTOPUYHOM maccuBanuu. /[Be cTagum maccuBaiuu, MpeanoloKUTeIbHO
MOTYT OBITh CBSI3aHBI C IBYMsI dTaniaMu (POPMHUPOBAHUS 3aIIUTHON TUICHKH.

OOmme rucrorpammbl napameTpoB Koppo3u# (Iiep, Exop, C*) Hcciaenyembix oOpas3noB u
TUTaHA TIPE/ICTaBJICHBI Ha pUCyHKe 2. OCHOBBIBASCh HA BEMMYMHAX TUIOTHOCTH TOKA KOPPO3WHU U
MOTEHIMajla KOPPO3UH BUJHO, YTO THUTaH OoJiee YCTOMYMB K KOPPO3HUH IO CPABHEHUIO C JIPYTUMHU
Matepuanamu. OJTHaKO CKOPOCTh KOPPO3UH OoJiee T0CTOBEPHBIN KpUTEpUil OLIEHKH KOPPO3UOHHOM
CTOMKOCTH, KOTOpas, B ciay4yae Ti 3HauuTenbHO O0Jbie, yeM y oopas3noB TiNi. YcraHoBieHo, 4TO
Haubonee ycroiuuB k kopposuu obpazery TiNi (1—1), yTo oOBscCHSAETCS €ro MeHbIIeH yaenbHON
noBepxHOCThIO 10 cpaBHeHuto ¢ TiNi (1-0,75), TiNi (1-0,5).

Ha ocHOBaHMHM MUKPOCKOMMYECKMX HCCIECAOBAaHMI MOXHO OTMETHTH OOpa3oBaHME
JIOKaJIbHBIX pa3pyIIeHUI Ha MOBEPXHOCTH BCEX 00pa3loB Mocie mnoysipu3anud. [IpenmyrecTBeHHO
KOPpO3MM TMOJIBEpraercs MOpHUCTas dYacTh OOpa3loOB, YTO OOBACHSAET YBEIMYEHHE CKOPOCTHU
KOPPO3HH C YMEHBIIICHHEM KOJIMYECTBA dK30TEPMUIECKOH T00aBKH.
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Puc. 2. 3nauenus nnomnocmu moka kopposuu (4), nomenyuana kopposuu (b) u ckopocmu kopposuu (B) nonyuennvie
0I5l UCCredyeMbiX Mamepuaios

3akiil0ueHue

Hccnenyemple KOMIO3UTHBIE MaTepHralibl Ha ocHOBE TiNi1 HMEIOT CKOPOCTh KOPPO3UHU HHIKE,
qeM Tl, YTO TOBOPUT O IMECPCICKTUBHOCTH HUX TMTPHUMECHCHUA [JIA CO3JaHHUA HWMIIJIAHTATOB.
[IpenmnonoxuTenbHO Ha CKOPOCTh KOPPO3HH BIHUSET KOJUYECTBO AK30TEPMHUECKOM JT00aBKH,
Han0oJiee HU3Kast CKOPOCTh Koppo3un Habmonaercst y TiNi ¢ ee HAanOOIBIITNM COJIEp)KAaHUEM.

Hccneoosanue evinonmneno 3a cuem epanma Poccuiickoeo nayunoeo ¢ponoa Ne 19-79-10045.
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HccnenoBanue BIUSIHUS PACTBOPUTEJISAA HA ONITHYECKHE CBOHCTBA KBAHTOBBIX TOYEK
HUTpHIA 60pa, MOJIyYeHHbIX METO/I0M COJIbBOTEPMAILHOI0 CHHTE3a
I'.A. bBonnapenko, E.A. Cunopos
Hayunslii pykoBoauTens: 101eHT, K.X.H. E.JI. 'puboBa
l'ocynapcrBeHHbIN yHUBEpPCUTET «JyOHA»,
Poccus, r. JlyOna, yn. YauBepcurerckas, 19, 141980
E-mail: bga.21@uni-dubna.ru

Research on the influence of solvent on the boron nitride quantum dots optical properties
obtained by solvothermal synthesis
G.A. Bondarenko, E.A. Sidorov
Scientific Supervisor: Ass. Prof., Ph.D. E.D. Gribova
Dubna State University, Russia, Dubna, Universitetskaya, 19, 141980
E-mail: bga.21@uni-dubna.ru

Abstract. In the present study, we investigated the effect of an organic solvent on the optical
properties of boron nitride quantum dots obtained by solvothermal treatment of a dispersion of boron
nitride nanosheets. Ethanol, N,N-Dimethylformamide and N-Methyl-2-pyrrolidone were chosen as
solvents. It was found that increase of solvent polarity leads to shifts of absorption and fluorescence
bands to the red region of the spectrum.

Key words: Boron nitride, quantum dots, photoluminescence.

Beenenue

KBantoBbie Touku Hutpuna Oopa (KTHB) mnpeacraBnstor coboil HymbMepHYIO (opmy
reKcaroHaJIbHbIX HaHosucToB HuTpuzaa Oopa (HHB) u sBnsitoTcs OTHOCHTENBHO HOBBIM BHJOM
KBAHTOBBIX TOYEK, HE COAEp)KaIllMX aTOMOB MeTauioB B cBoeM coctaBe. KTHB o6Gnagaror
YHUKQJIbHBIMU ONTUYECKUMHU U JUAIEKTPUUECKUMHU XapaKTEPUCTUKAMM, BBICOKONW TEPMUYECKOU
U XUMHUYECKOH CTaOMIBHOCTBIO, a TaKXKEe OMOCOBMECTHMOCTHIO M HHM3KOM IUTOTOKCHYHOCTHIO [1].
CoueraHue JaHHBIX CBOMCTB OOYyCIaBIMBAEeT MEPCIEKTUBHOCTh HX IPUMEHEHHUS B OIITHKE,
JMAarHOCTHKE W TEpaluu pPa3IM4HbIX 3a00JieBaHUM, (QIIyOpecleHTHOM BU3yaaM3allMM, a TaKKe
ouocencopuke. Ognum u3 Hambosee nepcrnekTuBHbIX npumeHenuid KTHB B Menuninne siBnsercs
CO3/laHME€ Ha MX OCHOBE areHToB Ul OOp-HEHTPOHO3aXBaTHOM Tepamuu M (BIyopecreHTHOH
BU3YyaJIM3allUU PAKOBbIX KIIETOK.

Hecmotps Ha 370, uccinenoBanue 3aBucumoctu ontuueckux csoicts KTHB ot mapamerpos
CUHTE3a HAXOAMTCS Ha paHHeW ctaauu. MoxkHO orMmeTwuTh, uTO cBoiicTBa KTHD, kxak m apyrux
HaHOMaTepHalioB, B OOJIbLIEH CTENEHU 3aBUCAT OT MX (OPMBI, pa3MepoB, AC(PEKTOB M MPUPOJIbI
KpaeBbIX QYHKIIMOHATBHBIX Ipyni [2]. MakcumyMm juuHbI BoJHBI Guiyopectenimn KTHB Haxoautcest
B aumamasoHe minH BoaH 350-450 mMm. Ognako, gas ucnonb3oBanus KTHB B Ouomenuiuze
HEOOXOJIMMBIM YCJIOBUEM SIBIsieTcd MX (piyopecuieHuus B OimxHEH uHpakpacHON 00JacTH
crieKTpa. JTO 00CTOATENHCTBO OOYyCIaBIMBAET HEOOXOAMMOCTh ONpEAETIeHUs YCIOBHHM CHHTE3a,
OKa3bIBAIOIINX BIIMSHUE Ha IOJIOKEHHE MOJOoChl QuiyopecteHuuu. JlaHHas paboTa MOCBSIIEHA
HCCIIeIOBAaHMIO 3aBHUCUMOCTH (iryopecteHTHbIX cBoiicTB KTHDB, monydeHHBIX cOMBBOTEpMAIbHBIM
meronom u3 gucnepcun HHB B srtanone, N,N-Hdumerundopmamuae (AMDA) wu
N-metun-2-nupponunone (HMII).

Martepuajbl 1 MeTOAbI HCCJIETOBAHUS

Hutpun Oopa rekcaroHambHbld (TexH., JlenPeaktmB, Poccus); »stamonm (>99,5 %,
J.T. Baker, CIIA); N,N-Jumerundpopmamun, IMDPA (> 99 %, Sigma-Aldrich, CIIIA);
N-meTmi-2-mupponuaod, HMII (x.4., JleaPeakTus, Poccus); mmpuiessie GUILTPHI (HEHIIOH, pazMep
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nop 0,22 mxMm, quametp 13 mm, Millipore, CIIA); ciektpodayopumerp CM2203 (Solar, benapycs);
mukporearpudyra Eppendorf 5425 (Eppendorf, I'epmanus); anmamurnueckue Becsl CAUX-120
(CAS, tOxHas Kopes).

JKcNepUMeHTaIbHAasA YaCTh

Cunre3 KTHB npoBoauics myteM coapBoTepMaibHOM 00padoTku nucniepcun HHB B aTanorne,
JIM®A u HMII (KTHB-EtOH, KTHb-IM®A u KTHB-HMII coorBercTBenno). HHb momyuanu
MyTeM YIbTPa3BYKOBOM 0OpaOOTKM HAaBECKW IOpoIIka HUTpujaa Oopa, maccor 0,1 r B 10 M
COOTBETCTBYIOIIETO PACTBOPUTEIISI B TeueHue 7 yacoB. 3arem 2 mu qucnepcuun HHB nepenocunu B
aBTOKJIAaB ¢ T€(hJIOHOBOM BCTABKOM U MOABEPralid COIbBOTEPMaIbHOU 00pabOTKe B Te€UEHHE 7 4acoB
npu Temreparype 200 °C. Ilonyuennsie KTHB nentpudyruposanu npu 10000 06/MuH B TeueHue
10 MuHyT ¥ GUABTPOBAIM Yepe3 MIpHUIEeBOH GuiabTp ¢ pazmepoM mop 0,22 mxMm. Onrtuyeckue
CBOWCTBA OBUIM MCCIIE0OBAHBI METOJIAMH 3JIEKTPOHHOH criekTpockonuu B Y ®-Buaumoii obnactu u
(bayopecueHTHON CIIEeKTPOCKOIHUH.

PesyabTaTsl

KTHB He HMEroT MoJI0C MOTJIONICHUS B BUAUMOM cIieKTpe u3nyqenus (puc. 1). [Ipoduns criekrpa
nornoienusi, xapaktepubli uii KTHB, cBsi3an ¢ KBaHTOBO-pa3MEpHBIM OIPaHUYEHUEM, HATMYUEM
ne(ekToB Ha KpasX U B IVIOCKOCTH, a TAK)KE Pa3IMUHbIMU TOBEPXHOCTHBIMU cocTostHUAMU KT.

~ o0 wn
"‘N? § E\j —— KTHB-EtOH
1,04 ) - — KTHB-IM®A

— KTHB-HMII

= e e
ES ) %
1 1 1

Onrtuyeckas MIOTH OCTb, HOPM.

=
[3S]
|

0.0 —rT T - T 11T T 1T
200 250 300 350 400 450 500 550 600
JlnvHa BOJHBL, HM

Puc. 1. Hopmuposannwie cnexkmpuol no2nowenus KTHE, nonyuennvix ¢ smunogom cnupme (KTHB-EtOH),
AMDA (KTHB-/IM®A) u HMIT (KTHb-HMII)

MakcuMyM MOJIOCHI TOTJIOIIEHHS, COOTBETCTBYIOIIEH MEPEXOAY SJIEKTPOHOB M3 BAJEHTHOM
30HBI B 30HY IPOBOAUMOCTH, HaxoauTcs ipu 237, 248 u 275 um ans KTHD, nony4deHHbIX B 3THIOBOM
cupre, [IM®A u HMII coorBetcTBenHo. [lInpuHa mosocs! NOrIomeHus MokeT ObITh 00yClIOBIEHA
OMM30CTHIO TO/30H B BAJICHTHOM 30HE M 30HE MPOBOAMMOCTH, a Takxke nucnepcued KTHB mo
pa3Mepy. B ominuune ot tpaaunnonHsix momMuHodopoB, KT cnenyer paccmaTpuBath kKak aHcaMOIib
YacTUll, KOTOPOMY TMpHUCYIla HeKas JMCIEpCHUsi XapaKTepUCTHK, CBA3aHHas ¢ pazdpocom
pacnpeseneHuss 4acTtull mo paszmepy. JlaHHas OCOOEHHOCTh MNPUBOAMUT K YIIMPEHHUIO TOJIOC
MOTJIOIIEHUS U (PITYOPECLICHIIUH.

Uccnenosanue ¢uyopecuenTHsix cBoiictB KTHB npoBoauiocs nmpu pa3nuyuHbIX JUIMHAX BOJIH
Bo30yxatomero uznydenus (280—460 um) ¢ marom 20 HM. L[BeToBast pa3BepTka B KOOpAHHATAX
BO30YKJI€HHE — dMUCCHUS MPEACTaBIIeHa B BHUJIE€ PUCYHKA, Y KOTOPOTO MO OCH a0CIUCC OTJIOKEHA
JUTMHA BOJIHBI (DITyOpECIIeHIINH, a TI0 OCH OpPJAMHAT — JUTMHA BOJIHBI BO3OYKICHHUS.
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Puc. 2. IIpoexyus cnexmpos ryopecyenyuu KTHE-EtOH, KTHE-JIM®A u KTHF-HMII, nonyuennvix npu onune
60/1HbL 6030ydHcOarowe2o usnyuerus om 280 0o 460 um ¢ wacom 6 20 um

AHanu3upys MoJIy4eHHbIE CIIEKTPbI, MOKHO C/AENIaTh BBIBOJI, YTO NP YBEIUYEHUH NOJISIPHOCTH
pacTBOpUTENs, MAaKCUMYM IMHUKa (DIyOpECIEHIMH CIBHUIaeTCs B KPacHYIO 00JIaCTh CHEKTpa, YToO
MOXKET OBITh CBsi3aHO C Ooznee >(dexTuBHbIM B3aumozeiicteueM HHB u pacrBopurens,

o0pa3oBaHMEM Ha Kpasgx M B IUIOCKOCTH, a TakXke MNpUpoJod (YHKIIMOHAIBHBIX TpYyNI Ha
kpasx KTHb.

3aki0ueHue

KTHDB, nonydeHHbIe «CBEPXY-BHH3» METOAOM COJIBBOTEpMaIbHOM 00pabOTKH IUCHEepCHH
HHbB B pasnuuHbIX pacTBOpUTENsAX, NposABIArOT TunnyHbele aid KT ontuyeckme cpoiictBa. [Ins
00pa3ioB HaboaeTcs pa3nuyHas 1iarHa BosHbl (uryopecuenimn KTHB. Oto cBszaHo ¢ paznuuHoi
MOJISIPHOCTBIO, U KaK CIIEJCTBUE, pa3inyHou cuioi B3aumosenicteus HHbB u pactBopurens. Kpome
TOro, B XOJI€ YJBTPa3BYKOBOW M cosibBoTepMaiibHONW 00pa®oTku mnoBepxHocth HHB u KTHB
(YKHKIMOHAIM3UPYETCS B pe3yNbTare HYKI€O(UILHOTO MPUCOECTUHEHUE MOJIEKYJ PacTBOPHUTENS,
YTO TaK)Ke 00YCIIaBIMBAET CMELIEHHUE TOJ0CHI (PITYyOpPECIIEHIINH B KPACHYIO 00JIaCTh CIIEKTpa.

Cnucok JiuTepaTypbl

1. Rawat J. et al. Boron Nitride quantum dots: A rising star in sensing applications // Nano
Trends. — 2023. — Vol. 2. — P. 100008.

2. Shayeganfar F. et al. Effects of functionalization and side defects on single-photon
emission in boron nitride quantum dots // Phys. Rev. B. — 2017. — Vol. 96, Ne 16. — P. 165307.
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IMonydyenne u ucciaeg0BaHue MOAM(PUIIUPOBAHHBIX 3JIEKTPO(POPMOBAHHBIX cKk3¢do110B
Ha OCHOBE NOJU(BUHWIHAEHPTOPUIA-CO-TPU(PTOPITUIIEHA)
B.B. botBuH, A.A. ®etncosa
Hayunslii pykoBoauTens: K.X.H. B.B. borBun
HanmonaneHblii ncciienoBarebCkuil TOMCKUI NOJIMTEXHUYECKU YHUBEPCUTET,
Poccus, r. Tomck, nip. JIenuna, 30, 634050
E-mail: v.v.botvin@gmail.com

Synthesis and study of modified electrospun scaffolds based
on poly(vinylidene fluoride-co-trifluoroethelene)
V.V. Botvin, A.A. Fetisova
Scientific Supervisor: Dr. V.V. Botvin
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
E-mail: v.v.botvin@gmail.com

Abstract. In the present study, pure and glycine-modified poly(vinylidene fluoride-co-trifluoroethelene)
[P(VDF-TrFE)] scaffolds were fabricated by electrospinning. Used pristine glycine exists in o-crystal
form. Obtained pure and modified scaffolds have homogeneous, defect-free fibers with average
diameter about 1 um. Pure P(VDF-TrFE) scaffolds include predominantly electroactive f-phase and
y-phase in lesser extent. When producing modified scaffolds, the formation of f-glycine was observed,
which can have a positive effect on the piezoelectric properties of the material.

Key words: poly(vinylidene fluoride-co-trifluoroethelene), scaffolds, electrospinning, modification

BBenenne

B Hacrosimee BpeMsi 0COOBIN MHTEpEC MPEICTABISIOT MCCIEJOBAHUS IO CO3/IaHUI0 HOBBIX
(GYHKIMOHATIBHBIX MOJIMMEPHBIX MAaT€pPHAIOB JUIsl pa3iMyHbIX cep NPUMEHEHUs, CPeAn KOTOPBIX
0co0yr0 3HAYUMOCTh HMMEET MeIWIHHA. [Ihe30aKTUBHBIC TIOJIMMEpHI, IMOJyYeHHbIE B (opme
cka(domnnoB, Giarogaps CBOMM cHelM(PUYECKHMM CBOWCTBAM HaXOJAAT IIMPOKOE NPUMEHEHHE B
pereHepaTUBHON MeauuuHe, hapmarieBTuke W ceHcopuke [1]. Cpenu MOIMMEPOB HAMITYUYIIUMH
nbe30cBoiicTBaMu 00amaet nonu(BununuaeHGpropun) (PVDF), koTopbie B HeM pealn3yroTcs u3-3a
HaJIM4Yus B €r0 COCTaBe MbE30aKTUBHOW [-(a3bl, TpeOyromeld AOMOJHUTENbHON CTaOWIM3aIIH.
Crabunuzanms P-¢a3pl MoxeT ObITh JOCTHTHYTa IyreM BBeneHuss B coctaB  PVDF
TpU(PTOPITHIICHOBBIX 3BEHHEB B YCIIOBHUSX COIOJMMEpPHU3AIlNH, TPUBOIAIMICH K 0Opa3oBaHHUIO
nonu(BuHWIMACHPTOpHIa-cO-TpudTopatiniena) wmu  P(VDF-TrFE).  HmenHo  mostomy
P(VDF-TrFE) oOnamaeT  HaWIyYIIMMH  [bE303JICKTPUYECKMMHU  CBOWCTBAMH,  KOTOPBIE
JIOTIOJTHUTEIBHO MOTYT OBITH YIYUIIEHBI 3a c4eT Moaupukanuu comonumepa. C TOUKH 3peHHUs
moaudukaiuu P(VDF-TrFE) npeamonaraercsi BBEJCHHE B €r0 COCTaB KOMITOHEHTOB, CIIOCOOHBIX
BCTyNaThb C HUM B crHeuu(puyeckue B3aUMOACUCTBUS, yIydllas MPU ITOM IbE303JEKTPUUYECKHE
cBOicTBa comonumMepa. B kadectBe Takoro mMoaudukaTopa HaMu ObUT BHIOpAH TJIMIIMH, KOTOPBIN
MOJKET BBINOJHATH JABOHCTBEHHYIO (yHKIHMIO. C OJHOM CTOPOHBI, OH MOXET Y4acTBOBATh BO
B3aumoeicTBuu ¢ Makpomosiekyiaamu P(VDF-TrFE), Bnusis Ha nbe3ocBoiicTBa. C Apyroit CTOPOHBI,
BBEJICHUE TJIMIIMHA B COCTAaB COMOJHMMEpPAa MOXKET YIY4YIIUTh CMauuBaeMOCTh THIPO(POOHOTrO
COTOJTUMEpa, YTO MMEET BaKHOE 3HAYCHHUE JIUTsI OMOMETUIIMHCKOTO TTPHUIIOKCHUS.

Llens pabGoTel cocrosiia B modydyeHHH ckdpdongoB Ha ocHoBe P(VDF-TrFE),
MOTUGUIIMPOBAHHBIX PA3TUYHBIM KOJHYECTBOM TJIMIIMHA, METOJOM DJEKTPOCIMHHUHTA W B
UCCIIEIOBAaHUM UX CTPYKTYPBI, COCTaBa M (PU3HUKO-XMMHUYECKUX CBOMCTB.
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JKCNEePUMEHTAIbHAN YaCTh

Cxaddonasr Ha ocHoBe P(VDF-TrFE) u raumnuba mosydaim METOAOM 3JIEKTPOCITUHHUHTA.
B kauectBe pabouero pactBopa ucmosb3oBanu 20 %-ueiii pactBop P(VDF-TrFE) ¢ monekynspHoii
maccoi 300 000. IIpu cunTteze monudpunmpoBanubix ckdpdonnos seoawmu 5, 10 u 15 mace. %
rmnuHa. CTpykTypy W (Da3oBbI COCTaB MOJIyYEHHBIX MATEPHAIOB HCCIEAOBAIN METOJIaMU
HK-cnexkTpockonuu u perrrenodaszoporo ananmza (POA). Mopdosioruo HaHOYACTHI] MAarHETUTA U
cka(h(HonI0B N3ydanu METOI0M ONITUYECKON MUKPOCKOIIHH.

Pe3yabTaTsl

['umH MOXET CYIIECTBOBATH B 0-, 3- M Y-KpUCTAUIMUECKUX (DopMax, MOCIETHUE U3 KOTOPBIX
JlaXKe TPOSIBIIAIOT IbE303JIEKTpUUECKUE CBOMCTBA. [loaTOMy s Havajia CBOMCTBA HMCXOJHOIO
mmnrHa 0blTu uccaenaoanbl Mmetogamu MK-crektpockonuu u POA. Ha pucynke 1 npencraBieHbl
HK-criekTp u qudpakrorpaMmma ridiyHa.
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Puc. 1. UK cnexmp (a) u ougppaxmoepamma (6) ucxoonozo enuyuna

UK cnextp (puc. 1a) conepkut xapakTepucTHUECKHE MOJI0CH MorIomeHus riununa npu 3100,
2900, 1603 u 1584 cm ', orHocsmmecss k konebanusm NH: (NH3*), CH2 u COO™ rpymm.
HudpaxktorpamMmma (puc. 10) BkitouaeT B ceOsi pedaeKchl, COOTBETCTBYIOLINE KPUCTAIIIMYECKON
CTPYKTYpE a-IJIMIUHA, HanOoJiee MHTEHCUBHBINA U3 KOTOpPbIX Haxoautcs mpu 30,0 °.

[TonyyeHHble HeMOAU(DUIMPOBAHHBIE M MOAUPHUIMPOBAHHBIE TIUIUHOM CK3((OabI
P(VDF-TrFE) uccnenoBanu meromgamu UK, POA u onTrueckoil MUKPOCKOIHMHU IS YCTaHOBJICHHUS
CTPYKTYpHI, azoBoro coctaBa u moponoruu. Ha pucyHnke 2 B kauecTBe npumepa npeiCTaBICHbI
pE3yJIBTaTHhI UCCIIEIOBaHUS YKa3aHHBIMHU METOaMHU ckaddonna P(VDF-TrFE),
moauduimpoBannoro 10 macc. % rounuaa. MK crmexktp cxkaddonga (puc.2a) coaepKut
XapakTepUCTHYECKUE TOJNOCH Tornomenns npu 842, 881, 1084, 1176, 1285 u 1399 cm?,
oTHocsimuecs K kpucramindeckol B-¢aze P(VDF-TrFE), cBsizaHHble, I1aBHBIM 00pa3oM, ¢
BUHWIEACHPTOPUAHBIMA  TOBTOPSIIOIIMMUCS 3BEHbSIMH. B cmekTpe Takke HabOIroaaoTcs
MaJIOMHTEeHCHBHAs monoca mpu 1240 cm L, otHOCAmascs k y-¢pase P(VDF-TrFE), koTopas nposiBiseT
ciabble 1o CpaBHEHMIO ¢ -(a30ii mbe3031eKTpruecKue cBoiicTBa. Hapsiny ¢ monocamu noriomieHus
byukiuonanbabix rpynn P(VDF-TrFE) B crnekTpe mpHCYTCTBYIOT MaJOMHTEHCHBHBIC MOJOCHI
nornomenus B obmactu 1600-1500 cm !, KoTOpble COOTBETCTBYIOT KapOOKCHIATHBIM TPYIIaM
rmuiuHa. Jludpakrorpamma MoauduimpoBanHoro ckaddonga (puc. 2a) comepKuT pedaeKcs
B-dazer mpu 19.8°, 35.3° m 41.0°, cOOTBETCTBYIOIIME KPHUCTALIOrPAPUUECKUM IUIOCKOCTSIM
(110)/(200), (001) u (201). Ha nudpakrorpamme NpuUCyTCTBYET TAKKE MATOMHTEHCUBHOE IJIEYO MPU
18.3°, 4TO CBHUIETENBCTBYET TaKKe O BKJIaje KpucTtaummueckoil muockoctd (020) MOHOKIMHHON
y-paszer. Ilpu sTOM, Xapakrepuctuueckue peduekcsl o-paser P(VDF-TrFE) oTcyTcTByIOT.
OnuoBpemenHo ¢ peduiekcamu P(VDF-TrFE) Ha nudpakrorpamme HaOII01aIH MOSBICHUE HOBOTO
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peduexca oxono 28,4°, KOTOPHIM MOXeT OTHOCHTBbCA K [-aze rmmumua. C TOYKM 3peHHA
Mopdosioruu (puc. 2B), TosydeHHBIC CKA(G(OIABI UMENIU BOJIOKHA, HE COJICPKAIINE BHIMMBIX
ne(eKToB, CO CPeTHUM TUAMETPOM OKOJIO 1 MKM.
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Puc. 2. UK cnexmp (a), ougppaxmocpamma (6) u onmuueckas muxpogomozpaghus (8) ckagpgponoa P(VDF-TrFE),
Mooupuyuposannozo 10 macc.% enuyuna

3akirouenue

B pesynbprare mpoBEeNEeHHBIX HCCIEIOBAHUN METOIOM SJIEKTPOCIMHHUHTA OBUTH TOTYYEHBI
ckapdonast P(VDF-TrFE), moaudunmposanusie 5, 10 u 15 macce. % rmunuHa. beuto mokasaHo, 4To
BBEJICHHUE TJIMIIMHA HE TPUBOJUT K M3MEHEHHIO MOP(OJIOTUU BOJOKOH, a WX CPEIHUH JHaMETp
cocraBisier okoso 1 mMxm. Ilpu popmupoBanun Moaudunmpoanubix ckdddongos P(VDF-TrFE)
oOpa3yercs mpenMyIecTBeHHO B-¢a3a comoimMepa U y-ha3a B MeHbIIEH cTeneHn. Ha ocHOBaHWHM
naHHbIX PDA ycTaHOBIEHO, YTO B MOAUGDUIIMPOBAHHOM CK3(oiae MOosBIsSETCsI HOBBIA peduiekc
okouio 28,4°, oTHOCcsmuUiics K B-popme raunuHa.

Uccneoosanue ewvinonneno npu urancosoti noooepicke Poccuitickoeo Hayunozo ¢onoa
(npoexm Ne 22-73-00228).

Cnucok Jiureparypbl

1. Narita F., Fox M. A review on piezoelectric, magnetostrictive, and magnetoelectric
materials and device technologies for energy harvesting applications // Advanced Engineering
Materials. — 2018. — Vol. 20, Ne 5. — P. 1700743.
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Peroxidase-like activity of silver nanoparticles immobilized in polymethacrylate matrix
S.K. Bragina
Scientific Supervisor: Assoc. Prof., Dr., N.A. Gavrilenko
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: braginsk@gmail.com

Abstract. The study proves the ability of silver nanoparticles immobilized in polymethacrylate matrix
(PMM-AgP) to act as peroxidase mimetic. In the presence of hydrogen peroxide and PMM-Ag°, the
blue solution of indigo carmine was oxidized to produce a light yellow solution of isatin-5-sulfonic
acid. The proposed nanocomposite is a promising catalyst and can be used for the determination
of glucose in biological fluids.

Key words: silver nanoparticles, polymethacrylate, peroxidase-like activity.

BBenenune

[Tpuponnbie GpepMEHTHI — OMOIIOTHYECKHE KaTaIM3aTOPhl OETKOBON MPUPOABI, KaK IPaBHUIIO,
00JaaloT BBICOKOH cyOCcTpaTHON crielu(PUUHOCTHIO U KaTaTUTH4YeCKON 3(pPEeKTUBHOCTHIO, OJTHAKO
HU3Kas CTaOUIIBLHOCTD, TPYI0EMKHE MTPOLIECCH] BBIJICJIEHUS U OUUCTKHU, a TAKXKe BbICOKAsi CTOUMOCTh
OTPAaHUYUBAIOT WX MPUMEHEHUE B AHATUTUYECKHX LEsIX. B CBA3M ¢ 3TUM akTyalbHOU 3amaueit
CTAaHOBUTCS MOJyYEHUE HMCKYCCTBEHHBIX ()EPMEHTOB, JIMLICHHBIX IE€PEUHCICHHBIX HEJOCTAaTKOB.
Iupoko u3yyaemMoi B OCIEAHHUE TO/IbI ATbTEPHATHBOM MPUPOTHBIM (PepMEHTaM CTaId HAHO3UMBI
— HaHoOMaTepualbl C NPUCYIIUMU UM (EPMEHTATUBHBIMU KATAJIUTUYECKHUMH CBOMCTBaMH.
CTaOWIBHOCTh TPU XPAaHEHUHU, YCTOMYMBOCTh K arpecCUBHBIM cpefaM, MPOCTOTa MOTy4YEHHS
U HU3KasT CTOMMOCTh B COYETAaHUU C YHUKAJIBHBIMU (PU3UKO-XMMUYECKUMHU CBOMCTBAMHU
HaHOMaTepHalioB 00eCIeYnBalOT pa3HoOOpazue obiacTed MpUMEHEHHs] HAaHO3UMOB, B YAaCTHOCTH,
B pa3palOTKe aHATMTUYECKUX CEHCOPHBIX CHCTEM.

B kauectBe HaHO(EPMEHTOB MOTYT BBICTYNATh HAHOYACTHIIBI OJArOpOAHBIX METaJIOB
(Ag, Au). Hanouacruusl cepedpa (HU AQ) UMEIOT HEBBICOKYIO CTOMMOCTh, @ UMMOOWIIN3AIHS X
Ha TBEpJbI€ TMOJUIOKKHU MOBBIMAeT cTabuiabHOCTh HY M cpok xpaHeHuss HaHo3uma. Hawuboinee
n3ydaemMoit hepMenTonono0Ho# aktuBHOCThIO HU Ag siBNIsieTCs MEpOKCH1a30110,100Hasi aKTUBHOCT,
TaK Kak NepOKCHJI BOJOPOAa — MPOJIYKT MHOTMX aHAJTMTUYECKUX peakuuid [1].

Takum oOpazoM, 11eJbI0 JAaHHOU pabOThI CTANIO UCCIEA0OBAHUE MTEPOKCHIA30MI0TI00HBIX CBOMCTB
HAHOYACTHI] cepebpa, NMMOOMITM30BaHHBIX B MOTMMeTaKkpHnaTHyio Marpuny (ITMM-Ag®) [2].

JKCIEePUMEHTAJIbHASA YaCTh

Cunmes HY Ag ¢ [IMM (ITMM-AgQP®) poBOIHITH ITyTEM TEPMIYECKOTO BOCCTAHOBIICHUS HOHOB
cepebpa B [IMM. MMmmoOnnmn3anuto noHoB cepedbpa B [IMM mpoBoauiau U3 BOJHOIO pacTBOpa
AgNO; (C=5,6-10% wmoms/m, pH 5-7) myrem mnorpyxkenms miactue IIMM B pacTBop c
MOCJIEAYIOIUM NIEPEMEIINBAHUEM B POTATOPE B Te€UEHUE 2—4 MUHYT. 3aT€M IJIACTUHBI BBIHUMAJIH U3
pacTBopa M MoMeIlain B CyInUIbHbIN mkad Ha 3—5 muH npu temnepatype 140 °C. Takum oOpazom,
mactuHbl [IMM okpammBanuce B XKEJITO-KOPUYHEBBIM 1BET U umenu nosocy IITTP-nornomenus
C MAaKCUMYMOM Ha JJIUHE BOJHBI 415425 HM.
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YUEHBIX «ITEPCITEKTUBBI PASBUTUSA ©YHJIAMEHTAJIBHBIX HAVK» o7
- e Ilepoxcuoazonooodmyio AKMUBHOCMb ITMM-Ag°
X 3aTHH-5-cy b oHOBaS
HmpreRAT KHCI0TA uccnedosanu TyTEM U3YYCHHUS PEaKIUd  KaTAIUTHYECKOTO

OKHUCJIEHHUS HHIUTOKapMHHA C MAaKCHUMyMOM IIOTJIOLIEHUS NpuU
610 am, koTopsiid B pucyTcTBUU H202 00pa3yeT cBETI0-KeIThIH
pacTBOp U3aTHH-5-CyIb(GOHOBON KUCIOTHI (pHC. 1).
Kunernuecknii aHamu3 ¢ ucronb3oBaHneM ITMM-AgP®
IpoBOAMJIM B JBa 3Tana. Ha mnepoBoM »3Tame BapbUpOBaIU
koHUeHTpauuto  H202 mpu  HOCTOSIHHOW  KOHLIEHTpalUu
Puc. 1. Oxucrenue unouzoxapyuna ~ "HAMTOKAPMHHA B PacTBOpe. Ha BTOpOoM »3Tame BapbupoBaiu
nepoxcudom 6000poda 6 KOHIEHTPALMI0O MHIUTOKapMUHA B PacTBOpe, MOAEPKHUBAs
npucymemeuu IIMM-AQ® koHneHTpauuto H202 noctosinHoi. [1o pesynbraTam u3mMepeHHit
ONTUYECKON TIUIOTHOCTH PAacTBOPOB HMHAWTOKapMHHA IOCIIE
oxkucnenus HpO; B mpucyrctBum [IMM-AQ crpounu KuHeTHueckue KpuBble (3aBUCHMOCTHU
KOHIEHTPAllMU WHIUTOKapMHHA OT BpPEMEHH) M IO HAKJIOHY HayallbHbIX JIMHEHHBIX yYacTKOB
OIpeeIsUTN HaYaIbHbIe cKopocTH peakuuu (Vo). Kunernueckue napamerpbl, Takue Kak KOHCTaHTa
Muxasnuca (Km) 1 MakcumanbpHasi CKOPOCTh peakinu (Vmax) pacCUUTHIBAIU, TPeoOpas3ysi KpUBbIE
3aBHCUMOCTH HA4aJbHOH CKOPOCTH PEAaKUMU OT KOHIEHTpAalMu CcyOcTpara B JIMHEHHYIO (GopMy
cornacHo ypaBHeHuto Jlalinynsepa-bepka:

H,0,, IMM-Ag"
| —

rie

Vo — HaYasbHasi CKOPOCTh PEAKIIHH;

[S] - xoHueHTpauusi WHAMIOKAPMHUHA, CHTHAJ TMOIJIOIICHHUS JUIi HMHIUTOKapMUHA
MEPECUYUTHIBAIM B KOHIICHTpAIUIO 1Mo 3akoHy byrepa-JlamOepra-bepa, ucnomnb3ys kodhduimeHt
MospHOro norsomenus mpu 610 uum (e = 8,1-10% momst-emt-m).

Uem Oosbire 3HaueHUE Vmax, TEM OBICTpEe mporiece kartaausa. Yem menbIine Km, TeM Oosnblie
CpoICcTBO (hepMeHTa K JaHHOMY CyOCTpaTy | BbIIIE HaYalbHasi CKOPOCTh PEAKIIMU, H HA00OPOT.

Pe3yabTaTsl

Ha pucynke 2 mnpencrasineHsl ¢ororpaguss M CIHEKTPbl MOTJIOIIEHUS PacTBOPOB
uaurokapmuna (C = 2,3-10* M, pH = 4) B orcyretBue (1) ¥ B IPHCYTCTBUE Pa3IHYHBIX PEAreHTOB,
noJry4eHHble cnycTst 50 MUHYT Mociie Hayasla peaklny.

PacTBOp, cozepkamuii oopaser; HaHOkoMIo3uTa B oTcyTeTre Hy02 (C =2,7-10° M) (3) He
M3MEHWI OKPACKY, B TO BpeMs KaK OKpacka pacTBOpa MHAUTOKapMHHa, cofepxaiiero H2Oz (2), crana

A OnmemHee, 4TO YKa3piBaeT Ha crmocoOHocTh H2O»
! OKHUCIISTh WHIUTOKapMHUH B OTCYTCTBUH
KaTaJiu3aTopa. Cnenyer OTMETHTH, 4TO
JUI pacTBopa, coaeprkaniero nHaurokapmut, H.Oz n
[IMM-AgQ® (4) oTcyTcTByeT THK MOTJIOMIEHHS
Ha 610 HM, OH MMeEeT CBETJIO-KENTYI OKPacKy, 4TO
TOBOPUT O TTOJTHOM 33aBEPIICHUH PEAKIINY OKUCICHUS
WHUTOKapMHUHA 10 U3aTHUH-5-CyTb(OHOBON
KHCJIOTHI.

Ha pucynke 3 mpexacraBieHbl KpUBBIE
3aBUCUMOCTH  HA4YaJlbHOW  CKOPOCTH  PEaKIuu
okucnenust (Vo) MHIUTOKApMUHA B TMPHCYTCTBUU
Puc. 2. @omozpadus u cnekmpbl no210ujeHus. TIIMM- Ago or konuenrpamun H02 (A) u

2,0

0,8

0,4

A, HM

0,0 . L h " L
300 350 400 450 500 550 600 650 700 750

acmeopoe.
(1) un aueompMug 2) u :Z)MZOMPMW  H,0,, uHaurokapmuHa (B), koTopsie ObLTH mpeoOpa3zoBaHb
(3) unoueoxapmun + IIMM-AQ, B JIMHCHHYIO  (OPMY  COINIACHO  YPaBHEHHIO
(4) unoueoxapmun + IIMM-AQ® + H,0; JlaitnyuBepa-bepka (b, I).
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Puc. 3. Kpuevie 3asucumocmu Vo peaxyuu oxucnenus unoveoxapmuna 6 npucymemeuu IIMM-AQ® om konyenmpayuu
H20; (A) u unoucoxapmuna (B); epapuxu 3aeucumocmu Vo peakyuu OKUCIEHUS UHOULOKAPMUHA 6 NPUCYMCMEUL
TIMM-AQ® om konyenmpayuu HyO2 (B) u unouzoxapmuna (I') 6 koopounamax Jlaiinyusepa-Bepka

PaccunTaHHble KHHETHYECKHE IlapaMeTpbl Ipolecca OKHCIeHHs uuaurokapmuHa H20:
B ipucyrcTBun [IMM-AQ®, npescrapiennsie B Tabauie 1, CBHAETENLCTBYIOT O Goliee BBICOKOI
KaTaJIUTHYCCKOW aKTHBHOCTH HAHOKOMIIO3UTA 10 CpaBHEeHHIO ¢ mnepokcuaazoii (Km=3,70 MM;
Vimax = 8,71-10% M-c?) [3], tak kak 3mauenme Kmn ams IIMM-AQ® menbme, a 3HaueHue
Vmax — 00JIbIIIE, YEM IS HaTypalibHOTO (hepMeHTa.

Tabnuya 1

Kunemuueckue napamempul npoyecca oKucienus unouzoxapmuna 6 npucymemeuu H>On u ITIMM-Ag®

Kunernueckue mapameTpsl
OmnpeneneHHbIe 10 HHANTOKAPMUHY
Km =0,36 MM
Vimax = 18,0-108 M-c?

Onpenenennsie 1o H,Oo
Kmn=0,92 MM
Vmax = 13,1 . 10_8 M'C-l

3aki0yenne

Takum  obpasom, HaHokommosuT IIMM-AQ®  mposBoser  SpKO  BBIPaKEHHBIE
MEPOKCHU/1a30II0/JOOHbIE  CBOMCTBA, BCIEACTBHE dYero sBisercs 3((EeKTUBHBIM U yIO0OHBIM
B HCIIOJIb30BAHUM KaTAIM3aTOPOM ISl ONIPEAEIICHUS TIIOKO3bI IIFOKO300KCHIa3HBIM METOJIOM.
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Modification of polymeric materials based on polytetrafluoroethylene
for regenerative medicine
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Abstract. In the present work the effect of treatment by low-temperature nitrogen plasma at varying
temperature and exposure time of 20 and 30 min and of hyaluronic acid grafting at varying content
on contact properties of a polytetrafluoroethylene surface is presented. The wettability of the initial
and modified ePTFE samples was analyzed by measuring the contact angle by the lying drop method
and surface energy calculation.

Key words: polytetrafluoroethylene, plasma modification, hyaluronic acid, wettability

Beenenue

Pacmpennass dopma mnonuterpadropstiiiena (IITDD), nassiBaemas ePTFE, mmupoko
UCIIOJIb3YETCSI TP U3TOTOBJICHUH UMILIAHTATOB JUIS CEPACYHO-COCYIUCTOM 1 o01eit xupypruu [1].
I'maBabIM HepocTaTkoM EPTFE sBrsercst ruapodhoOHOCTh TOBEPXHOCTH, KOTOPAs MOKET MPHUBECTH
K aJre3u TpoOMOOLIUTOB U 00pa30BaHUIO TpoMOa, MPUBOJSA K YXYIIECHUIO IpoTe3a. M3-3a uHepTHOM
npupoasl ePTFE Bo3HHMKaeT HEOOXOAUMOCTb €ro IMOBEPXHOCTHOM (YHKIMOHATU3ALMU C
JaJIbHEUIITNM IPUBUBaHHEM OMOJIOTMYECKH aKTUBHOT'O COEAMHEHUSI, KOTOpOe OYyJIeT CllocoOCTBOBATh
YAY4IIEHUI0 TEeMOCOBMECTUMOCTH Marepuana. ['mamyponoBas kucinota (I'K) npencraBisercs
MEePCIEKTUBHBIM BEIIECTBOM [IJI1 BBEIECHUS B TOBEpXHOCTHBIM cioii ePTFE. W3nenus,
Monudunmpoannele 'K, 001aga0T TMOBBILIEHHONH T'e€MOCOBMECTHMMOCTBIO, HE OKa3bIBas
HeraTuBHOro »¢¢eKkra Ha MEXaHWYECKHEe CBOWCTBA HMIUIAHTATOB M JKU3HECIOCOOHOCTH
okpyx)aroumx kietok [2]. Jobutbes sbdexruBnoro npusuBanus 'K na mosepxuocts ePTFE
BO3MOXXHO 3a cueT OoOpa3oBaHMs HOBBIX a30T- U KHUCJIOPOJCOJEPKAIIUX TPYIMI MOCPEICTBOM
I1a3MeHHOW 00paboTku. Llenpro aHHON pa®oThI ABISETCS UCCIEAOBAHUE BIUSHUS COJCPKAHUS
MIPUBUTON THATYPOHOBOM KHCIIOTHI Ha 3apaHee MOAU(PHUIIMPOBAHHYIO IJIA3MOM a30Ta MOBEPXHOCTH
ePTFE B reuenne 20 u 30 MUHYT, Ha KOHTaKTHBIE CBOMCTBA MOBEPXHOCTH MaTE€pPHAJIOB.

JKCNepUMeHTAIbHAA YaCTh

B kagecTBe 00BEKTOB HCCIIEI0BaHMS OBIIIH HCIIOIB30BaHbI TPOTE3BI TS CEPICIHO-COCYHCTON
cucreMbl Ha ocHoBe BcrieHeHHOro [ITOD mapku GORE-TEX®. O6paboTka sKCepuMEHTaIbHbBIX
00pa3I0B HU3KOTEMITEPAaTYPHOH! IIa3MOil OCYIIECTBISUIACH C UCIIOJIB30BAHUEM IUIa3MOTeHEpaTopa
«[TMHK» B atmocdepe azora [3, 4]. DxcnepumeHTanbHbie 00pasubl ePTFE ¢ MoanuimpoBaHHOM
ITOBEPXHOCTBIO pa3pe3alid Ha cerMeHTHI pasmepoM 10x10 cm m nmorpykanu B BoHbIN pactBop ['K,
BapbUpys KOHIIEHTpALUIO pacTBopa | Mr/mi, 2 mr/mi u 3 mr/mi. Yepes cyTku 0Opa3iisl IpOMbBIBAIN
TVCTUUTUPOBAHHON BONOW ¥ OCTaBISUTM CYMHUTHCSA. JIJIT OIEHKM CMadyuBaHHSI TOBEPXHOCTH
MCXO/IHBIX 00pas3II0B U MOCIIE MOBEPXHOCTHOTO MOAM(PHUIIMPOBAHUS IPOBOMIIN U3MEPEHNE KPAaeBOTO
yrina cmauuBaHus (KYC) mpu KOHTakTe ¢ TOJNSAPHBIMH TECTOBBIMH SKHUAKOCTSIMH — BOJIOH,
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TJIIMUEPUHOM, a TAK)KE C HEMOJIAPHOU — AUHOAMETAaHOM METOAOM JIekKAIEH KaIUId U MOCIENYOIIU N
pacuet nmoBepxHocTHOU sHeprHH (I19) ¢ momompio [0 DSA1 Ha mpubope EasyDrop (KRUSS).

Pe3yabTarsl

Hnst o6pasuoB ePTFE, ob6paboTanHbix 11a3Moil azora B TeueHue 20 MHHYT ¢ NMPUBHUTON Ha
noBepxHoctu 'K, Habmomaercst tenaeHus k ymenbmenuto KYC ¢ ypenmuuenuem conepkanus 'K
B pacTBOpE MPU CMAYMBAHUH MOBEPXHOCTU IKCIIEPUMEHTAIBHBIX 00OpPa3IoB CO BCEMH TECTOBBIMH
x)uakoctsamu (tadsmmna 1). Tak, 3Hauennss KYC ymenpmanucs ¢ 103,9 © mo 99,85 °©, 47,51 °, 101,33 °©
npu conepxanuu B nosepxHoctd 'K 1 mr/mi, 2 mr/mi, 3 Mr/mi, COOTBETCTBEHHO, IPH KOHTAKTE
MMOBEPXHOCTH 00pPa3IoB ¢ BOJOH. BeposTHO, HA CHMI)KEHHE 3HAYCHUIN KpPaeBOIr'o yriia CMayWBaHHS
OKa3bIBAIOT BIHSIHKE 2 (aKTOpa: HATMYHNE B COCTABE IUIA3MEHHO-MOAU(PUITIPOBAHHON TOBEPXHOCTH
a3oTcojaepX)aux (yHKIIMOHAIBHBIX TPYMI, a Takke Haaudue B Moisiekyse 'K kapOOKCHIIBHBIX,
THAPOKCWIBHBIX W alleTOAMHUJHBIX TPYIN, CIOCOOCTBYIOIIMX YIYYIICHHID CMadyuBaeMOCTU
MMOBEPXHOCTH UCCIIEAYEMBIX MaTEPHAIIOB.

Tabnuya 1
3nauenus KYC 0o u nocie nosepxnocmuoil pynxyuonanuzayuu nogepxnocmu ePTFE
KoHTakTHas )KUJIKOCTh
06pa3eu BOIa I TJINIICPUH | IUHOOMETaH

3nauenus KYC, rpan.
IIT®D ucxonHmeIit 127,6+5,2 130,2+3,6 109,3+£8,7
[IT®3+mnazma Nz 20 mun 104,4+2,5 108,3+1,2 88,3+5,6
IT®D+mmazma Nz 20 mun+1 mr/mia 'K 99,6+7,1 103,9+4,0 82,4+3,11
TIIT®D+mrazma N2 20 mua+2 mr/min 'K 47,5+£3,2 101,3+3,9 88,2+8.4
TIIT®D+mrazma N2 20 mua+3 mr/min 'K 65,5+6,4 91,3+2,2 46,7+1,0
IT®S+mna3ma N 30 mun 110,9+1,5 99,3+6,5 84,6+5,9
IT®3+mmazma Nz 30 munt+1 mr/mia 'K 79,5+4,7 100,4+1,3 91,3+£7,6
TIIT®D+mrazma N2 30 mua+2 mr/mn 'K 42.7+0,7 96,3+1,9 46,5+1,7
[NT®S+mnaszma Ny 30 mua+3 mr/mn 'K 59,1+4,6 76,4+0,5 25,3+4,2

OOpatHasi KpacBOMY yIJy CMauyMBaHUs 3aBHCHUMOCThH HAOIOAETCS 71l 3HAYEHU CBOOOIHOM
I13, xoTopas moBbIIAaeTCS ¢ yBeNUueHHEM cojiepxanus npuBuBaemoil I'K B pactBope. IIpu sTom
MakCUMaJibHOE yBenuueHue cBoOomHoi [1D mocturaercst mist obpasua ePTFE, obGpaborannoro
r1a3Moii B Tedenue 30 MUH ¢ coepkanueM npusuToil 'K Ha moBepxHOCTH 2 MI/MJI ¢ Ipeo6iiaiaHueM
JMCTIEPCUOHHON KOMITOHEHTHI (pHc. 1). Micxo/st U3 pe3ysibTaToB, MOKHO 3aKITIOUYHTh, YTO TEPBUYHAS
aKTUBAIMS TIOBEPXHOCTH MOTOKAaMH IUIa3Mbl a30Ta C JAajbHeWmmM npuBuBanueMm ['K sBisercs
MOJIXOSIIMM METOJIOM CO3/1aHus TuAPopUIBLHON noBepxHOCTH U3enuii u3 ePTFE.
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3akiro4yeHue

B wuccrnenoBanum OLICHUBAJIOCH BIMAHME KOHIEHTpanuu, npuBuBaemoil 'K Ha 3apanee
aKTUBUPOBAHHYIO IUIa3MOi a3ora moBepxHocTh €PTFE. Ilokazano ymydinenue ruapoduibHBIX
cBoiicTB moBepxHocT €PTFE ¢ yBenmnuenuem copepxanus npusBuBaemoil ['K B pactBope.
Pe3ynbTathl nccneoBaHus O3BOJIST CO3AAaTh HOBBIN OM0ocoBMecTUMBbIN MaTepuan Ha ocHoBe ePTFE
C IPUBUTHIMU (DYHKIMOHAIBHBIMU TPYNIAaMU W3 OMOAKTHUBHBIX CTPYKTYp A NPUMEHEHHs B
BOCCTAaHOBUTEJIbHON MEIUIIMHE.

Hccneoosanue  evinoaneno  npu  noodepxcke  Ilpocpammvr  paseumus — Tomckozo
2ocyoapemeennoz2o ynusepcumema (Ipuopumem-2030).
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Ionyyenne u ucciaer0BaHNEe CTPYKTYPbI M MEXaHHUYECKHX CBOMCTB ciiiaBa AK12
¢ MMPOMEKYTOYHBIM CJI0eM U3 0a3a/1bTOBOM TKAHU
B./l. Banuxos, 1. A. )KykoB
Hayunslii pykoBoautens: npodeccop, A.¢.-M.H. A.b. Bopoxiio
HannoHanbeHbIN uccinenoBaTenbCckuii TOMCKUI rocy1apCTBEHHBI YHUBEPCUTET,
Poccus, r. Tomck, nip. JIennna, 36, 634050
E-mail: valihov.snobls@gmail.com

Synthesis and study of structure and mechanical properties of AK12
alloy with an intermediate layer of basalt fabric
V.D. Valikhov, I.A. Zhukov
Scientific Supervisor: Prof., Dr., A.B. Vorozhtsov
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: valihov.snobls@gmail.com

Abstract. In the present work, the structure and mechanical properties of aluminium alloy AK12 with
an intermediate layer of basalt fabric were investigated. It was found that the Brinell hardness near
the basalt fabric decreases from 111 to 93 HB, while the Vickers microhardness increases slightly
from 138 to 143 HV.

Key words: Aluminium alloy, basalt, hardness, laminated composite.

BBenenne

CO3I[aHI/I€ HOBBIX KOMIIO3MIIMOHHBIX MAaTCpHAJIOB HAa OCHOBC AJIIOMHWHHA C IMPUMCHCHHUEM B
KauecTBE yNMPOUYHUTEN 0a3albTOBBIX BOJIOKOH SIBJISIETCS MEPCIEKTUBHBIM HaIllpaBlIeHHEM B cdepe
CO3/IaHUS KOMIIO3UTOB, Ojlarojaps TOMy, YTO 0a3aJbTOBHIC BOJIOKHA HUMEIOT BBICOKHE (U3HUKO-
MEXaHHYECKHUEe CBOMCTBA, COMOCTOBHMBIE C BBICOKOMOIYJIbHBIMU CTEKJISHHBIMU BOJIOKHAMU U
yriepoaHbIMU BoJiokHaMu [1-3]. OHAKO CTOMMOCTB MPOU3BOJCTBA 0A3abTOBBIX BOJOKOH B Pa3bl
HUKE CTOMMOCTHU TIPOU3BOJCTBA CHHTETUYECKHX BOJIOKOH, a Takke 00yiee IKOJIOTUYHO.

B nacrosimee BpeMs nmpu pazpab0TKe METaUIOMATPUYHBIX KOMITO3UIIMOHHBIX MaTEepHUAIOB HA
OCHOBE aJIOMHUHHUS HCIIONB3YIOTCS HECKOJIBKO BHJIOB 0a3albTOBBIX BOJIOKOH: HEIMpEephIBHbIC
0a3anbTOBbIC BOJIOKHA, Oa3aibToBas GUOpa 1 M3MEIbYEHHBIC 0a3aIbTOBBI BOJIOKHA (4acTHIlbl) [4—6].
OTnenpHBIM MHTEpPEC MPEJCTABIAET HUCCIEIOBAHUE CIOUCTBIX KOMITO3UIIMIIOHHBIX MaTEepHANIOB C
MPOMECIKYTOYHBIMH CJIOAMHA U3 0a3aIbTOBOM TKaHH, KOTOPLIC 6BICTpO CTAaHOBUTCA IPUBJICKATCIIBHBIM
JUISL KOHCTPYKTOPOB.

Cioucreie KOMITO3UITUOHHBIC MAaTCPpHAJIbl MPEACTABIIAIOT c000l1 MHOT'OCIIOHHBIE MaTcpuraibl,
OCHOBaHHbIE Ha QJIbTEPHATHBHOM pACIOJOXKEHUM B CTONKE apMHPOBAHHBIX BOJIOKHAMHU
KOMITO3UITMOHHBIX MATCPHUATIOB U MCTAJUNIMYCCKUX CITJIaBOB.

Taxoe coueranue oOecreunBaeT MPEBOCXOIHBIE MEXaHMUYECKHE CBOMCTBA, TAKHE KaK BBICOKAsI
yIapHasi IPOYHOCTh, COMIPOTUBIICHUE PA3PYIICHUIO U YCTAIOCTH, HAPSY C BEBICOKOH YCTOHYHBOCTHIO
K MOBPEKICHUSAM M BBICOKOW MPOYHOCTHIO MPH U3TUOE, YTO MEPCIEKTUBHO MPU MCIOJIB30BaHUU B
JUCTax OOMIMBKH CYJOXOAHOTO TPAHCIIOPTAa M a9POKOCMUYECKUN OTPACIH.

Llenpto maHHON paboOTHI sBIsieTcs monydenue craaBa AK12 ¢ mpoMeXyTOYHBIM CIIOEM W3
0a3aJIbTOBOM TKaHM, UCCIIEJIOBAHUE €r0 CTPYKTYPhl U MPOYHBICTHBIX CBOWCTB IPU MCHBITAHUSAX Ha
pacTsiKkeHue U u3ruo.

JKCNepuUMeHTATbHAs YaCTh
B xadecTBe MCXOIHBIX MaTepraIoB ObUT UCTIOIB30BaH alfOMUHUEBHIN cruta AK12

(Al 84.3-90 %, Si 10-13 %, Fe no0 1.5 %, Cu 10 0.6 %, Mn n0 0.5 %, Zn n0 0.3 %, Mg 10 0.1 %, Zr
10 0.1 %, Ti g0 0.1 %, npumecu 10 2.7 %) u 6a3anbTOBast TKaHb C Pa3MepPOM sTueiikn 845x845 MKM.
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J171s TOBBIIICHUS ar€3UX C MATPUYHBIM PACIIABOM ITPOBOIUIIACH METAJUTH3ALIUS TKAHU ITYTEM
MarHeTpOHHOT'O HambUICHUS aJJIOMUHUS M XpOMa Ha MOBEPXHOCTh 0a3aJIbTOBOM TKaHHU.

OO0pa3ipl MOJYyYeHB METOAOM JINThSl B CTAbHOW KOKWJIb, UMEIOMUN (HOpMYy LUWIMHIpA U
cocrosiiuid u3 JByX mnojoBuH. Ciioii 0a3anbTOBOW TKaHU pacroyiarajcs MeEXIy 4YacTsIMU
WIAHIPUYECKOTO KOKWIsA. TakuMm o0pa3oM, 0a3ainbToBas TKaHb pacrojaraiach B CepeluHe
Oyayuiel OTIMBKU. AJIIOMHMHHMEBBIA pacIijiaB, Harpetblil g0 Temmepatypsl 77?7 °C, pa3nuBajics B
CTAIbHOM UWIMHIPUYECKUA KOKWJb, Mporpersidi g0 220°C ¢ mocnenyromiei BUOpalMOHHON
00paboTKOi1 pacmuiaBa 0 MOJHOM KpucTamuzauuu ¢ yactoroit 60 ' B reuenue 30 cekyH.

UccnepoBanue crpyktypsl mnojydeHHoro cmiaBa AKI12 ¢  npoMexyTOYHBIM — ClloeM
0a3aabTOBOM TKaHM OBLI MCCIIE0BAH HA HHBEPTUPOBAHHOM OIITHYECKOM MHUKpOCKoIie Zeiss Axiovert
40 MAT. Teépnocts o bpunHeno Obl1a K3MEpPEeHa Ha YHUBEpcaIbHOM TBepaomepe Metonad 703 ¢
Harpy3koil Ha uHAEHTOp 62,5 Kr, AuamMeTpoM HHAEHTOpa 2,5 MM, BbIAEPKKOH 20 CeKyH.
MuxkpoTBEpaocTh o Bukkepcy Oblia u3MepeHa Ha MUKpoTBepaomepe Meronad 502 ¢ Harpy3koii Ha
ungeHtop 50 rpamMmmoB u BbiaepkKoil 20 cexkyHa. M3mepenus TBEPIOCTU MPOBOIWIUCH BOIU3U
TpaHUIBl pa3Jielia aTIOMHUHHI-0a3aabTOBasi TKaHb, a TaKke B 00béMe Mmertaia. MccnemoBaHus
TBEPAOCTH, CTPYKTYpbl M MEXAaHUYECKHX CBOWCTB BBINOJHEHBI Ha 000pynoBaHuHM TOMCKOTO
PEruoHaJIbHOIO0 HCHTPA KOJIJICKTUBHOI'O IMOJIL30BAHM.

Pe3yabTaTsl

W3mepenus tBEproctu no bpuHemno mokasanu, 4to B 00bEME CIulaBa cpenHsAs TBEPIOCTb
paBHa 111+4.5 HB, ognako pe3ynbTaTbl U3MEpPEeHUs] TBEPIOCTH HA TPAHUILIEC pa3zelia alFOMUHUMN-
0a3anbTOBasl TKaHb MOKAa3ajH, YTO TBEPAOCTb cpenHss TBEpAOCTh paBHa 93+3 HB. PesynbraTh
U3MEpEeHUs MUKpPOTBEpAOCTH N0 Bukkepcy moka3anu, 4To B 00bEME AQIOMUHHUSA CpPEIHSSA
MHUKpPOTBEPAOCTh cocTaBsieT 138+14 HV, npu sTOoM cpenHsist MUKpOTBEPAOCTh BOJIM3HM T'PAHUIIBI
paszzesna anroMUHHI-0a3anbToBast TKaHb paBHa 143+14 HV.

HccnenoBanuss CTpyKTypbl amomuHueBoro cmiaBa AKI2 ¢ npomexyTouHelM ciioem
0a3aIbTOBOI TKAHU MPEICTABICHBI HAa pUC. 1.

s o ? N TR AT

3akoueHune

B pesynbrare mpoBeIeHHBIX MCCIIENOBaHUN OBLTO YCTAHOBJIEHO, YTO TBEPAOCTH N0 bpuHemmo B
00béMe cruiaBa BhIie Ha 16 %, yeM Ha rpaHuIle pa3zeiia aTloOMUHINA-0a3aIbTOBAs TKaHb. ITO OOSICHSACTCS
neexTaMu CTPYKTYpbl Ha TpaHUIlE pa3fieia, BO3HUKIIUMUA B pPE3yJAbTare BBITOPAHHS CMOI,
TIPOITUTHIBAIOIINX TKAHb JUIS yCPYKaHUS BOJIOKOH B TTydKe. Pe3yimbTarsl i3MepeHuii MUKPOTBEPIOCTH I10
Bukkepcy B 00bEMe cIllaBa M Ha TpaHUIlE pasfenia aTlOMUHHNA-0a3aTbTOBasi TKaHb JIeXKAaT B TPaHUIIAX
norpemHocTH. OyHAako HEOOJbIIOE YBEIMYEHHE MHUKPOTBEPAOCTH Ommke K 0a3albTOBONM TKaHHW,
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TPETIONIOKUTENBHO, MOKET OBITh pesynbraroM uddy3un kpemuus (Si02-OCHOBHOM COCTaBIISFOLIMIA
OKCHJI B cOCTaBe 0a3aiibTa) n3 0a3aIbTOBOM TKaH! B 00BEM crtaBa AK12.

Paboma evinonnena npu ¢unancosou noooepyxcke Munoopnayku P®D 6 pamxax
2ocyoapcmeennoeo 3aoanus Ne FSWM-2020-0028.
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Development and research of high-energy material for stereolithographic 3D printing
Y.Y. Verkhoshanskiy, D.A. Tkachev, Ya.A. Dubkova, I.A. Belchikov
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Abstract. In this study, we present the results of the development of the UV-curable material
containing ammonium perchlorate (AP) particles for use in stereolithographic 3D printing. Curing
depth, microstructure and mechanical properties of the 3D printed samples have been studied. The
obtained results show an increase of curing depth with the addition of AP particles, so the curing
depth is increased to 2000 mkm. due to the UV transparency of the AP particles. The 3D-printed
cylindrical samples resist a compression load of up to 29 MPa with a deformation of up to 13 %
without fracture.

Key words: HEM, 3D printing, cure depth, ammonium perchlorate.

BBenenne

N3BecTHO, 4TO TeOMETpHUYECKHE MapaMeTpbl M3JAEIMH Ha OCHOBE BBICOKOIHEPIETHYECKUX
MmatepuainoB (BOM) oka3bIBaloT HENMOCPEICTBEHHOE BIUSHHE HAa UX (DPYHKIMOHAJIbHbIE CBOWCTBA
(ckopocth W 00BeM  ra3oo0pa3oBaHMs, MOJHOTa  mporecca) [1].  AmauTuBHOE
pon3BoAcTBO (AIl) —3TO COBpeMEHHBIH METOJ M3TOTOBJIECHUS H3AEIHI CIOXKHONH I'€OMETpUH U3
Pa3INYHBIX MAaTEPHAIOB.

B cBs3u ¢ pa3ButueM B o0nactu pazpaborkun BOM, nmeercst moTpeOHOCTh B U3TOTOBICHUH
W3JeNIAN C CIOKHOM BHYTPEHHEH I€OMETPUYECKON CTPYKTypoi. M3roToBieHuEe M3AEIUNA C TaKou
reoMeTpHuel Mo KIacCHYeCKUM TEXHOJIOTUSAM (JIUThE, MpPEccOBaHME) TPYAO03aTpaTHO JUOO BOBCE
HEBO3MOKHO.

Komnosunun Ha ocHoBe BOM HMMEIOT 371aCTHUHYIO ITOJIMMEPHYIO MaTpuIly, IMO3BOJISIOLIYIO
CO3/1aBaTh TPEOYEMYIO T€OMETPHIO U (PU3UKO-MEXaHUUYECKHE XapaKTePUCTHKU. B Takoi moaumepHoi
MaTpulle TBEPAbIM IOPOLIOK pPaCIpENesieTcs PaBHOMEPHO, €ro COCTaB XapaKTepU3yeTCs
MOBBIIICHHBIM SHEPTOBBIJICIICHUEM ITPU PEAKIHIX OKUCICHHS U pa3yioskeHus. ABTOpHI [2] moka3zaiu
BO3MOXXHOCTB anantauuu PLA nis co3nanns BOM, npuroiHeix Takxke Ui SKCTPY3MOHHOM ITeYaTH.
B To xe Bpems, OoCHOBHOW Npo0JIeMOIl MpH HCMOIB30BAHUHM 3TOT0O IMOAXOAA SIBISETCS HarpeB
Matepuana 10 200 °C, yTo OrpaHUYMBAET YUCIIO BO3MOXKHBIX BBICOKOOHEPI€TUUECKUX KOMITO3ULIUN
cOoCTaBaMH, CTaOMJIbHBIM B JaHHOW TeMieparypHoil oOnactu. JlOCTaTOYHO MEpPCIEKTUBHBIM
METOZOM aJJUTUBHOTO TPOU3BOJACTBA sBIsAeTca crepeonutorpadus (SLA) wmm umdposas
obpaboTtka cseta (DLP), mpu KoTOpO#l HCIONB3yeTCs CBET C JUIMHOM BOJHBI B Y D-auanazoHe s
OTBEPKACHUS CIIOSI (POTONOIMMEPHON CMOJIBL. DTH METOBI XapaKTEPHU3YIOTCS BBICOKOI TOUHOCTHIO,
OTCYTCTBHEM BBICOKOTEMIIEPATYPHOI'O HarpeBa Marepuaia, a 4ro Kacaerca DLP, 1o oH
o0ecreyrBaeT BBICOKYIO CKOPOCTb ME€YaTH 3a CYET OJJHOBPEMEHHOT'O 3aCBEYMBAHMS BCETO CIIOA.

Takum oOpazom, LETIBIO JTAHHOTO HCCIeN0BaHus ABIIAETCA W3y4YeHUe
Y ®-¢poronoanmepusanu, (bU3MKO-MEXaHUYECKUX u DHEPreTUUECKUX CBOICTB
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MarepuaJjbl 1 METOIbI

B nmanHo#t pabore B KadectBe Y®D-O0TBEPKAAEMOTO CBS3YIOIIECTO HCIIOIH30BAIACH
doTononuMepHasi cMech akpuiatoB. JlaHHBIA cOCTaB SIBISETCS KOMMEPUECKH JOCTYIMHBIM U
npousBoautcs kommaaueid HARZ Labs (Poccust) st DLP 3D-niewaru.

B kadecTBe HEOPraHMYECKOTO OKHCIMUTEINS HMCIOIb30BAJICA MOPOLIOK MEpXJIopaTa aMMOHUS
(ITXA (NH4ClO4)) ¢ pasmepamu uactuir ~50 MkM u 165-315 mkm. YacTuibl npeaBapuTeIbHO
CMEIIMBAJIUCH B COOTHOIIECHUU 2:3 cOOTBETCTBEHHO. [lomyueHHbIi MOpOoIIKOOOpa3HbIi OKUCIUTETh
MOCTETIEHHO 100aBmsui K Y ®D-0TBepkAaeMOl CMOJIE TIPU TIOCTOSIHHOM TIEPEMEIIMBAHUH 10
MOJIyYEHUs CYCIIEH3HH ¢ cojiep:kanueM nopoika 70 macc. %.

Ha mnepBoM »srame omnpeaensiuch OCHOBHBIE MapamMeTpbl MOIUMEPHU3ALUUA TOTYy4YEHHON
CyclneH3ud. /[[ias 3Toro sMmMpHYecKd HU3MEpsIM TOJIIMHY MOHOCHOsS Martepuana mnocie Y-
OTBEp KJIEHUS P JUIMHE BOIHEI 405 HM, MOIIHOCTH 6,5 MBT/cM? U BpeMeHH JKCIIO3HIUHU OT 3 10
65 c. Ha ocHOBaHUM SKCIIEPUMEHTAIBHBIX JAHHBIX ObLIN OMpe/esieHbl TapaMeTphl MOJIUMEPH3aIUN
C wucrnoJib3oBaHMEM 3akoHa bepa-JlamOepTa, KOTOPBIM OINKCHIBAET CBETOYYBCTBUTEIBHOCTh H
riyouny noiumepusarun (Cq).

3-D mewats ocymecTBisiachk ¢ ucrnons3oBanreMm DLP 3-D mpunrtepa mogenu Photon Mono X
(Anycubic, Kwurail), KoTOpbIii ObUI OMOJHUTENHFHO OOOPYIOBaH AaBTOMATUYECKUM pPAaKeJeM,
KOTOpBI OOECTeunBaj aBTOMATUYCCKOE PAaBHOMEPHOE pacIpelelIicHie Marepuajiia B o0yactu
OTBEPIKJEHUS Mepe]] MeUYAThIO KaKI0T0 CJIOS.

Bce uccnenoparensckue padotsl B pamkax HUP npoBoauiancs Ha moBepeHHOM 000py10BaHUHU
TOMCKOro permOHaJIbHOTO LIEHTPA KOJUIEKTUBHOTO IT0JIb30Banus T1Y.

PesyabTaTsl

B pesynbTare wnccienoBaHUs MIPOLECCOB IOIMMEPHU3ALMK ObLIO BBISBICHO YBEIMUYEHHE
ryOuHBl  OTBEpXKIeHMs ¢ joOaBieHueM uactul, IIXA. Pe3ymbraTsl u3MepeHus IIIyOUHBI
OTBEpK/ICHUS [TPUBEICHBI B Tabnuue 1.

Tabnuya 1
Pesynomamul usmepenus enyounvt omeepaicoenus
Bpewms OHeprus I'my6una
N . E.,
Cocras Bo3aenTCBUA Y D- BO3JEHCTBUS, OTBEPXKICHHUS, 2 Dy
2 m/lx/cm
U3JIy4eHus, C. MJDx/cm MKM.
Cocras Ha ocHoBe ITXA ~2000 3,07 426
Ucxonupiii Y O- 60 390 -800 i i

OTBEPK/Ia€MbIi COCTaB

PocT TONIMMHBI OTBEPKAaEMOT0 MOHOCIOS MOCHE 100aBJIEHUS MOPOIIKOBOIO OKHCIUTENS K
ucxoaHoi Y ®-0TBepIKIaeMOil CMOJie MOKET ObITh CBsizaH ¢ Y D-mpo3paunoctsio yactuil [TXA [3].
[Toatomy kpynubie (300 MKM) yacTHIIBI MOTYT paccenBath Y @-u31ydeHHe BrIIyOb OTBEpKIaeMon
CYCIIEH3MH, YBEINYHMBAsi TEM CaMbIM TOJILIUHY OTBEPKAAEMOTO CIIOSI.

O6pa3iel, moaydeHHbie MetooM DLP 3D neuaru (puc. 1a) o0mamany reTeporeHHO M CIIOUCTON
CTPYKTYpOil ¢ paBHOMEpHBIM pacmpeneieHueMm yactuil [IXA 06e3 arnomepauuu. Ilomyuennas
MHUKpPOCTPYKTYpa BKJItouaia KpymnHble mosoctu pasmepom ot 200 no 300 mxM. ITopuctocts MoxeT
ObITh 00YCIIOBJIEHA HU3KOW ajre3uei 4acTHIl K CBSI3YIOIIEMY, KOTOPbIE€ BBICBHINIAIOTCS M3 BHELIHEH
MOBEPXHOCTH MaTepuajia MpH MOATOTOBKE UHUTU(GOB s HUCCIENAOBAHUS MHUKPOCTPYKTYPHI.
POM-uzo0paxkenust moaTBepAwim  cxoAcTBO dactuil [IXA ¢ wMopdomoruer u pasmepom
HabmrogaeMbIx 1op (puc.16).
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Puc. 1. Hz06padicenue (a) u mukpocmpykmypa (6) Haneuamaruvlx 00pazyoe

Yupyrue cBoHCTBa MOJIYYEHHOTO MaTepuaia 1 ero mpoyHocTs Ha cxarue 10 10—15 Mlla 6e3
tactTuaeckoi nedopmanuu u 10 29 + 3 MIla 6e3 paspyuieHus ObLIH OOYCIIOBIEHBI YIPYTUM
MIOBEJICHUEM 3a CUET UCXOHOI0 CBSI3YIOLIEr0 Ha OCHOBE ypeTaH-MEeTaKpuiIara.

[TomyueHHblE MEXaHUYECKHE CBOMCTBA [TO3BOJIMIIN IIOJTYYUTh COOTBETCTBYIOINE MEXAHUUECKNE
XapaKTEepUCTUKM W3Aeauid Ha ocHoBe BOM, wusroroBineHHbix MerogoM DLP 3D-neuatn c
KCIIOJB30BAHUEM MPEJIOKEHHOr0 Y D-0TBEPKIAEMOro MaTepuara.

IIponiecc ropeHust TpeXMEpHbIX OOpa3lloB, M3roTOBIEHHBIX MeTogoM DLP Ha ocHoBe
Y®-oTBepikaaeMoro Marepuaia, ObT PaBHOMEPHBIM, CTA0MJIBHBIM, 0€3 CPBIBOB M 3aTyXaHHM.
ITpu pocte naBnenus ot 0,1 mo 4 Mlla ckopocth ropenus yseauuuaiack ot 0,74 no 3,68 mm/c
COOTBETCTBEHHO.

3aki0ueHue

ITonyueHHas cycneH3us Ha ocHOBe Y D-oTBepkaaemoro casazyrouiero u 70 macc. % mnopoiuka
[TXA sBRsieTcsl MPUTOIHON IS TTeYaTH U3JISIHA METOIOM crepeouTorpaduueckoit 3D nevarn.

I'my6uHa OTBEp)KJIEHUS MOTYUYEHHBIX CYCIEH3UH yBEIMUMBACTCS MO CPAaBHEHHUIO C UCXOIHOU
CMOJIOH HM3-3a Mpo3padHocTH yacTuil AP 1711 ynbTpadruoneToBOro u3my4eHus;

ITomyyennsle oOpasupl ans 3D-nedaT, 3amojHEHHblE OuaucnepcHbIM nopomkoMm [1XA,
BBIIEPKMBAIOT MIPOYHOCTH MpHU cxaTuu 10 29 +3 Mna. [ledopmanus npu cxatuu 0e3 pa3pylieHus
nocturaet 13 %.

Bce 3tu pe3ynbpTaThl, ONUCHIBAIOIINE TOTUMEPU3ALINIO, CTPYKTYPY, MEXaHUUECKHUE CBOMCTBA U
TepMudeckuil pacnag BOM, moryTt ObITh ncnosnb3oBanbsl B DLP 3D-nevaru, a npeanoxxeHHsit Y O-
OTBEp K/IaeMblil MaTepuas — IpU U3rOTOBJIEHUHU U3JeNui Ha ocHoBe BOM co cnoxHoil reomeTpueit
U 3aJJaHHBIMHU IIapaMeTPaMH FOPEHUS.

Hccneoosanue  gvinonneno  npu  noooepawcke — Ilpoepammur  paszsumus — Tomckozo
2ocyoapemeennozo ynusepcumema (Ilpuopumem-2030).

Paboma evinonnena sa cuem epanma Poccuiickozo nayumnoco ¢onoa Ne 23-29-00724,
https.//rscf.ru/project/23-29-00724/
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HccnenoBanue XMuMH4YECKOr0 COCTaBa HeJIeTY4HX KOMIIOHEHTOB
YIJIEKHCJI0THOIO 3KCTPAKTA MUXTHI cudoupckoii (Abies sibirica)
N.0O. Bonomanun, A.M. 3axapkuBa
Hayunsblii pykoBoauTenb: noueHT, k.x.H. T.H. MaTBeeBa
HaunoHaneHbIM UccienoBaTeabCKuii TOMCKUI TOCY1TapCTBEHHBIN YHUBEPCUTET,
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Study of the chemical composition of non-volatile components
of carbon dioxide extract of siberian fir (Abies sibirica)
[.O. Voloshanin, A.M. Zakharkiva
Scientific Supervisor: Assoc. Prof., PhD, T.N. Matveeva
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: ilyavoloshanin@gmail.com

Abstract. In the work the qualitative and quantitative composition of the hydrodistillation product of
the oil ester complex obtained by carbon dioxide liquid extraction of Siberian fir woody greens was
studied by GC-MS. The product was previously separated into unsaponifiable and saponifiable
fractions by boiling first with sodium hydroxide and then with hydrochloric acid. The identified
compounds are of great interest to the pharmaceutical and cosmetic industries.

Key words: Siberian fir, oil ester complex, GC-MS, unsaponifiable fraction, saponifiable fraction.

BBenenne

[Muxta cubupckas (Abies sibirica Ledeb.) — yHuKanbHBIA MCTOYHUK /IS M3BJICUCHUSI IICHHBIX
NPUPOJHBIX coeTMHEeHUH. Ee sKkcTpakTUBHBIE BelllecTBa 001aJat0T HIMPOKUM CHEKTPOM OHOJIOTHYECKON
aKTUBHOCTH, YTO JaeT BO3MOXKHOCTb HCIOJIb30BaTh IHXTY B IPOU3BOJICTBE JIEKAPCTBEHHBIX U
napproMepHO-KOCMETUYECKUX TMPEnaparoB, MUILIEBbIX U KOPMOBBIX J00ABOK, a TaKXe, PEryJsTopoB
pocrta pactenuii [1, 2]. [lepcriekTuBBI HCHONB30BaHUS MTPOTYKTOB KCTPAKIMU ApeBecHOM 3emneHH (/13)
MIUXThI CHOUPCKOH B pa3IMUHbIX 00JIaCTSIX, BKIFOUast MEUIIMHY, (papMalieBTUYECKYIO IPOMBIIIIEHHOCTh
U CeIbCKOE XO3SIMCTBO, MPUBJIEKAIOT BCe Oosbliiee BHUMaHKE [3]. BakHO OTMETUTH CyIIeCTBYOIINE
IIMPOKHE BO3MOXKHOCTU JUIl JaJbHEHIIMX HCCIEAO0BAHMM M NPUMEHEHHs MPOAYKTOB Ha OCHOBE
JPEBECHOM 3eJIeHH UXThI OJ1arosiaps JOCTYITHOCTH U JICIIEBU3HE ChIPbS.

B nocnennue rojpl Ui SKCTPAKLIUU IIEHHBIX CO€AMHEHUM M3 MUXThI MIUPOKOE MPUMEHEHHE
HaIenx MeToJl yriekuciaoTHor skcrpakiuu (COz-9KeTpakims), KOHEYHBIMHU TPOIYKTaMHA KOTOPOH
ABJISIOTCS Takue (pakiuy, Kak BOAHAS U MaciasHOd(pHUpHas. MeToa yrieKUCIOTHOM SKCTPaKIHUU
MO3BOJISIET M3BJEKaTh Ouosiornuecku axTuBHble BemiectBa (BAB) B ucxomHom cocraBe u
COOTHOIIEHMH KOMIIOHEHTOB, M TO3BOJSET JOCTUYb OOJBIIEr0 KOJUYECTBEHHOTO BBIXOJA
KOMIIOHEHTOB, B OTJIMYKE OT KJIACCHMUYECKHUX CIIOCOOOB 3KCTpakiuu. Takum oOpa3oM, akTyanbHOU
3ajaueil ABISETCS COBEPIICHCTBOBAHHME CIIOCOO0B 3KCcTpakiu BAB U3 nuxTel, a Takxke, U3ydeHue
COCTaBa MOJYYEHHBIX MPOAYKTOB HA/IEKHBIMU aHATUTUYECKUMU METOTAMH.

Llenpto JTaHHOTO UCCIEAOBaHHUS ObUIO M3y4eHHE XHMHYECKOIO COCTaBa HENETYYHX
kKoMITOHEHTOB CO2-3KcTpakTa MUXTHl CHOUPCKOW Tra3oxpomarorpaduyeckuM METOJOM C Macc-
cnektpasibHbIM AerekropoM (I'X-MC).

JKCNepuUMeHTATbHAs YaCTh

B kauectBe oOBekTa ucCCIEAOBaHHUS ObUI B3ST HEJIETYYHMH OCTATOK THAPOJAUCTHILISIIAN
MacistHodGupHOro KoHIeHTpata (MOK), momydeHHOTro TIpH YIJIEKUCIOTHOW KUIKOCTHON
skcTpakiuu  JI3 mmxThl cuOupckou. [l JAOCTHMIKEHWS TIOCTaBICHHOW 1ETH  MPOBOIMIN
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MeBAPUTEIHHOE TPYIOBOE pa3feliecHne KOMIIOHEHTOB CMECH Ha OMBUIsIeMble (KHCIOTBI) U
HEOMBUISIEMbIE, JJIsl 3TOTO SKCTPAKT KUISATHIN B TEYEHHE JIBYX YACOB C OOPATHBIM XOJIOAMIBHUKOM
c noOamnenueM 3 % BOJHOTO pacTBOpa THAPOKcHIa HaTpus. Heombuisemble BemiecTBa H3
MOJIYYEHHOM CMeCH W3BJICKAIM HKCTPAKIUEH TUATHIOBBIM 3(GUPOM, KOTOPHIA BIOCIEACTBHU
yIQIISIIM BBITApUBAaHUEM. BOJIHYIO 4acTh, COAEPIKAILYIO COM OPraHUYECKUX KHCIOT, MOAKHCIISIIN
CONSHOM KucioTOW 10 PH =2, noOuBasck TeM caMbIM BBIICICHHUS KHUCIOT, KOTOpbIE TaKkKe
W3BIICKAIN AUITHIIOBBIM 3(DUPOM.

Jlng mpoBeaeHUsT Ta30XxpoMmaTorpaduyueckoro aHajau3a IOJIydeHHas KHUCIOTHas (pakuus
MOJIBEprayiach JepUBaTH3AIMU ITyTEM METWIMPOBaHuUs. [IpoayKThl 1epuBaTH3aluN aHATU3UPOBAIN
meronom ['X-MC nHa xpomarorpade Agilent 7890 (Agilent, CIIIA) ¢ wmacc-cneKTpaabHbIM
nerekropom MSD 5975C (Agilent, CIIIA) u xanumisspHol KooHKOH 25 M * 0.25 MM ¢ mpuBHUTO#
¢dazoit DB-5ms, Tommmuua ¢aser 0,25 mkm. B TedeHme mepBBIX 3 MHHYT MOJICPKUBAIH
nzorepmuueckuii  pexum npu 50 °C, 3areM nporpaMMHpOBaHHBIM IOABEM TEMIIEpPaTyphbl
10 °C/munyty 10 200 °C ¢ BbIACPKKOM ITPU KOHEYHOM Temmneparype 20 muH u 30 MuUH.

PesyabTaTsl

B weombuisemoit dactu MeromoM [ X-MC Obuto  oOHapykeHo 68 KOMIIOHCHTOB,
UICHTH(UIIMPOBAHHBIE COCAMHEHHS YKa3aHbl B Ta0mume | ¥ TNpecTaBIeHbl TEpPICHAMH,
CECKBUTEPIICHAMH, JUTEPICHbI U HMX KHCIOPOJCOACPKAIMMH TPOU3BOJAHBIMU TEPIICHOUIAMH,
CECKBUTEPIICHOUAMU U TUTEPIICHOUAAMH. Y CTAHOBIIEHO, YTO HCCIEIyeMble 00pa3Ibl MUXTOBBIX
HKCTPAKTOB SBIISIOTCS HCTOYHUKOM BEILECTB Ja0AaHOBOTO PsA/Ia, TAKAX KaK SITUMAHOOJ U CKJIAPEOJL.
JlaHHBIE COEAMHEHMs OTHOCATCS K JIa0JaHOBBIMH CHHPTaMH, MHTEPEC K KOTOPHIM OOYCIOBIECH
OIPOMHBIM TOTCHIIMAJIOM MPUMEHEHUs B MEIUIMHE W (hapMakojoruu. B dacTHOCTH, CKIapeos
NpUBJIEKAaeT 0c000e BHUMaHME HMCCieoBaTeel Oiaronapsi ClloCOOHOCTH MHUIIMMPOBATH aIloNTO3
OITyXOJIEBBIX KJIETOK 1 rprboB (Hampumep, rpudos Candida albicans) [4].

Taxxxe ObuT OOHApYXKEH (-TOKO(Eepoa — Hanboee OMOIOTHYECKH aKTHBHBIA MPEICTaBUTEIb
rpymibsl TokodeposioB (ButamuH E).

Tabnuya 1
Cocmag Heombinsgemotl yacmu ocmamxa cuopooucmuniayuu MOK
HanmenoBanue Conepxanue, % HanmenoBanue Conepxanue, %
Bopreon 2,28 HemOpen 1,05
JlorrHdoneH 0,23 MaHOWIOKCHUT 3,35
Kapunogpmmien 1,47 DNUMaHOOI 4,45
T'ymynen 0,26 Ckmapeon 9,40
B-bucabosien 1,52 IMumapa-7,15-auen-3-ou 0,59
B-I'umaxasnen 0,52 Jleruapoabuerais 0,63
a-ITatyoynen 0,82 Perunon 1,94
Jlonrubopueos 0,41 Metunaeruapoabuerar 0,26
Cenuna-6-eH-4-oi 0,82 Jeruapoadbueros 4,66
o-bucadonon 4,82 IMumapa-7,15-auen-3-o01 2,05
dapHe30 0,25 CKIIapeOoJIOKCH /T 0,22
B-Heponumon 0,79 Metunneruapo-6-neruapoadbuerar 0,30
8-Kanunon 0,25 Merunabuera-8,13(15)-nuen-18-ar 0,22
Tpaxwuioban 0,48 a-Tokodepo 0,20

B xucnornoit ¢pakmuu  meromom I'X-MC Obutn  oOHapyXeHbl 52 KOMIIOHEHTAa,
UICHTUQUIMPOBAHHBIE COEAMHEHMs] yKa3aHbl B Taliuie 2. B OCHOBHOM OHM IpeacTaBiIeHbBI
METHJIOBBIMH 3(pHpaMHi aIn(aTHUECKUX HACBHIIIEHHBIX M HEHACBHIIEHHBIX KHUCIOT. Takxke ObuIM
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UACHTU(DUIIMPOBAHBI METHJIOBBIE 3(DUPBI JUTEPIICHOBBIX WM «CMOJISIHBIX» KHCIOT. MeTogoM
BHYTPCHHEH HOpPMAJIM3allMM PACCUYUTAHO, YTO CpeId WICHTH(GUIMPOBAHHBIX COCITUHEHHI
COACPIKAHUC HACBIICHHLIX 1 HCHACBIIICHHBIX KUCJIOT NPAKTUYCCKHU OJUHAKOBO U COCTABJISICT OKOJIO
25 % ot cyMMBI III0MIaAel Bcex 0OHapyKEHHBIX MMKOB. OJIEMHOBAs KUCIIOTA IPUCYTCTBYET B CAMOM
ooubiiom konmuectse (13,8 %).

Tabauya 2
Cocmas gpaxyuu opeanuieckux Kuciom ocmamia euopooucmuisyuu MOK
HanmenoBanue Conepxanne, % HanmenoBanue Copepxanue, %
T'excanoBas kuciora 2,19 T'excagexanoBast KUCJIOTa 6,47
4-MeTunmneHTaHOBAs KUCIOTa 0,44 I'enromen-10-eHoBast KUCIOTa 0,78
Benzoiinas kuciaora 1,17 I'enramexkaHoBas KUCI0Ta 3,58
Bopueon 0,40 TonomatyeBast kuciaoTa 3,18
Oxkranen-13,16-muuHOBas KUCIIOTA 0,49 Okraneka-5,9,12-TpreHoBast KHCIOTa 4,22
Oxraznen-13,16-11uuHoBas KUCIOTa 0,50 Okrazen-9-eHoBas KUCIOTa 13,08
JlexaHoBast KUCJIOTA 0,69 OkKTageKkaHoBask KUCI0Ta 2,19
Vunen-10-eHoBas kuciora 1,10 Honanexanosas xkuciiora 0,54
JlomexaHoBast KHCJIOTa 0,78 DiKo3aHOBAs KUCIOTA 0,63
T'ekcagekan 0,22 HeruapoabueTnHoOBast KUCIOTA 1,11
TerpanexkanoBasi KUCIOTa 0,75 AOHEeTHHOBAs KUCIIOTa 2,25
12-MeTHneTpaseKkaHOBast KACIOTA 0,33 Jloko3aHOBast KHCIIOTa 0,64
IlenTanexkaHoBas KUCIOTA 0,38 Terpako3aHoBasi KHCIOTA 0,75

3akioyeHue

B mpouecce wu3ydeHMs XMMMYECKOTO COCTaBa HEJETYYero OCTaTKa TIMIPOAWCTHIUISLIIU
YIJIEKHCIIOTHOTO SKCTPAKTA IUXThI CHOMPCKOM OCYILIECTBIIEHO MPYIIIOBOE Pa3/iesIeHHEe KOMIIOHEHTOB CMECH.

B HeompuiseMoil 4acTH HAEHTU(ULMPOBAHBI COEIUMHEHUS, NMpPHUHAUISKAIINE K Kiaccam
MOHOTEPIIEHOB,  TEPHEHOUIOB,  CEKCBUTEPIIEHOB,  CEKCBUTEPIICHOMIOB,  JOUTEPIIEHOB U
JTUTEPIIEHOUJIOB, a Takke TokogeponaoB. OcoOblii MHTEpEC BHI3BIBAIOT JIA0JaHOBBIE CIHPTHI,
oOHapy>KEHHbIE B UCCIIEIyEMbIX 00pa3liax, B CUITy UX BBICOKOW IIEHHOCTH JUIsl (hapMalleBTHUECKOH U
KOCMETHYECKON IMPOMBIIIJIEHHOCTH. Y CTAaHOBJIEHO, YTO 3MHMAHOOJ U CKJIApeos cojepxaTcs B
3HAYUTENbHBIX KOJMYECTBAX OTHOCUTENBHO JAPYIMX KOMIIOHEHTOB HeoMblIsieMoil yactu (4,45 % u
9,40 % COOTBETCTBEHHO).

B kucnoTtHoi dYacTM MAEHTHU(QULIMPOBAHBl COEIUMHEHMs, MpHHAUIeKANIME K KiaccaM
HACBILIEHHBIX, HEHACBIILIEHHBIX U CMOJISIHBIX KUCIIOT.
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Extraction with ethyl alcohol of gasoline extract of european spruce tree (Picia abies)
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Abstract. The present work was aimed to identify and determine the differences in the chemical
composition of alcohol-soluble products obtained by successive water-alcohol extractions from the
organic extract of European spruce. The subsequent aim of the research is production of the
individual natural components with useful bioactive properties.
Key words: European spruce, extraction, ethyl alcohol, HPLC.

BBenenne

Breinenenue Ouonorndecku aktuBHBIX BemlecTB (BAB) W3 pacTUTensHOro ChHIphS, Kak B
nabopaTopHON TMpakTUKe, TaK W B MPOMBINUJICHHOM IPOW3BOJACTBE, OCHOBBIBACTCS Ha
SKCTPAKIIMOHHBIX TEXHOJOTHIX. CxeMa TEeXHOJIOTMYECKOTO IpoIlecca Ha MEPBOM 3Tare OOBIYHO
BKJIIOUAET TMOJy4Y€HHE CYMMAapHOTO OOBEIMHEHHOTO JKCTPaKTa, COAEPXKAIIEro Kak IIeJIeBbIe
KOMITOHCHTBI, TaK ¥ OOJBIIOE KOJWYECTBO COMYTCTBYIONIMX BemiecTB. [l manpHEimmen
nepepaboTKU SKCTPAKTUBHBIX KOMIIOHEHTOB TpeOyeTcs MHOTOCTaJAMIHOE MOCeA0BaTeIbHOe
(bpakIMOHUpPOBAHHWE WMCXOJHOM CMECH U BBIJEJICHHE HEOOXOJUMON TPYIIbl COCTUHEHUM
MOCPEACTBOM Pa3NUYHBIX METOJIOB, CPEIHd KOTOPHIX B MPOU3BOJCTBEHHOM MaciuTabe Hambouee
pacmpoCTpaHEHbl CEJIEKTUBHAS AKCTPAaKIMs, MpernapaTuBHas XpomaTorpadus, Kpuctauidzanus u
ocaxzaenue [1]. Ha done pazputus 3eneHoit xumMuu U Gpurodapmaivii Bo3pacTaeT NepCrneKTUBHOCTh
pa3pabOTKK HOBBIX CIOCOOOB U TOJXOJOB K Pa3/JCNCHUIO CMECed MPUPOIHBIX COCIMHEHHH C
IIEHHBIMU CBOMCTBaMH, YTO TO3BOJSET PACHIMPUTH BO3MOKHOCTH KOMIUIEKCHOW TMepepaboTKu
PaCTUTEIBHOTO CHIPhS M YBETUYUTH ACCOPTUMEHT MPOAYKIIUH OMOTEXHOJOTUUECKUX MPOU3BOICTB.
AKTyanbHON 3amaueil sBiseTCs pa3padOTKa HOBBIX M YCOBEPIICHCTBOBAHUE CYIIECTBYIOIINX
CIOCO0OB pa3/eNieHuss CMeced MPUPOJHBIX COSAUHEHUN C IEIbI0 TOJYYCHHS WHIWBHIYaTbHBIX
KOMIIOHEHTOB C IE€HHBIMM CBOMCTBaMH, 4YTO MO3BOJUT YBEIWYUTh ACCOPTUMEHT IOIY4aeMbIX
MpenapaToB I PEIICHUs] Pa3IudHBIX 33/7a4 B 00JIACTH MEAMIIMHBI, (apMaKOJIOTHUH, CEITbCKOTO
XO03sICTBA U APYTHX 00JIaCTEH.

[enpro maHHOM HCCIIETOBATEIHCKON paOOTHI SBISJIOCH BBISIBJICHUE U OTPEICTICHUE Pa3THIUS
XUMHUYECKOTO COCTaBa CHUPTOPACTBOPUMBIX IMPOAYKTOB, MOJYYAEMBIX HPH IOCIEI0BATEIbHBIX
BOJIHO-CITUPTOBBIX H3BJCUCHHIX M3 OPraHMYECKOro 3KCTpakTta e espomeiickoi (Picia Abies) ¢
MOCIEAYIOIEH LENbI0 CO3JaHUS MPUPOAHBIX KOMITO3MIMNA HMHAUBUIYAIBHOIO KOMIIOHEHTHOTO
coCTaBa, 00JIaTafOIINX [IEHHBIMA OMOAKTUBHBIMHA CBOWCTBAMH.

JKCNEepUMEHTAIbHASA YaCTh

OOBeKT uccieoBaHMs MPEACTaBIT COO0W HEOMBUIIEMYIO YacTh OCH3MHOBOTO JKCTPAKTa
€JI0BOM JIPEBECHOMU 3eleHU. B ero cocraB BXOJAT KapOTHHOW[bI, BUTaMHUH E, CTEpUHBI U Ipyrue
COeNMHEHUs, oOO0Najaromue  OHOJNIOTHUECKOH  akTHBHOCTBIO [2].  CylmecTBYyrOT — JaHHEIE,
JEMOHCTPUPYIOIIME, YTO B XOJA€ MepepaboTKu OHOMacchl XBOWHOTO PACTHUTEIBHOIO ChIPbs
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WCIOJIb30BAaHUE BOJHO-CIIUPTOBOM AIKCTPAKIIUU TMO3BOJSET dS(PPEKTUBHO OTACTUTH CyMMY
MTOJTUIPEHOIBHBIX COSAMHEHUI OT IPYTrUX COCIMHEHUI TeprieHoBoro psaaa [3]. B manHoit pabote Ha
OTIBITHO-TA00pAaTOPHOI yCTaHOBKE ObUT M3y4YEeH MPOIECC MHOTOKPATHOW SKCTPAKIIMU MPHPOIHBIX
COEIMHEHUI 3TUIIOBBIM CIIUPTOM.

VcxonHblii OpraHMYecKuil SKCTPAKT ObUT MpeIBapUTEIbHO OYMIIECH OT JIETYYUX BEIIECTB U
XBOMHBIX BOCKOB M3BECTHBIMH MeToAamu [4]. Jlamee mpoBOAMIIN 3KCTPAKLKIO BOJHBIM PAacTBOPOM
sta”ona 80 % B 1abopaTOPHOM peaKTOpe CMEIIESHUS IIPU COOTHOIIEHUH | :8 110 Macce u TeMreparype
50°C. Ilo wmcTedeHMH daca TNepeMeNIMBAHME M IIOJOTPEB MHpeKpamanock. 110 IOCTHXeHHH
KOMHATHOM TeMIepaTypbl CMeChb pa3feiisuiach Ha JBe (as3bl: BEpXHSS — CIHMPTOBOM SKCTPAKT H
HIKHSS — papuHaT (HepacTBOPUMBIE B CIUPTOBOH (haze BellecTBa), KOTOPbIE OTIESUINCE.

W3 T1oay4eHHOro BOJHO-3TAHOJIBHOTO JKCTPAaKTa JUCTUIUIMPOBANIM OSTUIIOBBIA CIHPT.
DKCTpaKLHMI0 OCTaBIIUXCS CHUPTOPACTBOPUMBIX BEIIECTB U3 paduHaTa OCYUISCTBISIU IPHU
aHAJIOTHYHBIX ycioBusX. [Iporecc moBTopstin 2 pasa, TaKUM 00pa3oM, BCErO OBLIO MPOBEACHO
MOCJIEI0BATEIBHO 3 SKCTPAKLUU ATHIIOBBIM CIUPTOM.

[Tonmy4yeHHblE TPOAYKTHl AaHAJIM3UPOBAIM METOJOM BBICOKOA((EKTUBHONW KUIKOCTHOU
xpomarorpadpuu (BDXKX) B m30kpartuueckom pexume Ha xpomatorpade Shimadzu LC-10 ¢
aHamuTHueckor Kojouko 150 X 4.6 mm, nmano-gaza ReproSil CN, 5 mkm. YcnoBus ananumsa:
ANIOEHT T€KCaH-U30MPONUIOBBIN crupT 99:1, ckopocTh moToka 1 Mi/MHUH, TemrepaTypa KOJIOHKH
25 °C, ynpTpaduoneToBoe NeTEKTUPOBAHNE TIPH JUTHHE BOTHEI 220 HM.

Pe3yabTaTsl

B Tabmune 1 mpencraBieHbl JaHHBIE O COOTHOILIEHHMM MAacC HEIKCTparupyeMou u
JKCTparupyeMoi yactei K Macce HCXOJIHOTO ChIpbs U CTEIIEHU 3KCTPAarupoBaHusi (OTHOILIEHUE MACChl
JKCTPArupoOBaHHBIX BEIIECTB K Macce 00pabdaTbhIBa€MOTO CHIPbsi Ha COOTBETCTBYIOIEM 3Tarie) Ha
KaXXJ0¥ MOCJIeI0BATENBHO IPOBEAECHHON CTAIMM CIUPTOBOM SKCTPAKIIHUH.

Tabnuya 1
Maccosbiti 6aranc MHOZOKPaAMHOU 800HO-3MAHOILHOU IKCMPAKYUU COCOUHEHUT el eBPONEUCKOT
Oran Ne W(padunar), % W(akctpakr), % DKcTparupoBanue, %
1 33,67 65,72 65,70
2 26,39 6,83 20,30
3 22,83 2,33 8,80

Cormacio pesynpratam BOXX (puc. 1), KOIUYECTBEHHOE COOTHOIIEHHWE B COCTaBE
AKCTPArupyeMbIX CIHUPTOM BEIIECTB Ha KaXKJIOM 3Tale JKCTPaKIUU paznudanoch. OOHapyKeHbI
3aKOHOMEPHOCTH ITOCJICJIOBATEIILHOW OSKCTPAKIMU Il Pa3HBIX KOMITOHEHTOB. [lo Xapakrtepy
JUHAMHUKH PpACHpEeeNieHUs BEIIeCTB B OSKCTPAKTaX MOXKHO BBIJENUTh JBE TPYIIbI IHKOB:
BO3pACTAMOIINE C Ka)IbIM IMOCIEAYIONMM IPOIIECCOM, M He Bo3pactaromme. K mepBoil rpyrmire
otHocsTcs uku 1-4, 9, 10; ko BTopoii — muku 5-8, 11-15.
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Puc. 1. Xpomamoepammer cnupmopacmeopumvix coeOuHeHul eau eponeticKol

3akioueHne

B xome wuccrenoBaHusi MOKa3aHO KOJMYECTBEHHOE TPYIIIOBOE pas3jidyue B COCTaBe
MOJIy4aeMbIX BOJAHO-ITAHOJIBHBIX IKCTPAKTOB €M eBporneiickoil. cxons u3 xpoMarorpaguieckoro
pouIIs ¥ MOTy4eHHOU TPYIIIIOBOW JMHAMHKH, MOKHO CZCNIATh BBIBOJ, YTO BBIJACICHHBIC TPYIIITHI
KOMITOHCHTOB OTJIMYAIOTCS 110 TOJApHOCTH. [IepBbie 1BE SKCTPaKIIUU HEOOXOAUMO MPOBOAUTH MTPH
WCIIOJIb30BAaHUH CITUPTA MEHBIIEH KOHIICHTPAIUH I 00Jiee PaBHOMEPHOT'O PACIIPEICIICHUSI MacChl
HKCTPAKTUBHBIX BEIIECTB HA KAXKJI0HM CTAINK U YBETUYCHUS PA3IMUUi B UX KOMIIOHEHTHOM COCTaBe.
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for the analysis of phosphovanadotungstates in solution
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Abstract. The presence of different equilibrated chemical species in aqueous solutions of
polyoxometalates represents a challenge for their identification, requiring the use of both separation
and detection techniques. The use of reversed-phase ion-pair high-performance liquid
chromatography (HPLC) in gradient elution mode resulted in optimal separation conditions.
The detection was accomplished by parallel hyphenation of the inductively coupled plasma atomic
emission spectrometry (ICP-AES) and electrospray ionization mass spectrometry (ESI-MS), which
combined the advantages of element and molecule specific detectors. This hyphenation resulted in an
unambiguous identification of the products of the synthesis of mixed-addendum Keggin-type
phosphovanadotungstates with general formula [PVxWi2x040] ¢ (x = 1-3) without the isolation of
the individual species.

Key words: High-performance liquid chromatography, mass spectrometry, hyphenated techniques,
polyoxometalates.

BBenenue

[Tonmuokcomeramnarel (IIOM) mpencTaBisifOT IHUPOKUM KIACC KJIACTEPOB OKCOAHHOHOB
MEPEXOHBIX METAUIOB C YHUKAJIbHBIMH CTPYKTYPHBIMH M (DYHKIIMOHAILHBIMH CBoOMcTBamu [1].
UpesBblyaitHass W3MEHYMBOCTH U OoraTcTBO CTpykTyp I[IOM genaioT WX NEepPCHEKTUBHBIMU
CTPOUTETHLHBIMU OJIOKaMU JIJIs1 CO3/ITaHUS COBPEMEHHBIX (DYHKITMOHAIBHBIX MATEPHAJIOB B PA3JIMUHBIX
0051acTsAX, BKJIOYast MEIUIMHY, POTOXUMHUIO, CEHCOPBI, KaTallu3, HAKOIJICHUE SHEPTUH U T. 1. [2—4].
3amenieHne METAJJIOB B aHUOHHOM KapKace MOJKET JIETKO U3MeHUTh cTpykTypy [IOM, npuBoas k
00pa30BaHMIO CMEMIAHHBIX MOJMOKCOMETAIATOB C YIYYIIEHHBIMH 3JIEKTPOHHBIMH, MATHUTHBIMU U
KaTaJIITUYECKUMH CBOWCTBaMHU [5].

[IpucyTcTBHE paBHOBECHBIX XUMHUYECKHX (DOPM B pacTBOpE SBISETCS CEPhE3HOM mpobiaemMoit
NP M3YyYEHUU TOJMOKCOMETA/UIATOB W3-3a MPHUCYIIEH MM HECENEeKTMBHOCTH B OOpa30BaHUH
WHJIMBUIYAJIbHBIX COECJUHEHUN U MX CHUJIBHOM CKIIOHHOCTH K B3aMMHOMY IpeBpanieHuto. Cocras
TaKUX MHOTOKOMIOHEHTHbIX cMeceil [IOM 3aBucut oT pH, KOHIIEHTpAalMK UCXOJHBIX PEAarcHTOB,
COJIEp>KaIlNX METAIBI U TeTepOoaTOMbl, TEMIEPATypbl M BpeMeHU. Tak, peakiuu camocOOpKU
MPUBOAT K 00pa3oBaHuio cMemanHbX [IOM ¢ HeCKOTbKMMHU 3aMellieHHbBIMU MeTautamu. Hanmnuune
WA OTCYTCTBHE METAJUIA-3aMECTUTENS M KOJUYECTBA €r0 aTOMOB B KJIACTEPE BIMUSAIOT HaA
karanutudeckue cBoiictBa [IOM [6]. CremoBaTenbHO, 3HAHHE CTPYKTYPHI MOJHOKCOMETAIIATOB
He0o0X0IMMO /IJIsl TIOHUMAaHUS U MMPOCKTUPOBaHMs (YHKIIMOHATHLHBIX MaTepuanoB Ha ocHoBe [TOM.
Jlnst ompeneneHuss CTPYKTYPhI, XUMHUYECKOTO U (Pa30BOTO cocTaBa cMeCH KOMIUIEKCHbIX [IOM
LIMPOKO HMCHOJIB3YIOTCS Pa3JIMUYHbIE UHCTPYMEHTAJIBHBIE METO/BI aHajlu3a. PEHTTeHOCTPYKTYpHBIN
aHanu3, SIMP-cnekTpockonusa U Macc-CIEKTPOMETPUSI UMEIOT OCHOBOIIOJIATraloIee 3HAYEHUE IS
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XapaKTEPUCTHKH MOJIMOKCOMETA/UIATOB U UX CTAOMIBHOCTH B pactBope [7]. OmHako, 3TH METOIbI
UMEIOT Psijl HEJJOCTATKOB, & UMEHHO: HEOOXOAUMOCTh BbIIEJICHHS] UHINBUIYaJIbHOTO COCAMHEHMS,
YTO 3a4acTyI0 TPYAHO3aTPATHO WJIM HEBO3MOKHO, BHICOKME KOHIICHTPALIUK AHAJIUTA, HEOOXOUMBIE
JUIS aHaju3a, CI0KHOCTh HMHTEPIpPETald Macc-CIIEKTPOB MHOTOKOMIIOHEHTHBIX cMmeceil [IOM.
CrnenoBatenbHO, IpaBwiIbHAS UAeHTUDHUKAIMS (opM, pucyTcTBytomux B cmecsx [IOM, tpeOyer
JTama pasJeNieHUs, KOTOPOr0 MOXHO JOCTUYb C TOMOIIBIO BBICOKOI(PPEKTUBHOMN KUIKOCTHON
xpomatorpadpuu B coderanuu ¢ aromHo-amuccuoHHOW (MCII-ADC) m macc-CreKTpoMeTpHei
(B3CU-MC), koTOpBIE 0OOBEAUHSIOT B C€OC MPEUMYIIECTBA IIPEABAPUTEIBLHOTO PA3ICICHUS CIIOXKHOM
MHOTOKOMIIOHEHTHOM CMECH C TMOCIEAYIOIIEH OHJIAWH 3JIEMEHT- WJIM MacC-CEJIEKTUBHOM
uaeHTudukanueil aHanutoB. Takoil MOAXOA MO3BOJIWI HJIEHTU(GUIMPOBATH MPOIYKTHl CHHTE3a
cMeraHHbIX hocdoBaHanoBOIb(GpPaMaToB ¢ obmiei hopmynoi [PViWi2x040] G- (x = 1-3).

75

JKCcNepUMeHTAIbHAas YaCTh

DKCHEPUMEHTHI M0 paszaelieHnto ¢ npumeHeHneM BDXXX mpoBommnm Ha xpomarorpade
«Mumuxpom A-02» (OxoHosa, Poccus), cHaOkeHHOM KOJOHKOM I2X75 MM, 3aloIHEHHON
copoenTtom ProntoSIL 120-5-C18AQ. Hns peanmusanuu rudpuanoro meroma BOXX-MCII-ADC
IIPUMEHSJIN ~ aTOMHO-DMHUCCUOHHBIM  CHEKTPOMETp €  HMHAYKTHBHO-CBSI3AHHOW  IUIa3MOM
«iCap 6500 Duo» (Thermo Scientific, CIIIA). O6paOoTKy NOTy4YEeHHBIX PE3yJIbTaTOB MPOBOIUIH C
nmoMmoniplo mporpaMmuoro obecmneuenusi «iTeva» (Thermo Scientific, CIIA). B kadectBe
Macc-celeKTUBHOro netekropa st BOXKX mpumensiim macc-ciiektpometp «Agilent 6130 MS»
(Agilent Technologies, CILIA) ¢ anekTpopachblICHHEM B KA4€CTBE METO/1a HOHU3AIHH.

Pe3yabTaTsl

OnTUMHU3UPOBAHBI  YCIOBUS  XpOMarorpauyeckoro  pasfeleHus  KOMIUIEKCHBIX
MOJMOKCOMETANIATOB ~ Ha  NpPHUMEpPEe  HCCIENOBAaHHWS  MPOAYKTOB  PEAKIMU  CaMOCOOpKH
dochoBanagoBonbhpamaros [PVxWi2x0s0]®™ (X = 1-3) U3 MOHOSIEPHBIX OKCOKOMILIEKCOB.
[Tokazano, uro Hambosee 3(h(HEKTUBHBIM CITOCOOOM pa3elIeHUs] MOJMOKCOMETAIIATOB SIBISIETCS
METOJl MOH-TIapHOH oOpamieHHO-pa30Boi Xxpomartorpapuu. s JOCTHKEHHMS HAWIY4IIEero
pa3jeneHuss ~ KOMIIOHEHTOB  CMECH  HCHBITAaHBl  CIEAYIOUIME  HOH-TIADHBIE  PEarceHTHI:
terpabyrunammonnii  rugpokucun (TBAOH), Tterpabyrtunammonuit  O6pomun  (TBABr),
terpaOyrunammonuii  rexcaproppocpar (TBAPFg), Terpabyrunammonuii  ruapocynbdar
(TBAHSOg), Terpamerrnammonnii ruapocyiabdat (TMAHSO4) u neTHATpuMeTHIAMMOHHNA OPOMHE
(CTAB). YcraHOBIIEHO, YTO HaWIydlllee pasjelieHHe A0CTUraeTcs npu ucnoib3oBannu TBAOH u
TBAHSO4 B kxauectBe mojaBumxHOl (a3sr BOXX; onnako nobaBieHHe MOH-TIApHOTO peareHTa B
COCTaB TOJBM)XHOM (ha3pl MOKET M3MEHUTHh pH W, Kak clencTBHe, MOBIUATH HAa THAPOPOOHBIE
B3aMMOJICHCTBHS, perynupytomue paszaeneHue. [lo 3Toit mpuunHe HeoOXoauM KOHTpoib pH mpu
M3MEHEHHH KOHIICHTPAalMW MPOTHBOMOHA. [I[puMeHeHue a30THOW KHCIOTHI MO3BOJMIO M30eXKaTh
MOSIBJIEHUS] MHOKECTBEHHBIX MUKOB. TakuM 00pa3zoM, ONTUMAJIbHBIM ¢ TOUKH 3PEHUs pa3pelieHus
MMUKOB M BPEMEHH aHaJM3a OKa3aJloCh TPAJUEHTHOE JIIIOMPOBAHUE PACTBOPOM A30THOM KHCIOTHI
(1 MM, pH = 3,0) ¢ no6asnennem TBAOH (0,04%) B kauecTBe 3/Mt0€HTa A W alETOHUTPHUIA B
KadecTBe dt0eHTa b.

[IpemioskeH MoIXo K pacueTy CTEXHOMETPUUYECKIX COOTHOLIEHUH 3JIEMEHTOB B KOMITOHEHTaX
CMeCH KOMIUIEKCHBIX ITOJIMOKCOMETAIIATOB JJISl UX UIACHTU(UKAIINH U OIICHKa TOMOT€HHOCTH ITHKOB
Ha XpoMarorpaMMe ¢ TPUMEHEHHEM IIOCJIEOBAaTEIbHOTO JIETEKTUPOBAHUA B pEKUMax
BOXX-UCII-ADC, KOTOpBI OCHOBaH HAa OCTOSIHCTBE COOTHOILIEHNSI MHTEHCUBHOCTEW JIMHUM IBYX
anemeHToB s MCII-ADC ananmmsza (puc. 1). C MOMOIIBIO MPEIJIOKEHHOTO MOIX0Aa ObLIH
OTIpeJIeNIeHbl aTOMHBIE COOTHOIICHHUSI 3JEMEHTOB JUIsl TPeX ITHKOB, 3aperHCTPUPOBAHHBIX Ha
BDOXX-UCII-ADC xpomMaTorpamMme TPEXKOMIIOHEHTHOW cMmecu (hocdoBaHa10BOIBPPaMaTOB
[PVxW12x040] ¢ (x = 1-3): W/V =3,04+0,2; W/V = 5,1£0,2; W/V = 10,9+0.4, KoTOpBIE MOT'YT OBITH
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oTHeceHbl K aHMOHaM [PV3WgOs0]%, [PV2W10040]> u [PVW11Ous]*. Jina mnoxrsepskaeHus
MPaBUIILHOCTH MPOBEACHHON MASeHTU(UKAITMN ObUT puMeHeH ruopuiHbiil Metog BOXKX-2CHU-MC.
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Puc. 1. BO)XXX-UCIIT-A3C xpomamozpamma [PVW12x0a0] ¢ (x = 1-3). IIynxkmupnsie nunuu 0603Ha4a0om amomHule
COOmHOWEeHUsL demMenmos (npasas ocv) 6 kasxcoou mouxe BOIKX-UCII-ADC xpomamozpammol

3akJ/oueHue

B pesynbrare mpoBeNEHHBIX MCCIEAOBAHUN TMPEAJIOKEH IMOAXO0J, OCHOBAaHHBIA Ha
napauieasHoM ferektupoBanu ¢ noMoibio MCIT-ADC u 9CU-MC nociie BOXX-paznenenus njist
u3ydyeHusi cocraBa cmecu (ochoBaHagoBonbPpamaToB. OnTuMuupoBaHHbIe ycinoBus BIXKX
o0ecrneunBaroT pasjaeneHue 10 0a30BOH JTHHUU TpeX KoMIoHeHTOB cMecu [IOM B Teuenue 17 MUHYT.
[Tokazano, uro coueranne BDOXX ¢ HCII-ADC sBaseTcss OBICTPHIM METOJOM OIPEACIICHUS
ATOMHOTO COOTHOILIEHUS 3JEMEHTOB Jisi PETUCTPUPYEMBIX IMHKOB M, CIEIOBATEIIBHO, COCTaBa
KOMITOHEHTOB cMmecu. KomOunamus ruopuaabix MetogoB BOXX-NCIT-ADC u BOXX-DCU-MC
JaeT HaJCKHYI0 MICHTU(PHUKALINIO IPOIYKTOB peakiuu caMocOopku [PVyxW12.x040]™, mpuBomsimeit
K 00pa3oBaHMIO PaBHOBECHOH cMecn Tpex xummueckux dopm [PV3Wge0a0]®, [PV2W10040]> 1
[PVW110x]* B pacrtBope. [IpennaraeMas MeTOmONOrMs codeTaeT B cebe NPeMMyIIECTBa
MPEIBAPUTENILHOTO XpOMATOrpauyeckoro pas/ieleHus] C BBICOKOCEIEKTHBHBIM DJIEMEHT- H
MacC-CEJIEKTUBHBIM  JIETEKTUPOBAHHEM, OOecredynBas Ype3BBHIYANHO MOIIHBI HMHCTPYMEHT
UACHTUPUKAIUN (OPM MHOTOKOMITIOHEHTHBIX cMecelt [IOM.

Hccneoosanue svinonneno 3a cuem epanma Poccuiickoeo nayunoeo gponoa Ne 23-23-00557,
https://rscf.ru/project/23-23-00557/.
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Ouenka BJIMSHHUS PACTBOPHUTEJIel MPH aHAJIN3E OCTATOYHOI'O COJAeP:KAHUS BellleCTB
HA NMOBEPXHOCTH 000PYA0BAHUSA
A.B. Tonoznos, C.I'. TysikoBa, M.B. MuxanbueHKOB
Hayunsbiii pykoBoautens: k.x.H. B.B. [llenkoBHUKOB
HaumonaneHblil uccnenoBaresbCkuii TOMCKHI TOCYJapCTBEHHBIN YHUBEPCUTET
Poccus, r. Tomck, nip. Jlenuna, 36, 634050
E-mail: arthur.golodov@yandex.kz

Assessment of the effect of solvents in the analysis of the residual content of substances
on the surface of equipment
A.V. Golodov, S.G. Tuyakova, M.V. Mikhalchenkov
Scientific Supervisor: Ph.D., V.V. Shelkovnikov
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: arthur.golodov@yandex.kz

Abstract. The article shows the effect of the swab material and solvent on the coefficient of extraction
of the substance from the surface of the equipment. The relationship between the solvent used (water
and ethyl alcohol), the swab material (cotton wool and microfiber) and its ability to adsorb and
desorb the substance into solution is shown. The use of a combination of cellulose and alcohol gives
a lower extraction coefficient than the combination of cellulose and water (63 % and 75 %,
respectively). It was also found that it is best to use microfiber material as a swab, regardless of the
solvent used (about 80 % for water and ethyl alcohol).

Key words: Equipment cleanliness control, swab, UV spectrophotometry, GLP, cellulose, microfiber.

BBenenne

AXTyaJbHBIM SBJISIETCS BOIPOC KOHTPOJIS KAUeCTBA JIEKAPCTBEHHBIN CPEJICTB, HX OE30MAaCHOCTD
u 3¢ppexrrBHOCTH. COBpEeMEHHBIE HCCIIEI0OBAHNS HAMIPaBJIEHHBI HA aHAJIN3 TOTOBBIX JIEKAPCTBEHHBIX
cpencTs u cyocTaniuii, mo HopmatuBam GMP [1]. OueHka roToBoOM MPOAYKIIMU JJOJDKHA OXBaThIBATh
BCE OTHOCAIIMECS K Hel (akTopbl, BKIIOYAs YCIOBUS MPOM3BOJCTBA, PE3YNbTAaThl HCHBITAHUN
B TIpoliecce nmpou3BocTBa [2]. OMHUM U3 KPUTEPHEB KOHTPOJIS KAYECTBA SBISICTCS OIICHKA YUCTOTHI
00OpyJOBaHUS METOAAMU AHAIUTHYECKOro KOHTposd. [Ipo6GooTOOp OCTaTOUHBIX BEIIECTB
C MIOBEPXHOCTH  TEXHOJOTMYECKOro  OOOpYAOBaHUS  OCYIIECTBISETCS  METOAaMHM  Ma3KOB
(c ucnionp3oBanueM Tymdepa) W CMBIBOB Ul TPYJHOIOCTYIHBIX MecT. Vcmonb3oBaHue
3¢ GeKTUBHOTO coueTaHus MaTepHraia Tymdepa (cBada) U paCTBOPHUTEJIS TO3BOJISAET MOJYYUTh OOsIee
JIOCTOBEPHYIO KapTHUHY O 3arpsi3HEHUM MOBEPXHOCTH OOOPYAOBaHMS U MPUHATHE OOOCHOBAHHOTO
pelIeHns O TOOYUCTKE WM U3MEHEHUH MPOTOKOJIA OUUCTKH MTOBEPXHOCTH 000PYI0BaHUSI.

B kauecTBe pacTBOpHTENS Yalle BCEro MCMOJIb3YIOT AUCTUILIUPOBAHHYIO BOAY M ATHUJIOBBII
CIHUPT KaK OTHOCUTENBHO Oe30macHbIe JUIsl OpraHu3Ma 4yelloBeKa BellecTBa. B kauecTBe marepuana
Tyngepa yaiie BCEro MPUMEHSIOT BaTy, OCHOBHOM KOMIIOHEHT KOTOpOW — nestoio3a. Tymmdep
13 BaThbl HE PACTBOPSIETCS B BOJIE U B OOJBIIMHCTBE PACTBOPUTEIIEH OPraHMUECKOT0 MPOUCXOKICHHUS,
NENMIEB U HECIOXKEH NMPHU MPOU3BOJACTBE. AJBTEPHATUBHBIM MaTepuaoM i TynMmdepa sBisercs
MUKpopuOpa (OCHOBHOM KOMIOHEHT — NOJUATHIIEHTepedTanar, HEPaCTBOPUMBIM B BOJE
Y OPraHUYeCKUX PACTBOPUTENSIX, OJHAKO HE YCTONYMB K CHIIBHBIM KHCIIOTaM U LIEJI0YaM).

Jlnst BBIOOpa OMTHUMAIBHOTO Crocoba MmpoOooTOOpa W MOATOTOBKH CKOHIICHTPHUPOBAHHOTO
BEIIECTBA K aHaNU3y HEOOXOJMMO OLEHHUTh MOJHOTY H3BJICUEHHUS BEIIECTBA C MOBEPXHOCTHU
o0opynoBaHusi M Iepexoj BellecTBa ¢ Tymndepa B pactBop. Llenabio maHHON paboThl sBiseTcs
M3yueHHe BIUSHUS PACTBOPUTENECH M Marepuana Tyndepa Ipu aHaJIu3€ OCTaTOYHOIO COJIEpIKAHUS
BEIIECTB Ha MOBEPXHOCTU 000pPyI0BaHUSI.
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Jlnst m3ydeHus: afcopOIMOHHBIX CITOCOOHOCTEH Tymdepa B 3aBUCUMOCTH OT €ro MaTepuara,
Y BBIABJICHUA A(P(PEKTUBHOTO PACTBOPUTENS HCIIOIB30BAIN CHEKTPOPOTOMETPUUECKUN METOJ,
00naaronInil BBICOKOW TOYHOCTBIO, SKCIIPECCHOCTBIO U MPOCTOi ammnaparypHoro odopmieHus [3].
Jlnst cOopa BemiecTBa UCIOIB30BAJICS METOJI Ma3KOB pekoMeHyeMbli Parenteral Drug Association
(PDA). B kadecTBe MOJEIBHOrO OOBEKTa MJIsi M3YYCHUsI CTCIICHH HW3BJICUCHHUS WCIIOIb30BAIH
Ko(erH, KOTOpPbI dYacTo MpuMEeHseTcs B (apMaleBTHYECKOM MPOHM3BOJACTBE. Ha cranbHbIX
IUIACTUHKAX HMHTUPOBAIM 3arpsizHeHue. J[nsg 3Toro roroBmiIM CHHPTOBOM pacTBOp KodenHa
¢ koHueHtparumeit 0,1 MIr/mMia U 703aTOPOM HAaHOCWIIM | MJI TOJIy4E€HHOTO PacTBOpa Ha MOBEPXHOCTh
wiacTUHKK. OCTaBIsUIM  TUIACTMHKM TPU  OOBIYHBIX  YCIOBHAX JO BHIUMOIO HCIAPEHHS
pactBoputens. Jlamee mpoBOAMIM OTOOpP MPOOBI C IUIACTUHKA METOJOM MAa3KOB, HCHOJB3YA
TyMndepsl U3 BaTbl U MUKpPOGHOpPHI. B MeHUIMIIIMHOBEIA COCY MOMeNany 5 M1 pacTBOPUTEIIS
(Boma wnu >THIOBBIM cnmupT). Tymndep cMauyuMBalii aHAIOTUYHBIM DPACTBOPUTEIEM M OYHILAIN
MOBEPXHOCTh TIPOBOJS IIOCIEIOBATENBHO TpPEMs BIXHBIMA M OJHHM CYXUM TyMI(pepoM
CBEpXY-BHH3 CIIeBa-HAIPaBO, KaK [MOKa3aHO Ha PUCYHKE 1.

Ha4ano Hayano

—

KoHel, KoHel,

Puc. 1. Texnuxa cmvlea nosepxnocmu npu nomowu myngpepa (no [4])

Uetpipe Tyndepa momMemiaiv B MEHUIIWUIMHOBBIA COCYJl C PAacTBOPUTEIEM, 3aKPBHIBAIU
MpoOKOM M OCTaBIsIM Ha 15 MuHYT. 3aTeM BBIHUMAIM TyHQepbl U OTKUMAIH UX 00 CTEHKH
MEHUIUJUIMHOBOTO cocyaa. IlomydeHHbI pacTBOp NMOMEIIATHA B KBaplEBYIO KIOBETY C JIJIMHOW
ONTHYECKOro mytu 10 MM M OLIEHMBAJIM MHTEHCUBHOCTb MOIJIOUIEHUS MPU JUIMHE BOJHBI 273 HM.
B kadecTBe pacTBOpa CpaBHEHHs HCIIOJIB30BaJIM COOTBETCTBYIOIIMK pacTBOpUTeENb. [lapamiensHo
TOTOBWJIM KOHTPOJBHBI pacTBOp — | MI coupTOBOrOo pacTBopa KodewHa MOMEelanu
B NEHULIWJIJIMHOBBIA COCYJl ¥ OCTaBJIUIA JO UCHAPEHUs STUJIOBOTO CIIUPTA, 3aTEM MPUIMBAIN S5 MII
pacTBOpPHUTEIISL.

Koaddurment u3pneueHus: oneHUBaIN KaK OTHOIIEHUE KOHIIEHTPAIMK KOoPEernHa B CMBIBAX
K KOHIIEHTpalud KoperuHa B KOHTPOJBHOM pacTBope. Kakaplii SKCIEpUMEHT BBIMONHSIN JBa
AHAJIMTHKA HE3aBUCUMO APYT OT Apyra B Pa3HbIC THH.

Pe3yabTaThl

Pe3ynbTathl SKCIIEpUMEHTHI IPUBEACHBI Ha puUcyHKe 2. [1o pe3ynbpTaraM s3KcriepuMeHTa MOKHO
OTMETUTh, YTO KOI(DPHIMEHTH H3BJICUCHUS KOPEHHA IOTYICHHBIE Pa3HBIMH HUCIOJHUTEIISIMHU
COMOCTaBUMBI KaK B CIy4yae pa3luyus MaTepuana Tymndepa, Tak U pacTBopuTens. Bo Bcex
MPOBEIEHHBIX IKCIIEPUMEHTAX OTHOCUTEIILHOE CTaHIaPTHOE OTKJIIOHEHHE He TpeBbImaeT 15 %, 9To
yIIOBJIETBOPSIET pekkoMeHaarusm GMP.

Koadpumment nzeneuenus meree 70 % HaOM01a€TCS TONBKO B CIIy4ae UCIOJIB30BAaHUS BaThI,
CMOYEHHOW CHOUPTOM, YTO HHUXKE, YeM MPU HCIOJIH30BAHWU B KAUECTBE PACTOBPUTEINS BO/IBI.
[Tpu uconbp30BaHUM B KauecTBe Tymdepa Marepraia u3 MUKPO(OUOPHI 3HAYMMBIX PA3TUIAN MEKITY
MCTIOJIh3yEeMBIMU PACTBOPUTEIISIMU He HaOMronaeTcs. JlaHHOe sIBIIeHUE HEBO3MOXKHO OOBSICHUTH Pa3HOM
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pPacTOBpUMOCTBIO KOerHa B BOJEC M B 3TWJIOBOM CIHUPTE. BEeposATHO 3TO CBA3aHO ¢ OCOOEHHOCTHIO
B3aMMOJICHCTBHSI MTOJTUMEpPA MaTepraia ¢ paCTBOPUTEIEM U aHATU3UPYEMBIM BEIIIECTBOM.
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Puc. 2. Koaghpuyuenm uzeneuenus ¢ nosepxHocmu 8 3a8UCUMOCU Om pacmeopumens u mamepuaia myngepa

Takum 00pa3om, Asi KOHTPOJISE YUCTOTHI TTOBEPXHOCTH (hapMaleBTHUECKOro OOpyHoBaHus,
JydIie BCETO UCTIOIb30BaTh B KauecTBe Tyrndepa Marepuai u3 MUKpO(UOPHL, TP STOM HET Pa3IuIUs
B HCIIOJIb3yEMOM PacTOBPHUTENHN (STHIIOBBIN CIIUPT WM BOZY).

3akiroueHnue

B pabGorte mnokazaHo BiMsAHHME MaTepuana Tyndepa M pacTBOpuTess Ha Kod()UIMEHT
U3BJICUEHUS BEIECTBA C MOBEPXHOCTU 00OpyAOoBaHUs. Vcronb30BaHME COYETAHUS IIEJUTIONIO3bI
U cnupTa MaéT MEHbLINN KoA((UINEHT U3BJICUEHUS, YEM COUETaHUE LIEUII0JI03bl U BOIbl (63 %
u 75 % cooTBeTcTBEHHO). Taxke moka3zaHo, 4To B KayecTBe Tymndepa Jiydllle HCIoIb30BaTh MaTepual
13 MUKpO(UOPBI, HE3aBUCUMO OT UCIOJIb3YeMOro pacTBoputes (okoso 80 % 17 BOJbI U 3TUIIOBOTO
CIHpPTA).
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AHTHOKCHIAHTHbBIE, COJTHIe3AIUTHBIE H (POTOKATATUTHYECKHE CBOICTBA
CTAOMJIM3HUPOBAHHBIX MOJMBUHIWIOBBIM clIUPTOM 30J1ei CeO2,
nonuposBannoro La, Sm, Gd, Er, Yb
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Antioxidant, sunscreen and photocatalytic properties of polyvinyl alcohol-stabilized CeO: sols
doped with La, Sm, Gd, Er, Yb
A.A. Gordeev
Scientific Supervisor: Ass. Prof., Ph.D, S.A. Kuznetsova
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: gaal998sukh-mo@mail.ru

Abstract. Cerium dioxide has sunscreen, antioxidant and catalytic properties, which depend on the
particle size and defects in the CeO crystal lattice. The most common way to influence the
morphology and, accordingly, the properties of CeO> is doping with rare earth elements (REE).
The introduction of rare earth elements into the structure of CeO; leads to changes in the
parameters of the crystal lattice, which affect the size of crystallites and the defectiveness of the
surface. This work shows the effect of doping additives on the antioxidant, sunscreen and
photocatalytic properties of CeO: sols stabilized by PVA. To study the influence of the ionic radius
of rare earth elements on these properties, the following elements were selected: La, Sm, Gd, Er,
Yb. It has been established that AOA increases with decreasing colloidal particle sizes.
The UVA/UVB values for CeO2 doped with Sm**, Er¥*, Yb®*, La®* ions exceed the UVA/UVB values
for ZnO. Doping CeO. with Er**, Yb®* ions reduces the degree of destruction of methyl orange
under the influence of UV.

Key words: cerium dioxide, polyvinyl alcohol, rare earth metals, sol-gel, antioxidant activity,
photocatalysis, UV-filter.

Beenenune

B mocnenHue TOABI YBETHYMIOCH KOJHYECTBO MCCIIEIOBAHHUN, TTOCBAIICHHBIX IOMHUPOBAHUIO
CeO2 penkozemenbHbiME 3eMeHTamu [1-2]. Jlob6aBka P3D k nuoOKcHay Iepus MPUBOIUT
K UI3BMEHEHHIO TapaMeTpOB DJJIEMEHTApHOW sUEHKH, pa3Mepa dYacTHI] OKCHIA, KOJIWYeCTBa
KHUCJIOPOAHBIX BakaHCUIl Ha moBepxHocTH. Hampumep, nonupoBanue CeO2 TaHTaHOM, pajnyc HOHA
xotoporo (106 mm) mpepsimaer 3Hadenume uoHa Ce** (92 mM), mpuBOAMT K pocTy mapaMeTpa
JNIEMEHTApHOI SUCHKH W YBEIMYEHHIO CpeAHEero pasmepa KpucrtawiutoB (C 2,9 mo 5,1 HM).
Honuposanue CeO2 31eMEHTOM, HOHHBIN paguyc KOTOPOTro MeHbIe 92 nM, Ha000pOT, MPUBOAUT
K YMEHBIIICHUIO TapaMeTpoB snemeHTapHoil sueliku (C 0,547 mo 0,540 um). H3meHeHue
MapaMeTPOB KPUCTAIUTMYECKON PENIETKH OKCHA, KOJMYECTBA KUCIOPOIHBIX BaKAaHCHIA OKa3bIBAET
BIMSIHME Ha COJHIIE3allUTHbIE U Ouosornueckue cBoiictBa CeO2. B mmreparype umHdopmanus
O BIMSIHMM ~ JomupoBaHusi P30  Ha  OHMONOTMYECKYH0  aKTHBHOCTh,  aHTHOKCHIAHTHBIC
u (POoTOKaTaTMTHYECKUE CBOiicTBa mpoTuBopeunBa [2]. Panee [3], Hamu pa3paborana meToamka
nonmyderuss 3011 CeOz, CcTaOMIM3HPOBAHHOTO TOJUBUHHUIOBBEIM CIIUPTOM, aHTHOKCHIAHTHBIC
Y COJTHIIC3AIIMTHBIE CBOMCTBA KOTOPOTO, COIOCTAaBMMBIMH CO cBoicTBamu 3omedl  T10g,
HO YCTYIAIOT COJHIIC3AIIUTHRIM cBoiicTBaM 3oiieli ZnO. Ilempio Hacrosimield pabOThI SBISICTCS
YCTAQHOBJICHHE BJMSHUSA JONHMPYIOIIMX [JO0AaBOK HA AaHTUOKCHJAHTHBIC, COJHIIE3ALIUTHBIC
u porokaramutudeckue cBoircTtBa 3onei CeO2:P3D, crabunmsmpoBannbix [IBC. B kadectBe
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JIOTIUPYIONIMX areHToB Hcronb3osausl Lad* (106 mm), Sm3* (96 nm), Gd** (94 nm), Er®* (88 mm),
Yb®" (86 mM), KOTOpble MMEIOT OOJNBIIMH I MEHBIINHA HOHHBIE PagyChl YeM pajuyc HOHA
Ce™ (92 mw).
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3omu CeO2 pomupoBanHoro P3D Otk momydeHsl mo meroxuke: k pactBopy Ce(NO3)s
(Cuex = 0,001 M), no6asisiu pactBop LN(NO3)3 (Cucx = 0,001 M) it JOCTUKCHUS CTEXHUOMETPHU
Ce:Ln =9:1, 3arem BBoaunu pactBop I[IBC (wuex. = 5 macc. %). B moaydennyio cucremy
no6asnsm pactsop H202 B MoneHOM cootHomennn Ce®:H20, = 1:1, mocie 4ero BBIAEPKUBAIH
[IPH [TOCTOSIHHOM TepeMeruBanuu B TeucHue 45 munyt (t = 90 °C, v = 3000 06/mumn). ITociae sToro
nob6asmsim NHz-H20 (0 = 25 macce. %) o pH 8,5 u Beimepxkuanu (t = 90 °C, v = 3000 06/MuH)
B TeueHue 180 MuUHYT, mocie 4Yero OxJaxkJIaaud 10 KOMHaTHOM TemmepaTtypbl. 3o0ib CeO:2
HeIoNMpPoBaHHbIA P3D mosydann aHalorHyHO, 3a UCKIroueHneM 100aBienus pacteopa LN(NO3)s.
Tak ObLTH MONTyUYeHBI IIECTh 00pasnoB 3oeit: CeOz 0e3 monuposanus (Ce-PVA), nonupoBaHHbIH
La (Ce-La-PVA), Gd (Ce-Gd-PVA), Sm (Ce-Sm-PVA), Er (Ce-Er-PVA) u Yb (Ce-Yb-PVA).

ConnuesamutHble cBoiicTBa CeO2 OLIEHUBAIU 110 KPUTUYECKOW JJIMHE BOJIHBI MOTJIOLICHUS
(Ac) B OmmxHeM U cpeqHeM Y D-auana3oHax W OTHOIICHHIO TorJiomeHus Y ® OIvKHero nuama3oHa
k cpennemy (UVA/UVB). Pazmep yacTuil B 301X YCTAHABIMBAIN METOJIOM «CIIEKTPa MYTHOCTH Y.
Cnektpel cHuManu (crekrpodoromerp I135400 Y®) mnporuB Bo3myxa u pactBopa [IBC
B nuana3one 200400 am (muHa KroBeThl 10 M, mar cheMku 1HM). OnieHKY (OTOKATATUTHYISCKOM
aKTUBHOCTH OOpa3llOB MPOBOIIIIN MO MOJEIBHON peakinu pa3ioKeHUsI METUIOBOTO OPAaHKEBOTO
(MO) non neiictBuem Y@ (342 um) [4]. AnTHOKcHaaHTHYIO akTuBHOCTH (AOA) ompenensiu
10 METOIUKE, IPUBEICHHOM B padoTe [5].

PesyabraTsl
Honuposanue CeO2 monamu P3D mnpuBeno K M3MEHEHHMIO PAa3MEPOB KOJUIOMAHBIX YaCTHUI
B 30J1¢ (Tabmuma 1).

Tabnuya 1
3uauenus UVAIUVB u Ac 0 30neii ouokcuda yepus, donuposanivix P39
[MTapametp Ce-PVA | Ce-La-PVA | Ce-Gd-PVA | Ce-Sm-PVA | Ce-Er-PVA | Ce-Yb-PVA
Pa3mep wactui, HM 66 79 69 76 62 58
UVA/UVB 0,55 0,88 0,69 0,99 0,93 0,90
Ac, HM 342 355 351 368 366 365
AOA, mr/mn 0,095 0,109 0,100 0,105 0,093 0,092

VMeHbIIeHHe paauyca uoHa nomanta co 106 (La®*) nm o 86 mm (Yb®"), mpuBoaur
K YMEHBIIICHUIO pa3Mepa KOJUIOMIHBIX yacTul] Oosee yeM Ha 20 HM, [0 CpaBHEHHIO ¢ 00pa3loM
Ce-La-PVA u mpaktuueckn Ha 8 HM MeHbine, 4yem B 3one Ce-PVA (66 um). Haumbompmmm
pasmMepoM dactuil obOmamaer 301b Ce-La-PVA (79 um). C mnomompio JOMHPOBAHUS
CeO mocTurHyTO yBedauueHHe Kak Ac, Tak 1 UVA/UVB. Kak BugHO u3 TaOaumbl 1, 3HaYeHUS
JTaHHBIX mapameTpoB st 3011 Ce-PVA cocrasmsior 342 um u 0,55 cootBercTBeHHO. CoryacHO
knaccudukanuu ot Food and Drug administration (FDA) [3], 3016 Ce-PVA nposiBisieT «Xopomue»
COJIHIIC3AII[MTHBIC CBOMCTBa, COMOCTaBMMBIe ¢ BenmuuHamMu g 1102 (Ac = 364 HM,
UVA/UVB = 0,36). 3omu CeO2, mommpoBanubie Sm, Er m Yb xapakrepusyrorcs caMbiMu
BBICOKHMH 3HAYEHUSIMH Ac, IPEBOCXOAs 3HaueHue naHHoro mapamerpa y 1102, UVA/UVB mis
3ouieit, mommpoBanubix La, Sm, Er, Yb mpeocxomst UVA/UVB ZnO. JIocTUTHYTO JBYKpaTHOE
yBennyenue mapamerpa UVA/UVB no otHomenuro x 3omo Ce-PVA u TiOz. Ilpu nonmpoBanuu
CeO2 nonamu P30, AOA Bo3pacTaer ¢ yMEHbUIEHUEM HMOHHOIO paguyca JOMUPYIOIIETr0 areHTa
(tab. 1). 3omb Ce-Yb-PVA obGnanaer cambimM BoicokuM 3HaueHueM AOA. JlaHHasi 3aKOHOMEPHOCTh
MO3KeT OBITh CBSI3aHa ¢ cooTHomeHneM noHoB Ce®*/Ce** Ha moBepXHOCTH KOMIOMIHBIX YaCTHII,
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W3menenne xonueHTpauun MO B niepuoj; o0myueHust IporucxoauT B nepsbie 30-40 MUHYT, 1
HE MEHseTcs B TedeHHe 4X vacoB JaibpHeimero oOmyudeHus. Benmmuumna creneHu copOuuu u
BEJIMYMHA CTENeHH (POTOKATATUTHIECKOH AecTpykiuu MO i MOTy4eHHBIX 00pa3loB IPUBEACHBI
B Ta0uie 2.

Tabnuya 2
Peszyromamer copoyuu u pomoxamanumuueckoui oecmpyxyuu MO 6 npucymemeauu 3oxeti CeOy, donuposannvix P339
[Tapamerpsl Ce-PVA | Ce-La-PVA |Ce-Sm-PVA|Ce-Gd-PVA | Ce-Er-PVA | Ce-Yh-PVA
Crenens copouun, % macc. 5,3£01 57£01 57£01 4,101 9,0£0,1 7,9£01
Crenenb ¢oronectpykimu, % macc.| 5,5+ 0,2 4+ 0,1 6+ 0,2 7,5£0,3 3£0,1 1+0,1

Haubonpiiee 3HaueHwe ¢oToKaTamu3a IOKa3zal oOpasel, JONUPOBAHHBIN TIaJ0IMHUEM
(7,5 macc. %). Haumensiieii (hOTOKATATUTHYCCKON aKTHBHOCTBIO 110 OTHOMICHHIO K MO 001a1a10T
o0pa3iel, JonMpoBaHHbIe poueM (3 macc. %) u urrepouem (1 macc. %).

3akiaoueHne

B pesynbrare paboTsl 66u1H Oy4YeHbI 3004 CeO2, JONUPOBaHHBIE HOHAMU Sm3*, Er®*, Yb®,
La®* u crabummsuposannsie IIBC. Pasmeps! kommonanbix yactuil 3011 Ce-PVA — 66 uM, a B pany
obpasios Ce-Ln-PVA nabmioganocs yMeHbIIEHHE pa3Mepa KOJUIOUIHBIX YaCTHUIl IPU YMEHbBIIIEHUU
noHHoro pamuyca P33 (79-58 wum). HawmbGonbmeit AOA oOnamator o6Opasisr Ce-Er-PVA
u Ce-Yb-PVA. VYcranosieno, uto momupoBanue CeOz P3D  yiaydmiaer CoOMHIIE3AIIUTHBIC
napametpsl 3osieii mo FDA: 30mu CeOo, monuposanusie Yb (UVA/UVB =0,897; Ac = 365 HM),
Er (UVA/UVB =0,928; Ac = 366 um) u Sm (UVA/UVB =0,991; Ac = 368 uM) mpeBOCXOIAT
Ce-PVA (UVA/UVB = 0,55 Ac= 342 um), TiO2 (UVA/UVB = 0,36; Ac = 364HM) 1 HE yCTYMaOT
ZnO (UVA/UVB = 0,086; Ac=379 um). VYcranosieno, uro 301 Ce-Yb-PVA o6namaer
HAaUMEHBIICH (DOTOKATATUTHYCCKOW aKTUBHOCTHIO (creneHp naectpykuun MO = 1 wmacc. %),
YTO MMO3BOJIIET PEKOMEHIOBATh UTTEPOUI B KAYECTBE OJTHOTO U3 JIYUIIHUX JIOMIAHTOB MPH MOJYyYCHUN
MatepuanioB Ha ocHoBe CeOx.
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Structural characteristics of Pd-Bi catalysts for glucose oxidation
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Abstract. In this study, a series of bimetallic Pd-Bi catalysts was studied by the XPS method.
The results are presented in accordance with the monometallic samples. An assumption has been
made about the electronic interaction between metals and the formation of bimetallic structures.
Key words: bimetallic catalysts, glucose oxidation, X-ray photoelectron spectroscopy.

Beenenue

Kypc Ha ucnonpzoBaHue 6MOBO300HOBIISIEMOIO ChIpbs U PECypcocOeperaromux TEXHOIOTun
SBJIAETCS OJHUM W3 HaubOosiee NPUOPUTETHBIX HAIPaBJIECHUNH COBPEMEHHOW HAYKHU M TEXHOJIOTHH.
PacturenbHas 6uomacca, akTUBHO M3y4daeMasl B IOCJEIHUE TOJIbl, UMEET MHOXKECTBO BO3MOXHBIX
nyTeil nmepepadoTKHU B mojie3Hbie poayKThl [1]. KiroueBbIME KOMIIOHEHTaMH OMOMACCHI SIBIISTIOTCS
LEJIII0JI03a, TEeMULEIUII0NI03a W JIMTHUH, [PEJICTaBIAOLIMEe COOOH COJHEUHYI0 3HEprulo,
aKKyMYJIMPOBAHHYIO B BUJIE YIJIEPOAHBIX COEAMHEHUH.

HauOonee mnpocTeiM B MOJYyYEHHMM, JACLIEBBIM U IIHPOKO JOCTYIHBIM IPOJIYKTOM,
MI0JIy4aeMbIM B pe3yJibTaTe NMEPBUYHON 00pabOTKH OmMomacchl, sBIsETCs II0Ko3a. B uncrtom BuIe
IJIIOKO32 SIBJII€TCSI TOTEHIMAIbHBIM MCTOYHUKOM JJISl MPOJYKTOB C JOOABJIEHHOW CTOMMOCTBIO,
Takux kKak copourod, riarokonoBas ('HK) u rirokaposas (I'PK) kucnoter [2]. THK u I'PK, B cBotO
ouepeib, 00JaJal0T BBICOKOM ILEHHOCTHIO M HAaxXOAAT IIMPOKOE IPUMEHEHUWE B IMIIEBOH,
(hapmaleBTUUECKO, KOCMETOJOTUYECKOM U XMMHUYECKON MPOMBINUIEHHOCTSX, TaK KakK SBISIOTCS
BbICOK03()(PEKTHBHBIMU BellleCTBAaMH-IUIAT(HOPMaMH.

Kiraccnueckum mpoMbinuieHHsIM  MeTtogoMm mnpousBoactsa ['HK mHorme roma ocraercs
OMOTEXHOIOTMYECKHI METOJI C MPUMEHEHHEM MHUKPOOPraHM3MOB M rpudoB, Takux kak Aspergillus
Niger u Gluconobacter Oxydans. Dtor meTom XOpoOIIO HM3y4eH M, HE CMOTPS Ha BBICOKYIO
3¢ HEKTUBHOCTD, UMEET Psii TEXHOJIOTHYECKUX 3aTPyIHEHHH, TAKUX KaK Majias CKOpPOCTb Ipolecca,
BBICOKasl CTOMMOCTb, IKOJIOTMYECKUH yIepO, TpyloeMKas OYHMCTKa U TpeOOBaHHE K CTPOromMy
KOHTPOJIIO yCIoBUil mporekanust [3]. AJbTepHATHBOMW, JHUIICHHOW MEPEYUCICHHBIX HEIOCTATKOB,
SIBJIAIOTCSI TBEpJble KaTajJu3aTopbl Ha OCHOBE OsaropogHblx MeTaios. [lammaguiiconepskamiue
KaTaJn3aTophl YK€ JT0Ka3aJid CBOIO APPEKTUBHOCTh B PEAKIIUN OKUCIIEHUS TIFOKO3bl, B YACTHOCTH,
karanuzaropsl Buma Pd-Bi. JlobaBka Bi B kadecTBe mpomMoTopa 00ECIEYMBAET BBICOKYIO
YCTOWYMBOCTh aKTUBHBIX IIeHTpoB Pd k oxucienuto (nesakruBanmu) [4]. B manHO# pabore
NPUBE/ICHBI Pe3yJIbTaThl (PU3MKO-XUMHUYECKOTO aHaim3a cepur o0OpasnoB Pd-Bi karamusatopos
METOAAaMHU PEHTT€HOBCKOH (OTO3IEKTPOHHOM criekTpockonuu (POIC).

DKcHepUMEHTATbHAS YaCTh

O6pasisl katanuzaropoB Pd-Bi/AlO3z ¢ o6riei maccoii MetaioB 3 mMacc. % W aTOMHBIMHU
cootHoteHusiMA OT 5:1 1o 20:1 ObUIM TPUTOTOBICHBI METOJOM COBMECTHOM mponuTku y-Al20O3
(ppakuu  0,125-0,250 mm) ykcycHOKHCITBIMU pacTtBopamu cojeir Pd(Acac), u BIi(Ac): ¢
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MOCIIEAYIONIEH BBICOKOTEMIIEpaTypHOil 00pabdoTkoii B atMochepax Ar (525 °C), Oz (375 °C) u
H> (525 °C) B Teuenue 2-X 4acos.

DNEKTPOHHOE COCTOSTHUE aKTUBHBIX KOMIIOHEHTOB KaTajIu3aTOPOB ObUIO U3YYEHO METOAOM
P®OC. Cnekrpel POOC mpeacraBieHsl B COOTBETCTBHM C MOHOMETAUIMYECKMMH OOpasiamH,
MPUTOTOBJICHHBIMU IO aHATOTHYHON METOHKE.
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PesyabTaTsl

bumeraminyeckue 00pas3ibpl AEMOHCTPUPYIOT CABUTU MHUKOB JJISi Pa3IUYHBIX COCTOSHUUN
(puc. 1). B To BpeMs Kak >Heprus CBS3H JIMIIb clierka u3MeHsercs mis nonockl Bi® (£ 0,2 5B), nux
Bi(Il1)ass mmeer casur Ha 0,8 3B m 1,6 5B mms Bi 4f7, momypoBus 5Pd-1Bi m 10Pd-1Bi
cooTBeTcTBeHHO. Jlyist 3Tux ke o6pasios aunus Pd® nns cocrosuus Pd 3ds, umeeT casury, paBHble
0,5 3B 1 0,4 5B, B To Bpems kak ntuk Pd(Il)ads ciBuraercs na 0,8 3B B 00oux ciaydasx.

Pd(ll),,. Pd® Pd(ll),s Pd” Bi(lll) g BI*  Bi(lll) 4 E

Bi

Bi4f,,,

5Pd-1Bi

10Pd-1Bi

15Pd-1Bi

20Pd-1Bi

35 345 340 335 330 175 170 165 160 155 150
OHeprus cessu, 3B
Puc. 1. P@D-cnexmpul 06paszyoe (omcymemeue cuehanos sucmyma ¢ oopasyax 15Pd-1Bi u 20Pd-1Bi
00BACHACMCA HUBKUM COOEPACAHUEM BUCMYMA 8 00PA3YAX, HEOOCMAMOYHBIM 0151 OOHAPYIHCEHUS)

CusibHBIE CHBUTH OKHCIICGHHBIX COCTOSTHUM MOTYT CBHACTEIBCTBOBAaTH O WX B3aWUMHOM
BIUSHUU HA DJIEKTPOHHOE COCTOSIHME APYT ApPYyra, 4To, BEPOSTHO, YKa3blBaeT Ha 0Opa3oBaHUeE
CMeIIaHHBIX OKCHAHBIX cTpykTyp. Cmeur muamu Pd°, BeposTHO, XapakTepeH I KaTalmu3aTopOB
JAHHOTO COCTaBa [5] W CBUAETENBCTBYET O CHJIBHOM MEXMETAUIMYECKOM B3aMMOJICHCTBUH,
BO3HUKAIOIIEM Ha dTare TeMrepaTypHoil 00paboTKH.

O6pasupr 15Pd-1Bi u 20Pd-1Bi xapakTepu3yroTcs HU3KUM COJCp)KaHHEM BHUCMYTa, €ro
oOHapyXeHHe JaHHBIM METOJOM 3aTpyaHeHo. Tem He wMeHee, cnekTpel mns Pd  3dspe
xapaktepmsyercst capuramu e Pd° pasaemvm 0,2 5B u 0,4 5B mma 15Pd-1Bi u 20Pd-1Bi.
Benuunna cnBura mpomnopiiMoHaibHa JoOaBke mamiaaus. Ha ocHOBaHHWH JaHHOTO HAOIOJIECHUS
MOXXHO CJIeJIaTh BBIBOJI O TOM, YTO MEXKAY MAUIQAWEM W BHCMYTOM BO3HUKACT CHIIBHOE
MEXKMETaJUIMUYECKOE B3aUMOJIEICTBUE.
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B Tabnuue 1 npuBeaeHs! pacCUUTaHHBIE MO CHEKTPaM JI0JIM BOCCTAHOBJICHHBIX U OKUCIICHHBIX
COCTOSIHMI METaJlJIOB. YMEHbILIEHUE COJEP)KaHUS BUCMYTa NMPUBOAUT K MOBBIIEHUIO 0K (a3
BOCCTAQHOBJICHHBIX MeTaiioB. OQHAKO, CIEIyeT 3aMETUTh, YTO MPUCYTCTBHE OKUCICHHOW (a3bl
Hen30eXHO BBUY B3aUMOJEUCTBUS C CAMUM HOCHUTENIEM, M3-32 KOTOPOIO MMEET MECTO MPOYHOE
CBSI3bIBAHUE C KUCJIOPOAHBIMU I'PYIIIIaMU OKCUA aTFOMUHUS.

Tabauya 1

Duepeuu ces3u u coomuouteue medncoy gasamu, codepacawuxcs 6 oopasyax. Ioepeunocms (0) = 10 %

DHeprus CBs3U o DHeprus CBA3U o
Oopasery Pd 3d5/2, 5B Jons cocrosiaust, % Bi 4£7/2. B Jons cocrosiaust, %
Pd Pd° 335,2 69 B 3
Pd(11)ags 336,4 31
Bi B B Bi° 156,8 47
Bi(l11)ags 158,0 53
. Pd® 334,5 51 Bi° 156,6 56
5Pd-1Bi Pd(11)acs 337,2 49 Bi(111)ags 158,6 44
. Pd° 334,8 59 Bi° 156,9 72
10Pd-1Bi Pd(11)acs 337,0 41 Bi(111)as 159,6 28
. Pd° 335,0 68
15Pd-1Bi PA(11)acs 337,5 32 - -
. Pd° 334,6 71
20Pd-1Bi PA(11)as 337,8 29 - -
3akaoueHne

beuta mpuroroBieHa cepusi OMMeETaIMYECKUMX KaTanuzaTopoB Pd-Bi ¢ aromHbIMH
cootromenusimu Pd:Bi paBubivu 5:1, 10:1, 15:1 u 20:1. PODC ananu3 mokasaj HaIHYHE CUTHAIOB
IJIsl BOCCTAHOBJICHHBIX M OKUCIeHHBIX coctosHuil Pd u Bi. C yBenuuenuem nonu Pd B 0Opasnax
HaOIIOAAaeTCsl POCT COJEpKAHUS BOCCTAHOBIIEHHBIX COCTOSHUH OOOMX METaJUIOB, aKTUBHBIX B
peakuun okucieHus. CIOBUTH JIMHUKA CHEKTPOB, COOTBETCTBYIOUIMX OKHCICHHBIM COCTOSIHUSIM,
BEPOSITHO, YKa3bIBAlOT Ha 00pa30BaHWE CMEMIAHHBIX OKCHUIHBIX CTPYKTYp Ha ATale TEPMUYECKOH
00paboOTKH, 4TO CBHICTENbCTBYET 00 00Opa3oBaHumM OuMmeraiuimueckux dvactui Pd-Bi B
MPUTOTOBIICHHBIX KaTaJIN3aTOpaXx.

Paboma evinonnena npu unancoeoii noodepowcke Munucmepcmea HAYKU U 8bICUIESO
obpazosanus Poccuiickoii @edepayuu (Coenawernue Ne 075-14-2023-468).
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Abstract. In this work, we studied the kinetics of the interaction of antioxidants with the redox
system Cu (I1) — neocuproin (Nc) immobilized in a polymethacrylate matrix.

Key words: total content of antioxidants, Cu(ll) — Nc redox system, solid-phase spectrophotometry,
polymethacrylate matrix.

Beenenue

N3Bectno, uro meronq CUPRAC (Cupric Reducing Antioxidant Capacity) siBisieTcst IUpOKO
MPUMEHSIEMBIM M  OSKCIIPECCHBIM METOAOM Ui  ONPEAENIEHUs CYMMapHOro COJAEp KaHUs
anTrokcunanToB (AO). IIpu sTom Gomboi nHTEpec npeactasseT peanuzanus meroga CUPRAC
C HCIOJIb30BAaHMEM TBEPIbIX HOCHUTENEW, YTO T[O3BOJSET MOBBICUTH YYBCTBUTEIBHOCTh
UCIIONIb3YEMOM METOAMKH, a TaKXkKe clenarh ee Ooyiee yIOOHONW W HEAOPOroW JIsi MaccoBOTO
MPUMEHEHUSI 3a CYET SKOHOMHUHM AaHAJUTHYECKMX pEeareéHTOB M MHUHHUATIOpPHU3alMH Ipoliecca.
B mpoBenennoii panee padore [1] mnmukaropnas cucrema Cu(ll) — Nc, ummoOunn3oBaHHasi B
nonmumetakpuiatHoi marpuiie (Cu(ll) — Nc — [IMM) yxe ucmoiab30Bajiach ISl ONPEIACICHUS
cyMMmapHoro cozgepxanuss AQO B COKOBOW mNpoaykuuu. Jljig yCTaHOBJIEHMS ONTHUMAaJIbHBIX
napamMeTpoB B3aumojeiicTBus AQO ¢ WHIUKATOPHOM cucTeMod, umMMmoOwmiIn3oBaHHOW B [IMM,
HEOO0XO/MMO 3HAaHUWE KHUHETUYECKHX 3aKOHOMepHOcTei. M3yueHue KHHETHKU B3aUMOEHCTBUS
AOc Cu(l) — Nc, ummo6bunuzoBanHoit B IIMM mnpencraBisier HHTEpec A peElICHUS
MPaKTUYECKHX 3a/1a4, Kak BbIOOp ycioBuii anst onpenenenus AO ¢ ucnonb3oBanrem Cu(Il) — Nc —
[IMM, 4to sBIsIETCS OJHUM U3 CIIOCOOOB HUBEINPOBAHUS KO3()(PHUIIMEHTOB UyBCTBUTEIBHOCTH IS
CY)KEHHs «Beepa» IpaJlydpPOBOUYHBIX 3aBUCUMOCTEH MpPU peaiu3aluy aJIrOPUTMA HMHTEPBAJIBHBIX
OLICHOK, mpeanoxeHHblii B.B. BepmmauabiM [2], KoTOphlli paHee ObUT HCIOJB30BAH IS
ompenenenuss AO meronom CUPRAC c¢ wucnonb3oBannem Cu(Il) — Nc — IIMM [1]. Ilensto
HacTodAlIel padoThl SBUIIOCH OINpPENETIeHHEe KHHETHUYECKUX XapaKTepUCTHK B3aumozeiicteus AO c
Cu(IT) — Nc — TIMM.

JKCIMepUMeHTAIbHAA YaCTh

[Tonmy4yeHne KOJIOPUMETPUYECKOTO CEHCOpa [UIS ONpEACTCHHS CYMMApHOTO COJEpKaHHS
AO Ha ocHoBe [IMM ¢ nmmoOum3oBanHoi nHaukaropHoi cucremoit Cu(ll) — Nc ocymectusim
aHajoru4Ho padote [1].

Kuneruky B3ammopeiictuss AO ¢ Cu(ll) — Nc — IIMM wuccnenoBanu ¢ MCHOIb30BaHUEM
tBepaodaznoit crnekrpoporomepun. Matpuusl Cu(ll) — Nc — IIMM BHocuiu B pacTBOp
AO xoHueHtpauu 6,2 + 6,8 MOIb-3KB/II M HEpeMEIIUBAIN Ha pOTATOpE, yCTAaHABIMBAs pa3zHOE
BpeMs KOHTakTa B jauamazoHe oT 2,5 mo 90 muHyT. 3aTeM CHUMAIHM CIEKTPHI TMOTJIOMICHUS
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AA450 OT BpEMEHM KOHTAKTA.
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Pe3yabTarsl
Kunernueckue KpHUBBIE B3aMMOJCHCTBHSI aCKOPOWHOBOW KHCIIOTHI, KBEpPIETHHA, TPOJIOKCA,
rayutoBoil kuciaorel u moteoauHa ¢ Cu(ll) — Nc — IIMM mnpexacraBieHsl Ha pucyHke 1.

Jlist noHMMaHusT KUHETUKU B3aumojedctBuss AQO ¢ paccMaTpuBaeMOMl CHCTEMOW IPOBEIU
MaTEeMaTHYeCKyl0 O00pal0OTKy MOIYYEHHbIX KHHETUYECKHMX KPHUBBIX C MPUMEHEHHEM MOJeien
TG Py3MOHHON U XMMUYECKOH KHHETUKU.
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Puc. 1. Kunemuueckue Kpusvie 83aumo0eticmsuss AHMUOKCUOAHMO8 ¢ UHOUKAMOPHOU CUCIEMOU, UMMOOUTUZ0BAHHOU
6 IIMM: 1 — ackopbunosas kucroma (AK), 2 — xeepyemun (KB), 3 — mponokc (TP), 4 — eannosas kucioma (I'K),
5 — momeonun (JI)

W3 pucynka 2 a) BuaHo, 4yto 3aBucuMoctd —In(1—F) ot t (rme F — cremeHs nocTukKeHUs
paBHOBECHS], paBHasi OTHOIICHHIO 0OOOIIEHHOTO aHAIMTHYECKOTO CHTHAJIAa B COCTOSIHUM PaBHOBECHS
(AAssoP) 1 B MoMeHT Bpemenn t (AAssg')), onuceiBaromye BHemHenU(Ppy3HOHHOE B3aUMOIEHCTBHE,
nuHeiHb! oT 0 10 60 MUHYT TIOCTIE HAaYaJla B3aUMOJICHCTBUS T pa3nudHbIX AQO, 9TO TOBOPHUT O TOM
YTO B 3TOM IPOMEXKYTKE BPEMEHU BHEIIHUM MacconepeHoc AO K MHAMKATOPHOM CHCTeME BHOCHUT
BKJIJl B OOIIYI0 CKOPOCTH TIporecca. 3asucumoctu F ot t2, omuchiBaromme BHYTpuamddy3noHHOE
paBHOBecue (puc. 2 6), Takxke JuHEHHBI ¢ Koddduuuentamu koppensuuu (R?) > 0,99 BmaoTs 10
JOCTHKEHUsT paBHOBecus (kpome 3aBucumoctu ainsi AK), T.e. macconepeHoc AO BO BHYTpeHHeEH
crpykrype [IMM Taxke BHOCUT BKJIaJ] B OOIIYI0 CKOPOCTh B3aUMOJAEHCTBHUS, IPH 3TOM HabIoAaeTcs
mHoroctaauitHoe B3aumoericteue AO ¢ Cu(ll) — Nc — TIMM.
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Puc. 2. 3asucumocmu —In(1-F) om eépemenu t (a) u F om t*2 (6)
npu e3aumodeticmseuu anmuoxcuoanmosc Cu(ll) — Nc — IIMM
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J1J1s1 BBISICHEHUS! BKJI1a XUMUYECKOH cTaanu B ckopocTb B3aumozenctsust AO ¢ Cu(Il) — Nc —TIMM
KMHETUYECKUE KpHBBbIE ObUIM 00paboTaHbl € NPUMEHEHHEM MOJIENe IICEeBIO-TIEPBOro U
MICEB/IO-BTOPOro mopsakoB. BzaumopeiictBue AQO ¢ paccMarpuBaeMOM CHCTEMOW JIydllie
OIMCHIBAETCSI MOJIEIIBIO TICEBAO-NIEPBOro mopsiaka (puc. 3 a), Tak Kak JTUHEHHbIe 3aBUCUMOCTU C
BBICOKUMH R2 Ha6III01a10TCS MPAKTHYECKH B TEYEHHE BCETO UCCIIETYEMOT0 BPEMEHHOTO HHTEPBAIA,
YTO TOBOPUT O TOM, UYTO B  OOIIyl0O CKOPOCTh  Mpolecca  BHOCUT  BKJIaj
OKHCITUTEIbHO-BOCCTaHOBUTEIbHAs peakius aHanutoB ¢ Cu(ll) — Nc — TIMM. 3aBucumoctu,
MOJIy4YEHHBIE JIs MOJIeNIU TICEeBI0-BTOpOro nopsaka (puc 3 0), TMHEHHbI Ha OoJiee MO3HUX dTanax
B3aMMOJICHCTBUS, YTO, MOXET OBITh, CBS3aHO C BKJIQJOM B CKOPOCTh MEXKMOJICKYIISIPHOTO
B3auMoJIeCcTBUS n3ydaeMbix AQ.

IIpu »TOoM ckopocth B3aumozenctBuss AO ¢ paccMaTpUBaeMOl CUCTEMOW 3aBHUCUT OT
KOJIM4YecTBa 3JEKTPOHOB AQ, Yy4YacTBYIOIIMX B OKHCIUTEIbHO-BOCCTAHOBUTEIIBHOW pEaKIUH,
CKOPOCTH MX OTJIayd IMPU B3aUMOJCHUCTBUM C OKHUCIUTEIEM, a TAKKE HAIMYUS THAPOKCHUIIBHBIX
Ipynn B OPTO-TMOJOXKEHUH B apOMAaTUYECKOM Kouiblie [3], 4TO 0OBSACHSAET HAaUOOJBIIYI0 CKOPOCTh
B3aumozeiicteus JI ¢ Cu(Il) — Nc — IIMM.
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Puc. 3. Ilpumenenue kunemuueckux mooeeti nceg0o-nepsozo (a) u ncegdo-emopo2o (b) nopsoxa npu 63aumooeicmeuu
anmuoxcuoarwmos ¢ Cu(ll) — Nc — IIMM

3aki0yenne

Takum oOpa3zom, Maremarnyeckas o0OpabOTKa KHHETHMYECKHMX KPHUBBIX I[IOKa3zaja, uYTo
B3anmopeiicteue AO ¢ Cu(ll) — Nc — TIMM mnporekaer B cMeniaHHOAUGPY3HOHHOM PEXKHUME H
HAWTYy4YIIAM 00pa3oM ONHCHIBAECTCSI MOJIEIBIO TICEBIO-TIEPBOTO TTOPSIIKA.
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Abstract. In this work, composite cements based on dicalcium phosphate anhydrous, calcium sulfate
and biocompatible polymers: polyvinyl alcohol, polyethylene glycol and polyvinylpyrrolidone were
synthesized and their physico-chemical properties were described

Key words: composite cements, dicalcium phosphate anhydrous, calcium sulfate, polyvinyl alcohol,
polyethylene glycol, polyvinylpyrrolidone

BBenenne

B cdepe MeOTUIMHCKHX TEXHOJIOTHH CYIIECTBYET HWHTEPEC K PEIICHHIO MPOOJIEMBI
BOCCTAQHOBJICHMSI KOCTHOW TKaHU IIOCIE DPA3JIMYHBIX IOBPEXKAEHUH, OMyXoiel, ocreomnopo3a U
Apyrux 3aboneBaHuid. [ STON EeTu MUPOKO MPUMEHSIOTCS KOCTHBIE 3aMEHUTENN - MaTepUabl,
CIOCOOHBIE  3aMEHHUTh IOBPEXKACHHYIO MM OTCYTCTBYIOIIYIO KOCTHYIO TKaHb. Cpenu
MEPCIEKTUBHBIX MAaTEPUANIOB IS CO3JIaHUS KOCTHBIX 3aMEHHTENCH MOYKHO BBIICIHTH LEMEHTEHI,
ocHoBaHHBbIe Ha rusipodochare kanpuus (I'DK), cynbdare kanbius 1 6MOCOBMECTUMBIX OJIUMEpPaX,
Takux Kak nmoauBUHWIOBKIN cnupt ([IBC), momustunenriukons ([1917) u momuBUHUIIHPPOIUIOH
(IIBIT). Tunpodocdar xkampluss OTIMYAETCS BBICOKOW OHMOCOBMECTHMMOCTBIO M XOpOLIeH
PacTBOPUMOCTBIO IO CPABHEHHUIO € APYTUMH (pochaTaMu KaJIbIHs, YTO TO3BOJISIET KOHTPOIHPOBATH
CKOpPOCTh BBICBOOOKIEHUs Kaibliug U (ocdopa B opranusme [1]. Cynbdar kaublus, B CBOIO
ouepenb, OBICTPO pas3iaraeTcsi B COCTaBe KOCTHOTO IIEMEHTA M BBIMOJHSAET POJIb 3aKPETUISIONIETO
komnoHeHTa [2]. [IBC, II2T" u I1BII ciocoOcTBYIOT YCHIIEHHIO MEXaHUYECKUX CBOWCTB IIEMEHTA U
YCKOPEHHIO TIpoIlecca €ro 3aTBepAeBaHus. bolee TOro, OTCYyTCTBHE TOKCHYHOCTH Yy JaHHBIX
MOJIMMEPOB YMEHBIIAET BO3MOKHOCTh BOSHUKHOBECHUSI BOCHAIMTEIBHBIX peakiuii [3-5].

JlanHasi paboTa HampaBieHa Ha CO3/aHUE KOMIIO3MIIMOHHBIX IIEMEHTHBIX MAaTepHalioB,
OCHOBAHHBIX Ha COE€JUHEHUHU ruapodocdara kaiablus, cyibdara KaibLus U OHOCOBMECTUMBIX
MOJTMMEPOB: TTOJMBHHUIIOBOTO CIIUPTA, TIOTHATHIICHTIINKOIIS U TIOJIMBUHIIITUPPOIIHIOHA, a TAK)KE HA
ucclieIoBaHue UX MOP(HOJIOTHH MTOBEPXHOCTU U (Pa30BOT0 COCTABA.

JKCIEePUMEHTAJIbHASA YaCTh
[TpoBenen cunTe3 ruApodocdara Kaablus M0 ypaBHEHUIO peaku (1):
Ca(NOz3)2 + (NH4)2HPO4 — CaHPO4+ 2NH4NO3 1)
CMmemani B XMMAYECKOM CTakaHe pacTBopbl ruapodochara ammonus (NHz)2HPO4 (0,3 M)
u Terparuapara Hurpara Kanbius Ca(NOz)2-4H20 (0,5 M) npu KOMHATHO#M TemIieparype, pu 3TOM
cooTHoleHue B nosydeHHoit cmecu Ca/P coctasuino 1/1, a 3Hauenue pH cocrasuio 7. [locne yero
nonsepriii ero CBU oOpabotke, BblaepkuBanu 48 yacoB, MPOQUIBTPOBAIA M BBICYIIWIIH.
[Ipu cmemmBanuu nopomkoB ruapodocdara kansiius CaHPO4 u monyruapara cynsdara Kaablus
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CaSO04 2H20 B cootHomennu 80/20 (macc. %) u nobdasneHreM pactBopoB monumepos (10 macc. %)
JUTS COOTHOIIEHHS TBEpAas/skuakas ¢asza 1/1 moaydrin KOMITO3UIIMOHHBIC IEMEHTHI [6].
@a30BBIii  COCTAB W CTPYKTYpHBIE TapaMeTpbl HCCIACAOBAIUCH Ha  JH(paKkTOMeTpe
XRD-6000 (Shimadzu) na CuKo-mmyaennu, pu 20 = 3 — 100°, mare 0.02° u Hanpsbkeann chéma 40 kB.
Mopdo0rHIo 3JIEMEHTHOTO COCTaBa MOBEPXHOCTH M3YyYald Ha CKAaHUPYIOIIEM HJIEKTPOHHOM
mukpockorne Quanta 200 3D ¢ yckopsitomuM HanpspbkeHueM 10 kB nipu yBennuenun B 1000 pas.

Pe3yabTaThl
Meronom P®A ycTaHOBIEHO, HAMYWE JBYX OCHOBHBIX (Da3 KOMITO3HMIIOHHBIX MAaTepHAIOB —
ruapodochaTa Kabliks U MOTyTHAPaTa Cyib(ara KalbLs, OJMMEpPbl Haxomsres B aMopdHoii (ase (prc. 1).

4§ CaS0,2H,0 A A
& CaHPO, ‘
\ ’ CaHPO, -CaS0,-2H,0.TIBC
¢ | | A ‘l
|4 1 a |l \L LA Yea ¢ aa
wﬂ'lmilww"MI l.\,/»"w',..-..,\.'n’ L) W I-'l b \‘rk.x\,.v' IW'L\II v '\.'\'."-""L,-"-_."W"-‘ﬂ'.'\.\
¢ - i
¢ ’ & | CaHPO, -CaS0, 2H,0-I13T
A | | A
ﬁA i| , || i '| I ‘r Ata ¢ A '
enerp ot | N, lwf"u.._,f"i'-. VUMW S L.“w Vo VN
| A
¢ ¢ |
l ‘| A | A A CaHPO, -Ca%0,-2H,0-TIBIT
ﬁA | ' I||||| | ’A L 2 ‘Ar
"Wll\nfhw-wmwrjl,.fu J|| l ¥ |Il\f 'I || M L"L W 'b-"v»v'“-'l"‘v\l
T T T T T 1
10 20 30 40 50
20.°

Puc. 1. Jughpaxmozpammol KOMROZUYUOHHBIX YEMEHMOE

JudpakTorpaMMbl  YKa3blBalOT Ha HAJIWYUE JIByX OCHOBHBIX (a3 KOMIIO3MIIMOHHBIX
MaTepuanoB — ruapodocdar U NoIyruapaT cyabdara Kaablus, MOIUMEPbl HAXOIATCS B aMOP(HON
(daze. Pasmepbl KpPUCTAUIMTOB MCXOAHBIX COCIUHEHHH ¥  KOMIIO3UIIMOHHBIX IIEMEHTOB
HE3HAYUTENIbHO OTJIMYAIOTCS, YTO TOBOPUT O HECYIIECTBEHHOM BIUSHUU MOJTMMEPHOM JOOABKH Ha
KpUCTaJUTH3aluio cmecH (tabm.1).

Tabnuya 1
Da306vblil cocmMas KOMROZUYUOHHBIX MAMEPUATLO8
Oo6pa3zeny Daszoewlli cocmas OKP, am

CaHPO, 33

CaHPO,4-CaS04-2H,0O-TIBC CaS0s2H,0 37
CaHPO, 32

CaHPO,4-CaS0q4-2H,0O-I1IDT CaS0s2H,0 34
CaHPO, 31

CaHPO,-CaS04-2H,0O-IIBII CaS0s2H,0 30

Ilpu wuccnenoBanur MOpPGHOJIOTUM KOMIO3UIIMOHHBIX 00pa3loB OBLIO  BBIACHEHO, 4YTO
KOMTIO3HUIIMOHHBIE TIEMEHTHI 00JIaJal0T OJHOPOIHON CTPYKTYypoil. OOpa3ibl MpeCTaBICHBI CMECHIO
TOHKHUX MT'OJIbYATBIX U IUIOCKUX IUTACTUHYATHIX yacTHll. CpeHuil pazmep coctaBuil 14—15 MxMm (puc.2).
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1 SRR AT 3

B e ey v o e o e o el e g e
Puc. 2. COM uzobpasicenust nosepxnocmu oopasyos: 1 — CaHPO4-CaS04-2H,0/11BC,

2 —-CaH PO4-C8.SO4'2H20-H9F, 3 - C&HPO4-C&SO4'2H20-HBH

3aki0uenue

bbutn nosy4eHsl KOMIO3MIIMOHHBIE LIEMEHThI Ha OCHOBE rujapodocdara kanblus, cynbdara
Kajbplms 1 nonuMmepHbix pactBopoB [IBC, 100N u IIBII. C nomMomisio MeToAa peHTreHo(ha30BOro
aHaiau3a ObUIO YCTaHOBJIEHO, YTO OCHOBHBIMHU (Da3zaMu 3THX MaTepHajoB SIBIISAIOTCSA ruipodocdar
KaJIbIMS M TUTHIPAT Cyibdara Kaneius. MccnenqoBanne MoOpQOIOTHH MTOBEPXHOCTH MTOKA3aj0, YTO
CTpYKTypa MaTepuaja OJHOPOJHA, 4YTO IOATBEPKIACTCS PACHPEIACIICHUEM DIIEMEHTOB I10
IIOBEPXHOCTHU U CPEIHMM pa3Mep 4acCTUL IPAKTUYECKHA HE U3MEHSAETC.

Paboma nposoounace ¢ npumenenuem o6opyodosanusi ToOMCKO20 pecuoHAIbHO2O YeHmpa
KOJULEKMUBHO20 NOIb308aHus. Paboma evinonnena npu noooepoicke Munucmepcmea HayKu u 8bLCuLe20
obpaszosanus FSWM-2020-0037.
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OnTumMu3anms MeTOI0B CHHTe3a (papManeBTHYECKOH CyOCTaHIMU
HHNOX-14 nist npou3BoacTBA
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Optimization of NIOCH-14 active pharmaceutical ingredient synthesis for production
O.T. Dyan, A.Y. Tolstobrova, V.V. Kostin
Scientific Supervisor: P.A. Zaikin
N.N. Vorozhtsov Novosibirsk Institute of Organic Chemistry, Russia, Novosibirsk, 9 Lavrentiev
ave., 630090
E-mail: dyan_ok@nioch.nsc.ru

Abstract. In the present study, we report synthetic methods for Russian antipoxviral drug NIOCH-14
and its components, reagents A and B. The developed methods allow one to increase target
compounds yield per reactor volume and decrease production time by using solvent-free methods and
simplification of isolation and purification steps. The developed methods were carried out in 1 L
reactor for reagents A and B. In case of NIOCH-14 the particle size distribution was also shifted
towards bigger crystal sizes and process safety was increased by using non-flammable DMSO-water
mixture as reaction medium.

Key words: active pharmaceutical ingredients, antipoxviral drugs, synthesis optimization, scale-up.

Beenenue

@dTopopraHUYecKue COAUHEHUs IMPOKO NPUMEHSIOTCS B (hapMalleBTUUECKON HHAYCTPUU: IO
pasnuaHbIM orieHKaM 110 20 % dapmcyOcTaHmii coepkar OuH WM HECKOJIBKO aToMOB ¢Topa [1].
B 2022 rony Obina 00bsiBIIeHa Upe3BbIUaiiHAs CUTYALUs] MEXTyHAPOIHOTO MaciuTada 13-3a BCIBILIKU
ocribl 00€3bsiH BO MHOTMX CTpaHax Mupa. B 3Toil cBA3M BO3HHMKIA HEOOXOAMMOCTh B HAJUYUU
CTPaTErMYECKOro 3araca MpOTUBOOCIIEHHBIX IIPENApaToB Ul NOJABJICHUS IOTEHINAIBHO BO3MOKHON
noBTOpHOM BemblkK  3aboneBanuss. HWOX-14 — mepBblii OpUTMHAIBHBIA  OTEUECTBEHHBIH
¢dTOopcoaepkamii MPOTUBOOCHIEHHBIN npenapat, paspadoranHbii B HUOX CO PAH coBmecTHO
¢ ®bYH T'HII Bb «Bekrop», mpomenmuii JOKIMHUYECKAE WCIBITAHUSA W 3apErHCTPUPOBAHHBIN
B Munucrepcrse 3apaBooxpanenus Poceun B 2022 rony [2]. B Hactosmee Bpemst B HUOX CO PAH
3aBEepIIACTCS CTPOUTENBCTBO KOMIUIEKCAa YHCTBIX MoMenieHnid 8§ kimacca uuctorel nmo HMCO
JUIS IPOM3BOJICTBA  (hapMalleBTUUECKOW CyOCTaHIIMM U JiekapcTBeHHoro mnpenapara HUOX-14.
Jlns mpousBoacTBa (hapMaleBTUUECKOM cyOcTaHIMKM HeoOXxoauma pa3padoTka MaclTaOupyeMbIX
MeToznoB npoussoacTtea HUOX-14 n ero KOMIOHEHTOB.

JKCNepUMeHTAIbHAA YaCTh

B paboTe nMcnonp30BaUCh peareHThl U3 KOMMEPUYECKHUX MCTOYHUKOB O€3 JTOTIONHUTEILHOU
ounctku. SIMP-cnextprl 'H u °F sapeructpuposanst Ha mpu6opax AV-300 u AV-400 dupmbl
Bruker. Ananu3 uwmcrorhl nponaykToB MeronoM I[JKX mpoBogunu Ha razoBoMm Xxpomartorpade
Interlab «MascTpo-2» ¢ xononkoii Agilent Tecnologies HP5. Ananu3 4ucToThI MPOITYKTOB METOI0OM
BDXXX mposoaunu Ha xpomarorpade Interlab «Masctpo» ¢ xomonkoi Anpel, Athena C18-WP,
250 x 4,6 MM, 5 MKM.
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PesyabTaTsl
Cunre3 HUOX-14 npoBoauTtcst u3 peareHToB A u b, KoTopbie B CBOIO oUepeib 00pa3yroTcs
B3aHMOI[eI>'ICTBI/IeM HUKJIIOrCriTaTpucHa C MaJICUHOBBIM AHTUAPpHUI0M u METHJI

n-tpudropMeTHIOEH30aTa C THAPA3UH TUAPATOM COOTBETCTBeHHO (Puc. 1).
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Puc. 1. Cunmemuueckas cxema nonyuenus HUOX-14

[To muTepaTypHbIM AQHHBIM pEareHT A CHHTE3UPYETCS KHIITYCHHEM IUKJIOTCeNTaTpUCHA U
MaJICMHOBOTO aHTHIPH/IA B aPOMATUYECKHX PACTBOPUTENSX (TOIYOJ, KCHIION, CMECh KCHUJIOJIOB) B
teuenue 10—18 dYacoB ¢ mocienyrImuM (GUIBTPOBAHHEM BBIMABIIETO OCAIKa MPOAYKTAa M €ro
MIPOMBIBaHUEM Ha (GUIBTpe 00 mepekpucTaiu3anueii. OCHOBHBIM HEOCTATKOM JIAHHOTO METO/a
SIBJISICTCS JUTUTEILHOE BPEeMsI CHHTE3a M HHM3KHH BBIXOJ C e€AUHHUILI 00béMa peaktopa (~90 1/1m).
[IpoBenenue peakiuu 0e3 pacTBOPUTENS MO3BOJSIET MOJMy4YaTh peareHT A 3a MEHbIee BpeMs C
oonbiiel ¢ dexkruBHocThiO (Tabmuma 1). B oTcyTcTBHE pacTBOpuUTENs peaklMOHHAs CMECh MpU
OXJIOKJICHUH 3aCThIBACT B BUC TBEPIOTO arjoMepara, u4To 3aTpyAHsET e€ BBITPY3KYy U3 peakTopa u
nanpHenIytro o0pabotky. JloOaBneHue HEOONBIIOTO KOJMYECTBA COPACTBOPUTENS Mepen
OXJIOKJICHUEM PEaKIIMOHHONH CMECH MTO3BOJISET IMOJIYIUTh MTPOYKT B BHJIC TIOJIBHIKHOM CMECH.

Tabnuya 1
Cpasnenue memooos cunmesa peazenma A
MeTox crnTesa Beixomc 11 YucroTa 110 Pacxop ceipbs,
A peakropa, Kr KX, % KI/KT TIPOJIYKTa
Kunsiuenue B Tosyoste (16 u) 0,09 99,0 7,2
be3 pactBopurens (90 °C, 6 u) 0,76-0,80 97,9 2,3
bes  pactBopurenss (90 °C, 6 u), nmobGaBneHHE 0,76-0,80 98,5989 2.4
COpPACTBOPHUTENIS IEPe]l OXJIAXKICHHEM

JluTeparypHblii METOX CHHTE3a peareHTa b  mpeanosaraeT  KUNSYEHUE  METHII
n-TpuropmeTnnOeH3oaTa ¢ M30BITKOM THUIpPA3UH TUApaTa B H30NPOMAHOJIE C MOCIEAYIOUIMMHU
ocaxkaeHueM, (unpTpoBaHHMEM, NPOMBIBAHMEM MpojayKTa Ha  ¢GuiabTpe JuOO  ero
nepeKkpuCcTaIN3alel 3 COMPTOB. AHAJIOTHYHO MPEABIAYIIEMY CIydaro, IPOBEACHUE peakuu 0e3
pPacTBOPUTEIIS MO3BOJISIET YBEJIIMYUTH BBIXOJ MPOAYKTA C JINTPA PEAKTOpa M YMEHBIIUTH Pacxo[
ChIpbsi. JIOTIOIHUTENBHO PAcXOJ ChIPbS COKpALIAETCs 3a CUET MCIOIb30BaHMWS | 9KB. TMIpa3suH
ruapata (Tabm. 2).
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Tabauya 2
Cpasnenue memodos cunmesa peazenma b
MeTOL CHET Bexonc 11 Yucrora o Pacxon cbIpbs,
CTOML CuHTEsa peakropa, Kr KX, % KI/KT IPOJyKTa

Kunssuenue B uzonpomnanoie (4 4), 4 s3xs. NoHa-H,O 0,28 98,0 11,6
Be3 pactBopurens (85-90°C, 6 4), 1 3kB. NoHs-H:0, 0,71.0,74 96.6.96.9 49
J00aBJIeHIE COPACTBOPUTEINS NIepe]] OXJIaXICHHEM

Cunrez HUOX-14 npoBoautcs BbLIEpKKOW cmecu peareHToB A u b B 3tanone. Buny
HecrabmiabHOCTH cyOctanmun HMOX-14 B pacTtBope Bce cTaauu €€ MOJyYeHUs] TPOBOIATCS TPH
temmneparype 2—10 °C, Bkitoyast GuiabTpoBaHUE OCaaKa MPOIYKTa. Majblii pa3Mep 4acTHIl 0CaIKa
(Dso < 5 mkM) 3arpyasser (uiabTpoBaHume MOpoaykTa. 3ameHa pactBoputenas Ha JIMCO c
MOCTIETYIOIUM OCKIACHUEM IPOJYKTa BOJOW MO3BOJsAeT moiydars cyocranimioo HMOX-14 mpu
KOMHATHOW TeMIepaType C YBEJIWYEHHBIM pa3MepoM dyactull ocagka (Dsg > 12 mxm), uTo
CYIIECTBEHHO YIIPOIIaeT cuHTe3 M 00paboTKy nmpoaykra (Tabmuna 3). Takxke ucnonb3oanue JJMCO
B KaueCTBE PACTBOPUTEIIS MO3BOJISIET MOBBICUTH OE30MACHOCTh MPOU3BOACTBA 3a CUET €r0 MEHbILIEH
OTHEOIACHOCTH.

Tabauya 3
Cpasnenue memodos cunmesa cyocmanyuu HAOX-14
Dso, Breixomc 1 1 YwucroTa no Pacxop ceipbs,
Meroz curresa MKM peakropa, Kr B2XX, % KI/KT IPOJYKTa
Broimepikka B 3TaHone (4 4), Bce omepanuu IpH
oxnaxaeanu no 2—10 °C 4,92 019 96,5 6.4
Brigepxka B JMCO (4 u), pa3baBineHHE BOJIOM, 122 014 971 16.2
KOMHaTHas Temneparypa 19-23 °C ' ' ' '

3akirouenue

B pesynbTare npoBEAEHHBIX HCCIEJOBaHUM pa3pabOTaHbl ONTHUMHU3UPOBAHHBIE CHHTE3BI
dapmaneBtrueckoit cyocrtanuuu HUOX-14 u e€ komnonentos. [l pearentoB A u b O6bu1 yBenuuex
BBIXOJ] MPOJYKTa C €IUMHUIBI 00BbEMA peakTopa M COKpPALIEH PacXoj ChIPhbs 3a CUET MPOBEIEHUS
cuHTe3a 6e3 pactBoputens. B cimyuyae cyOctanumn HUOX-14 ontumu3anus yciaoBUM CHHTE3a
[I03BOJIMJIA YNPOCTUTH AaIIlapaTHYH CXEeMy MPOU3BOJACTBA, YIYYUIUTh TI'PAHYJIOMETPUYECKHE
XapaKTepUCTUKH TMPOJYKTA, a TaKXKe IOBBICUTh 0€30MacHOCTh MPOM3BOJCTBA 3a CUET 3aMEHbI
pactBoputena. KoHeuHas 4McTOTa MPOJYKTOB BO BCEX CIIydasX COOTBETCTBYET TpPEOOBAHUSIM
IIPOEKTa HOPMATUBHOW TOKYMEHTAIUU.
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Study of parameters for the synthesis of polylactide-co-glycolide nanoparticles
immobilized with rifampicin
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Abstract. In this study, we investigate method for obtaining of polylactide-co-glycolide (PLGA)
polymeric nanoparticles with the anti-tuberculosis drug, rifampicin, by double emulsion method.
Polymeric nanocarriers were synthesized by modifying key parameters including the choice of
organinc solvent, drug-to-polymer ratio, and concentration of surfactant. The analysis carried out
allowed to determine the synthesis parameters to ensure the production of nanoparticles with
desired characteristics such as size and polydispersity. The size of obtained nanoparticles varied
from 98 to 451 nm, and PDI was in range of 0,046-0,556. The obtained nanoparticles show
potential as an innovative drug delivery system for effective treatment of tuberculosis.

Key words: nanoparticles, polylactide-co-glycolide, rifampicin, anti-tuberculosis drugs.

BBenenne

Hcnonp30BaHue MONMMEPOB B MEIULMHE OTKPHIBAET LIMPOKHUE IMEPCHEKTUBHI B 00JIaCTH
JOCTaBKM JiekapcTB. Ha ceromHsImHUN JeHb IIHMPOKO MCIONB3YIOTCS PA3JIMYHBIE IOJIMMEpHL,
BKtouass nosnudTwieHrkons (PEG), monumonounyto kucinory (PLA), Obluuii u 4enoBedecKHid
CBIBOPOTOYHBIA anpOymuH [1]. DTH mnoiAMMeEpbl YacTO NPUMEHSIOTCS Ui  (OPMHPOBAHUS
HAHOYACTHI], KOTOPbIe MOTYT 3()(PEKTUBHO JOCTABIATH JIEKAPCTBEHHBIE IpENapaThl B OPraHU3M,
obecrieurBasi KOHTPOJIUPYEMYIO U IeJIEHANPaBICHHY0 Tepanuto. OJHUM U3 TOJIMMEPOB, KOTOPBIN
NpUMEHSIETCS B JIaHHOM  HampaBlIeHUHW  siBisgeTcs  noimiakTui-co-rimukoaua(PLGA).
PLGA- cononumep MOJOYHOM M TJIMKOJIEBOW KHCIOTBI, OH XOPOILO MEPEHOCUTCS OPraHU3MOM U
0e3BpeZieH Il 4EeTI0BEYECKOI0 3/10pOBbs U ObLI 0100pEH YIIpaBIEHUEM IO CAHUTAPHOMY HaJ30py
3a Ka4eCTBOM MHIIEBBIX MPOAYKTOB M MeaukameHToB (FDA) mist MeqUIMHCKOTO MCIIONB30BAHUS
[2]. OcobeHHO BaXKHBIM SIBJISIETCSI €0 IPUMEHEHHE ISl TPAHCIIOPTUPOBKH MPOTHBOTYOEPKYIIE3HBIX
npenapatoB. PLGA o6namaeT yHUKaJIbHBIMH CBOWCTBAMHM, TaKUMH Kak OMOCOBMECTHMOCTb,
O0Mopa3naraeMocTb U BO3MOXHOCTb KOHTPOJIMPOBATh CKOPOCTb BBICBOOOXKIEHMSI JIEKAPCTBEHHBIX
BemectB [2, 3]. DTH XapaKTepHCTUKH JENAIOT €ro HACAITbHBIM MaTepUaloM Ui CO3JaHHMs
HOCHUTEJIEH JIeKapCTB, CIOCOOHBIX O0O0ecrneYuTh CTAOMIbHYI0O M KOHTPOJIHUPYEMYIO JOCTaBKY
pudaMIuIHa B OPraHu3M, YTO KPUTHYECKH BaXXHO /17151 9(h(hEeKTUBHOTO JIeUeHHs TyOepKyIiesa.

B cBs3m ¢ oM, wm3ydeHue YycioBWi cuHTe3a HaHowactull PLGA, 3arpykeHHBIX
pudaMIuIHOM, MpeAcTaBiIseT cOOOM BaXHBIM 3Tanm ans obecrneyeHHus 3()(HEKTUBHONW TOCTaBKU
IIPOTHBOTYOEPKYJIE3HOTO Mpenapara. ITOT MPOLECC BKIIOYAET B c€0s1 ONTUMM3ALMIO [1apaMeTPOB
dopmupoBanus HaHodacTHl. ONTHMAalbHBIE YCIOBUS CHHTE3a IO3BOJIAT CO37aTh HAHOYACTHIIBI
CKEJTaeMbIM Pa3MEPOM, BBICOKON 3((PEKTUBHOCTHIO 3arpy3ku pudaMIuIMHA U KOHTPOIUPYEMOMN
CKOPOCTBIO BBICBOOOX/IEHHUS Tpenapara, YTO CYHIECTBEHHO IOBBICUT 3(PQPEKTHUBHOCTH JICUEHUS
TyOepKyJie3a U CHU3UT PUCK Pa3BUTHS PE3UCTEHTHOCTH K Mpenapary.
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[lenpro MaHHOTO WCCIEAOBAaHUS SIBISETCS CO3JaHUE M HCCIIENOBaHHE (PU3UKO-XUMHYECKHX
xapakTepucTuk HanodacTul] PLGAM ux uMMOOWIM3aIus MPOTHBOTYOEPKYJIC3HBIM IpErapaToM
«Pudammunye», ¢ BBHICOKOW CTEIECHBIO 3arpy3Kd M CBSI3bIBAHHS JIGKAPCTBEHHOTO IIpemapara, a
Takke BbICOKMM BbixonoM HY. B xone uccrnenoBanusi ObUIO MCCIIEOBAHO BIIMSHUE Pa3UYHBIX
[IapaMeTpoB, TaKUX KaK MOJIEKYJSIpHas Macca IIOJUMEpPA, COOTHOIIEHHE IIOJUMEpa M
pudamnuiuna, Bun [1AB, konnenTpanus [TAB, Bua opraHnyeckoro pacTBOpUTENsS, MOIIHOCTh U
MPOJIOJKUTEIILHOCTh TOMOTCHU3AIINH, & TAK)KE COOTHOIICHNE BOJHON M OpraHNYecKoi (a3bl.

JKCNePpUMEHTAIbHAS YaCTh

Hanowactumer PLGA, conepkamue pudamnuiyH, ObUTH TOJYYSHBI METOJIOM JIBOWHOMN
amynbscuu [2, 3]. TIpouenypy MOKHO ONMHUCATh CIASIYIOLUIMM 00pa3oM, MPEIBAPUTEILHO YKa3aHHOES
konmdecTBO pudammuimaa 1 PLGApacTBopriin B 5 M1 IuxjopMeTaHa, Jajee JaHHBIM pacTBOP
OMYJIBIUPOBAIM B TeUCHHHM | MHHYTHI Ha yIbTpa3BykoBoM romorenusarope (BandelinSonopuls
HD 2070, BandelinElec., Germany). [laiee B moJly4eHHBIH pacTBOp J0OABUIM K BOJHOMY PacTBOPY
ITAB ¢ pa3HOl KOHIEHTpauueil 1 rOMOT€HU3UPOBAIM Ha YJIbTPa3BYKOBOM I'OMOIE€HU3ATOpE IpU
3amaHHOM MomHocTU. [locie 3MyJIbrupoBaHMs MOJYYEHHYIO SMYIbCHUIO MEPEeMENINBAaIN Ha
MarHMUTHON MeEIIAJIKe JI0 WCIAPCHHSI OPTaHHYECKOTO pacTBOpHUTENs. [lomydeHHBIE HAHOYACTHIIHI
ObuTH BBIIENEHBI eHTpudyrupoBanuem B TeueHue 20 munyt npul5000 o6/mun. B xownie,
HAHOYACTHIIBI MPOMBIBATH JAUCTUUIMPOBAHHON BOJOW JUISl yOAJICHUS OCTAaTKOB IMOBEPXHOCTHO-
aKTUBHOTO BEIIECTBA, a 3aTEM BBICYILIMBAIIH.

Cpennuii pa3Mep HaHOYACTUI[ W3MEPSIM METOJIOM JWHAMHYECKOTO pAacCesHUs CBETa C
MCIOJIb30BaHUEM aHanu3aTopa pa3mepa yactuil (Zetasizer NanoZS90, MalvernInstrumentsLimited,
Bycrepump, Benukobpurtanus).

Pe3yabTarhl

TybOepkyne3 — sToxpoHumdeckoe HH(EKIMOHHOE 3abosieBaHUE, BbI3bIBacMOe OakTepuei
Mycobacteriumtuberculosis. Xots 310 3a00jeBaHNe HaMOO0JICE U3BECTHO CBOMM BO3JICHCTBHEM Ha
JIETKHE, OHO TaKXX€ MOJKeT OKa3blBaTh BJIMSHHUE Ha JpPyrde OpraHbl M CUCTEMbI OpraHHU3MA.
CornacHo naHHBIM BcemupHON opraHuszanuu 3apaBooXpaHeHusi, Tojibko B 2019 romy uucio
3200JIeBIINX COCTaBHJIO OKOJ0 10 MHJUIMOHOB YeNOBEK, U3 KOTOPHIX OKOJIO 1,4 MUIIITMOHA yMepiu
[4]. Pudamnuiue sBIIsSCTCS MpemapaToM MEepBOil JIMHUK IS JICUeHUsT TyOepKylie3a, 0COOCHHO ero
ocTpoil u pacnpocTpaHeHHOM ¢opmbl. OJHAKO OH MOXET BBI3bIBATh pa3IMyHbIe MOOOYHBIE
3 eKThI, BKIOYAs FeMaTOTOKCUYHOCTh U HEHPOTOKCUYHOCTS [4].

Jns  cHuKeHus 3TuX H(PQPEeKToB M MNPEoNOSICHHs PE3UCTEHTHOCTH K pUbaMIULIUHY
MCCIIeIOBAaTEeNN O0paTHIIM BHUMAaHHUE Ha WCIIOJIb30BAaHHUE TOJMMEPHBIX KOMITO3UTOB JUIS JIOCTABKU
nekapcTB. HaHowacTuipl HpPEACTaBIAIOT cO00OM OAMH M3 TaKUX IOAXOJOB, IO3BOJISIONIINX
JOCTABIISATH TpenapaThl HEOCPEJACTBEHHO K MECTY MH(EKIMU, YTO CHI)KAET UX TOKCHYHOCTB ISt
OopraHu3Ma M noBblIaeT 3h(HeKTHBHOCTD JIEUEHUSI.

B xone uccienoBanus, Mbl U3YYWJIH BIMSHUE PAa3IMYHBIX MapaMETPOB, HA XapaXTEPUCTHKH
MOJyYEHHbIX HAHOYACTHUII U OBUIM IMOA0OpaHbl ONTHMAJbHBIC YCIOBHUS CHHTE3a HAHOYACTHI[ C
ONITUMAITLHBIMU ~ XapakTepUCTUKaMHU. [loJydeHHbIE HAaHOYACTHIBI WMEIOT CpPEIHHUN pa3Mep
HAHOYACTHUI] HaxoauTcs B nuanasoHe 98-451 HM, a 3HaueHHe HHJIEKCA IOJUIUCIIEPCHOCTU B
nuteppane 0,020-0,556. Beiio 3amedeHo, 94To CpeHMIA pa3Mep HAHOYACTHII PACTET C YBEITHUCHUEM
COOTHOILIEHUS JIEKAPCTBA U MOJIMMEPa, KpOMe TOT0, CPEHHUIA pa3Mep HAHOUACTUIl yMEHBIIAETCIIPU
YBEIIMYCHUU MOIIHOCTH W TPOJODKUATEIBHOCTH ToMoreHu3anuu. CpeqHuid pa3Mep W 3HaueHHe
MHJIEKCa MOJUANCIEPCHOCTH HAHOYACTHIL, MMOJYYECHHBIX MPH ONTHUMM3ALUH, OblT paBeH 217 HM H
0,033 cootercTBenHO (puc. 1).
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Size Distribution by Intensity
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Puc. 1. Pacnpedenenue no pazmepam HaHOHACUYNOIUIAKINUO-CO-2TUKOIUOA, 3A2PYHCEHHBIX PUDAMAUYUHOM

3akiil0oueHue

Takum 00pazomM, IprUMEHEHHUE MOJUMEpPa MOIMIIAKTHAA-CO-TJIMKOJIM/IA B Ka4eCTBE MaTepuania
JUISL  CO3JIaHMs HAHOYACTHI[ IHpeacTaBiiseT A(GOEKTUBHBIA IMOAXO0J K TPaHCIOPTUPOBKE
MIPOTHBOTYOEPKYJIe3HOro mpernapata «Pudammuiuay». JlaHHBI METOJ IIOMOTraeT TOJIYYHUTh
HaHovactuilpl PLGA, 3arpyxeHHble puDAMIUIMHOM, C KCIaeMBIM pa3MepOM, C BBICOKOM
3arpy3koi pudamnunuHa. [lomydeHHBIE HAHOYACTHUIBI OOECIEYMBAIOT KOHTPOJHUPYEMYIO H
JUIMTEIIBHYIO JIOCTAaBKy pH(aMIUIKHA. DTO MO3BOJISIET YMEHBIIMTh YacTOTY IpHEeMa Ipernapara u
CHU3HTh €r0 TOKCHYHOCThb, YTO OCOOCHHO Ba)KHO B JICYCHHH TyOEpKyje3a U CIIOCOOCTBYET
yBEMUCHUIO dS(PPEKTUBHOCTH Tepanmuy MW CHIKCHHIO pPHCKA PAa3BUTHS PE3UCTCHTHOCTH K
npenapary.

Paboma evinonnena 6 pamkax npocpammHo-yenesoco @urancuposanusi Munucmepcemea
Hayku u evicuwezo obpazoeanus Pecnyonuxku Kazaxcman Ne All14871344 "Paspabomka
KOJLUIOUOHBIX ~CUCmeM OO0CMABKU JNeKAPCME HA OCHOBe OUONOAUMEPO8 Osi XUMUOMEPAnuu
myb6epxynesa”.
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HccnenoBanue mosy4eHusi CHCTEMbI aIPeCHOI 10CTABKH 0eJIKOBBIX 00beKTOB
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Research on obtaining a system for targeted delivery of protein objects based
on chitosan nanoparticles with chemisorbed object application
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Abstract. The aim of the present work was to obtain particles based on chitosan activated by rigid
cross-linking and chemisorbed bovine serum albumin, to confirm the chemisorption process both
qualitatively and quantitatively, and to evaluate quantitatively the release of protein fragments
of bovine serum albumin in phosphate buffer medium with pH 5.5 and pH 7.4. The subsequent aim
of the study is to investigate the physicochemical and biological properties of chitosan-based
materials for the delivery of protein molecules into the cancer cell environment.

Key words: Chitosan, bovine serum albumine, terephthalaldehyde, UV/Vis spectrophotometry

Beenenue

CucteMbl JOCTaBKM JIEKapCTB Ha OCHOBE HAHOYACTHI[ MPOJIEMOHCTPUPOBAIN MHOKECTBO
MPEUMYIIECTB B JICYCHUH paka, TaKUX Kak Xopomas (papMakOKHMHETHKA, TOYHOE HAalleTMBAaHWE
Ha OIYXOJIEBbIE KIETKH, CHIDKEHHE MOOOYHBIX 3(P(PEKTOB M JIEKapCTBEHHON YCTOHYMBOCTH.
HanowacTuiipl, UCronbp3yemMble B CHCTEMax JOCTABKH JIEKAPCTB, OOBIYHO pa3pabaTHIBAIOTCS WA
BBIOMpPAIOTCS HAa OCHOBE MX pa3Mepa M XapaKTepUCTUK B COOTBETCTBMU C NaTO(PU3UOIOTHEH
oryxoJieil. MexaHn4ecKn HaHOHOCHTEIHM B Tepaliy paka HaIEIMBAIOTCS Ha OIMyXOJEBBIE KIETKH
3a cyetT 3(pdexTa nepeHoca HaHOYACTHIL ¥ HPPeKTa NO3ULIMOHUPOBAHUS TAPreTHOTO BEILIECTBA MOCIIEe
MIOTJIONIEHUS. 3aTeM OHU BBICBOOOXKIAIOT JICKAPCTBEHHBIE BEIIECTBA B OMYXOJIEBBIE KIETKH, YTOOBI
BbI3BaTh MX rudens [1].

OnHuMEU W3 HOcUTENeH OMOJOTHYECKMX OOBEKTOB BBICTYIAIOT TOJHMKATHOHBI, TNI€ XUTO3aH
BBICTYNa€T OJHUM U3 Hanbojee 4acTo HCHOJb3yeMbIX. [10MMKAaTHOHBI — BBICOKOMOJEKYIISPHBIE
COCMHEHUS] W3 TIOJOXHTEIBHO 3apsDKEHHBIX OPraHMYeCKHX MOHOMEpoB. B pacTtBope oHH
CaMONPOM3BOJIBHO  00pa3yloT  KOMIUIEKCHI-HAHOYACTUI[BI €  OTPHULATENIBHO  3apsKEHHBIMU
HYKJIEMHOBBIMH KUCIIOTAMHU — TTOJIMTUIEKCHI. [10IHIIIeKCh ClTOCOOHBI TPOHHUKATH B KIETKY 110 ITyTH
HHJIOIMTO3A, I/I€ Pa3pyLIaloT MEMOpaHy JIM30COM 3a cueT caBura pH BHyTpu opranounna. Hecmorps
Ha CWJIBHOE B3aMMOJICMCTBHE XWTO3aHA C OMOJIOTMYECKUMHU MoJieKyiaamu, B dacTHOCTH ¢ PHK,
Mo uUKaIMs oJuMepa 1o TuapokcuibHoi rpynne (C-3) u amunorpynne (C-2) ruapodoOHbIMU
MOJIEKYJIaMH KUPHBIX WJIH KETIHBIX KUCIIOT TIOBBIIIAET CPOACTBO MOJIMMEpa K KIIETOYHON MeMOpaHe
U OJJHOBpeMeHHO ocinabisietr B3aumoeiicteue ¢ PHK [2].

Lenbro HacTosMIEH pabOTHI OBUTO MOyYeHHE YAaCTHIl HA OCHOBE XHUTO3aHa, aKTHBUPOBAHHOTO
KECTKOH CIIMBKOM M XeMOCOPOMPOBAHHOTO ObIYBMM CHIBOPOTOYHBIM AILOYMHUHOM, KaueCTBEHHOE
M KOJIMYECTBEHHOE IIOJITBEPXKACHUE TIpollecca XeMOCOpPOIMM ¥ KOJMYECTBEHHAs OIEHKa
BBICBOOOXK/IEHHUsS] OEIKOBBIX (ParMEHTOB OBIYBETO CHIBOPOTOYHOrO anbOymMuHa B (ochaTHON
o0ydepnoii cpene ¢ pH 5,5 u pH 7,4.
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JKCNepUMEeHTAIbHAS YaCTh

B xome naboparopHOro cuHTe3a OBbUIM HCIOJIB30BAaHbI: XHMTO3aH HU3KOMOJEKYJISPHBIN
([C12H2208N2]n), xambrmit  xsopuctbiii  (CaClp), nHatpus ruapodocdar aBEHAAIATHBOIHBIN
(Na2HPO4+12H20), pactBOp ObIUbEro ChIBOPOTOUHOro anbbymuna 7,5 % (MM = 69 k/la), HaTtpus
ruapokcua (NaOH), tepedranessiii anpaerun (CsHeO2), muctummmpoBaHHas Boja.

Ha mepBoii craguu mnpousBonuwiuchk mnpuroroBienus 10 % pactBopa NaHPO4+12H.0
u 0,5 % pactBopa HU3KOMOJEKYsipHOro Xxuro3aHa B 0,5 % BOAHOM pacTBOpE YKCYCHOM KHCIIOTHI.
Jlanee pacTBOp XHWTO3aHa MENJICHHO MPHUKANBIBAIU 4Yepe3 IEUTEIbHYI0O BOPOHKY B PacTBOp
NazHPO4+12H,0 npu nocrosnnoM nepemenmnBanui. [locie cMemmeHus roTOBbIM pacTBOP JOBOAMIH
1o pH=10 Bogubsim pactBopom NaOH u pazmemmBanu 20 MUHYT HAa MArHUTHOM MeEIIAJIKe.

JlJis aKTMBalMM M JKECTKOW CIIMBKMA XHWTO3aHA HCIIONH30BAIM TepeTaNIeBbli allbJeTU/I.
['oToBMIM BOJIHBIN pacTBOP TepedTaNeBOro ajibAeru/ia ¢ KOHIIEHTpaluen 2,5 MIr/Mil IpU HarpeBaHUuU
U TIOCTOSIHHOM TEepPEeMEUINBaHNH, TTOCIIE Yero J00aBIsUTN K MOALISTIOYCHHOMY PacTBOPY XMTO3aHa.
[Tonydennslit pacTBop nepememuBain B Teuenue 1 yaca npu temmneparype 50 °C. IlomyyeHHbli
KOJIJIOWHBIN PacTBOP MPOMBIBAIU 4 pa3a TUCTUIUIMPOBAHHON BOJON M (PMIIBTPOBAIM Ha BAaKyyMHOU
ycranoBke. [locienneit cragueil cuaTe3a OblT OTOOP MOJIYUYEHHBIX YaCTHI] XUTO3aHA H BEIMAUMBaHUE
B BOJHOM pacTBOpe OblYbero chiBOpoToyHOro anboymuHa (BCA) mpu cooTHomeHun anbOymMHHA
K Bojie paBHbIM 1 k 1. Cxema mosydeHus 4acTHI] peAcTaBlieHa Ha PUCYHKe 1.
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Puc. 1. Cxema NOJIy4erUusl 4acmuy xumosarna ons nowzedyromezo B8bIMAYUBAHUA 6 pacmeope aﬂb6yMuHa

Pe3yabTaTsl
Ha pucynke 2 npeacraBieHbl JaHHbBIE O BO3SMOXHOCTH PUCOeANHEHHs poilamMiHa b B kauecTBe
KpacuTens i Oelnka.

Puc. 2. (DﬂyopecueHmele CHUMKU OKPAUWEHHO20 XUMO3aHAa npu pasiu4Hblx ONIUHAX BOIH
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Hccnenosanue, mpoBoauMoe MeTooM (uryopecuenTHoi mukpockonuu (LEICA DMI8, USA),
MOKa3aJI0 BO3MOXKHOCTH UCIIOJIB30BaHUs pojilaMiHa b B KauecTBe OKpaIlBaronIero (IToMe4aroIero)
peareHTa JuIs LieJIeBbIX OeIKOBBIX 00beKkTOB. Ha prucynke 3 mpencTaBiieHbI JaHHBIC O PACTIpeeICHIH
MedyeHHOro bCA 1o OBepXHOCTH YacTHI XUTO3aHa P PA3IMYHBIX JJIMHAX BOJIH.

Puc. 3. @nyopecyenmuuie chumku uacmuy xumosana c mevenuvim BbCA npu paznuunsix OnuHax 60

Pacnipenienienne cormacyercs ¢ MPEANONaraéMbIM: IMPU XEMOCOPOMPOBAHHOM HaHECEHUU
OEIKOBBIX OOBEKTOB MPOUCXOMUT paclpeneleHne O0beKTa IO BCEH IMOBEPXHOCTH YACTHIIBI
(KOHTJIOMEpaTa YacTHI).

CornacHo WCCIIEIOBAaHUSM KHHETHKH CIIEKTPO(YOTOMETPUYECKMM METOJIOM aHalln3a
(Microvolume UV/Vis (Nano) spectrophotometer (SP-MUV1000, Bioevopeak Co. Ltd.)),
BbICBOOOXKIeHnE BCA ¢ MOBEpXHOCTH XUTO3aHOBBIX YacTHUL[ (KOHTJIOMEPATOB YACTHI]) IPOUCXOAUT
PaBHOMEPHO CO Bcel MOBEPXHOCTU. [IpOLEHT 3arpys3kH, OLEHHBAEMbIH IO CMBIBOYHBIM BOJaM,
coctraBui 91,7 %. BricBoOoxnenue 6omnee 20 % 3arpy:keHHOTo Oeyika MPOUCXOIUT MEHEE YeM 3a 6
yacoB ripu PH 7,4, 1 MmeHee yem 3a 2 yaca ipu pH 5,5. Tlopsiiok peakiiuy BEICBOOOXKICHHS COCTaBUII
0,4277 (R?=0,87) u 0,3512 (R? = 0,78) ipu pH 7,4 1 5,5, COOTBETCTBEHHO.

3akiil0ueHue

B xone uccnenoBanus ObUTM CHHTE3MPOBAHBI YacTHIIBI XUTo3aHa M HaHeceH BCA B kauecTBe
Ouosorn4eckoro oobexTa. Jlanueie (yopeciieHTHOTo aHalIM3a MOKa3bIBAIOT pacipeesieHre 0emnka mo
BCEll MMOBEPXHOCTH KOHIJIOMepaTa 4acTHI] C OCOOCHHO BBICOKYIO KOHIIEHTpaIMe 1mo kpasm. AHamu3
KHHCTUKN BI)ICBO60)KJICHI/I$[ IMOKa3aJl BBICOKYIO CKOPOCTh BI)ICBO60)K)I€HI/I5[ 0o0BeKTa B MEPBBIC CYTKH.
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Pt-Ga karainu3aTopbl Ha 0CHOBE BHICOKOIIOPUCTOro okcuaa kpemauss MCM-41
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Pt-Ga catalysts based on highly porous silica MCM-41 for propane dehydrogenation
A.V. Zubkov, T.A. Bugrova, E.V. Evdokimova
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Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
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Abstract. Highly porous SiO2 supports with the MCM-41 structure were synthesized by template
method. Pt-Ga catalysts for propane dehydrogenation were obtained using the impregnation
method. The structure of the synthesized samples was studied by low-temperature nitrogen
adsorption and X-ray phase analysis (XRD), and the properties of catalyst reduction were studied
by temperature-programmed reduction in hydrogen (TPR-H.). The catalytic properties were
studied in the reaction of propane dehydrogenation, and the influence of hydrogen in the
composition of the reaction mixture was studied. It has been shown that the addition of hydrogen
into the reaction mixture leads to an increase in the stability and activity of platinum catalysts.

Key words: MCM-41, Pt-Ga catalysts, dehydrogenation, propane, propylene

Beenenue

Karanutuueckoe HEOKHCIUTEIbHOE JAerujapupoBanue npomnasa (/') B nponuieH sBiseTcs
BOCTPEOOBAHHBIM TPOIIECCOM JIISI XUMHUYECKOW MPOMBIIUIEHHOCTH, YTO CBSI3aHO C WHTCHCHBHBIM
pocToM crpoca Ha npomnuieH. [Io 06beMy Npon3BoACTBa MPOIUIIEH 3aHUMAET BTOPOE MECTO TOCIIE
STHJICHA B XUMHYECKOW NPOMBINUIEHHOCTH W HCIONB3YETCS JUIS TOJIYYEHHUS TOJUTPONIIICHA,
MOJIMAKPUIIOHUTPHUIIA, aKpOJIEeMHA, OKCHJIA MPOINUIEHA, aKPUIOBOW KHMCIIOTHI, TIMIEPHUHA U APYTHX
IICHHBIX OpraHuyeckux coenuHeHuil. AmomoxpomoBbie (CrOx/Al2O3) W TUIATHHO-OJIOBSHHBIC
(Pt-SnOx/Al203)  karamu3atopbl  SIBISIOTCS OCHOBHBIMH ~ KOMMEPYECKUMH  KaTalH3aTOpPaMH
neruapupoBanus C3-Cs ankaHoB. HemoctaTkoMm aqrOMOXPOMOBBIX KaTalU3aTOPOB  SIBISIETCS
cogepkanue B HUX TokcuuyHoro Cr(VI), a mniaaTuHO-OJIOBSHHBIE KaTaaU3aTOPbl SBISIOTCS
noporocrosiumu [1].

bumerannuueckass ~ komOuHanumst ~ Pt-Ga  mpencraBiasier  co0oif  MEpCIEKTUBHYIO
KaTaIUTHIECKYIO CUCTEMY, ITOCKOJIBKY 002 KOMITOHEHTa MOTYT TPOSIBIISATh aKTHBHOCTH B PEAKIHH
JeruipupoBanus mpomnaHa. Kpome Toro, B pe3ynbraTe g00aBI€HMsS Talljiks TIOBBIIIACTCS
JMCTIEPCHOCTh YacTUI[ IUIATHHBI W CTaOWJIBHOCTh KAaTAIMTHYECKOH cucTeMbl. (OCHOBHBIM
HE/JIOCTaTKOM IIPH HCHOJb30BAHMU OKCHAA QIIOMHUHUS B KauecTBE HOCUTENs SBISETCS
OTHOCHTEIIEHO BBICOKasi KUCIOTHOCTh MTOBEPXHOCTH, YTO IPUBOJIUT K CHIDKCHHIO CEIIEKTUBHOCTH 110
LIEJIEBBIM TMPOAYKTaM M J€3aKTHBAllMM KaTalu3aTopa M3-3a oOpa3oBaHus kokca. IlpuBeneHHble
BbIIIE (PAKTHI TTOKA3hIBAIOT, YTO CO3JaHWE HOBBIX HOCHUTENECH M KaTalu3aTOPOB JCTHIAPHPOBAHUS
MpOMNaHa ABJSETCS aKTyalbHBIM HAaIIPaBJICHHUEM.

Me3onopucTeie MaTepHuaabl Ha OCHOBE JHOKCHIAa KpeMmHHus, Takne kak SBA-3, SBA-15,
MCM-41 ¥ 1eonuTHI, BHI3BIBAIOT TMOBBIIIEHHBIH HAY4HBI WHTEpeC Ui BO3MOXKHOIO UX
WCIIOJIb30BaHNSI B KayeCTBE HOCUTENEH KaTaau3aTOpOB H3-3a BBICOKMX 3HAYEHUM YJEIbHOU
MOBEPXHOCTH U  YHOPSIOYEHHOW Me30MopHucTOi (MmOopel pa3MepoM 3-8 HM) CTPYKTYpHI.
Karanmm3aropel, TOJy4eHHbIE Ha OCHOBE OKCHIHOKPEMHHEBBIX ME30MOPHCTHIX MAaTepHajoB,
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XapPaKTCPUIYIOTCA HU3KOM KHUCJIIOTHOCTBIO MOBCPXHOCTU, B OTIMYHUC OT OKCHJAA AJIOMHHUA, YTO
SBIIETCS BaXXKHBIM (PAKTOPOM, BIMSIONIMM Ha CEJIEKTUBHOCTh B Ipoleccax AeTUAPUPOBAHUS
yrieBoaopoioB [2]. TIpu pabore ¢ HAaHECEHHBIMH YaCTUI[AMU TUIATHHBI OJHOW M3 OCHOBHBIX 33ja4
SBJIAETCS MPENOTBpAICHHE HUX arperaiuu MoJ BO3JCWCTBUEM BBICOKMX TEMIIEpaTyp B YCIOBHSX
KaTAIUTUYECKUX peakuuil. Bo3MOXHBIM MMOAXOAOM IpPU CHHTE3E KaTaJM3aTOPOB Ha OCHOBE
ME30IMOPUCTBIX MaTEepHaioB MOXET ObITh (OPMUPOBAHHE YIOPAIOUYEHHON ME30MOPUCTON
CTPYKTYpBI, COJIepKaIeil BHEAPEHHBIC HAHOYACTHIIHI OKCUIA TAIIUS ¥ ILIATHHBI, 00JIa/Ial0IIKe TIpU
3TOM BBICOKOW JAUCIIEPCHOCTHIO.

B nanHoli pabore mpoBenéH cuHTE3 M uccienoBaHue Pt-Ga karanm3aTopoB Ha OCHOBE
BbIcOKOTIOpUcToro Hocutenss MCM-41 aiis ucnonp30BaHus B PEaKIMK JETHIPUPOBAHUS MPOMaHAa.
PaccmaTpuBaercs poib 0co0oil MOpUCTON CTpyKTypbl Matepuana MCM-41 B crabwimsanuu
HAaHECEHHBIX KOMIIOHEHTOB M UX KAaTaJIUTHYECKUX CBOMCTBA B HEOKUCIUTEIHHOM JAECTHAPUPOBAHUU
MpornaHa B IPUCYTCTBUU U OTCYTCTBUH BOJIOPO/Ia B UCXOJHON PEAKIIMOHHOM CMECH.

JKCMepuMeHTAIbHAA YaCcTh

Cunte3 MCM-41 npoBoawin U3 KHJIKOIO CTEKJIAa — HECTEXMOMETPUYECKOTO CHIIMKaTa
Hatpus (cwiukatHeid Monyib SIO/NaO = 2,94, «[IpoMCTEKJIONECHTP») B INEIOYHOH Cpeie ¢
UCrojib30BaHueM LetwiTpuMeTriammonus opomus (LITAB) B kauectBe Temmiara. Paccuntannoe
koinuectBo LITAB pactBopsimn B Boge (UTAB:H20 = 1:4200), n1o0aBisan HaBECKY MUAKOTO
CTEKJIa IIPU MOCTOSHHOM I€peMEIIMBaHUM, 3aTeM MOJBEpraal IHApoTepMalbHON 00paboTke mpu
120 °C B teuenne 48 4. Ilocie 3TOro MoTydeHHBIH OCAIOK (PHIILTPOBAIN, IPOMBIBAIIA BOJOU JI0
HelTpasibHOTO 3HaYeHus pH u noasepranu npokanuBanuto mpu 600 °C B Teuenue 10 4.

Cepus xaranmuzatopoB Pt/MCM-41 Gbuta mpuroToBieHa METOIOM MPONUTKH. [IponuTounsii
pactBop rotoBuian u3 HoPtCls ¢ pacuérom Ha monyuenue 1 mac. % ruiatuHbl B Katanuzarope. s
cunte3a cepun kKartanu3aropoB Ga;03/MCM-41 rotoBuwiM MPONMUTOYHBIA PACTBOP M3 HUTpATa
ramus (III) ¢ pacuerom Ha 9 mac. % oxcuna ramms (II1) B katanuzarope. Cymuiy noiydeHHBIH
o6pasus ipu 120 °C B ropsiueM cymmibHOM Ikady. 3atem s nonydenus cepun Pt-Ga/MCM-41
oObu1a mposeaeHa nponutka Ga203/MCM-41 o6pasios BogubiM pactBopoMm H2PtCle ¢ pacuérom Ha
nonydenne 1 mac. % TutaTuHBl B Karanm3arope. [locie MpOnmMTKH KaTalu3aTopbl CYHIMIH TPH
120 °C u npoxanusanu npu 500 °C co ckopocTbio HarpeBa 3°/MuH B aTMoc(hepe Bo3ayXa.

PesyibTaTsl

WN3ydyenne  mopucTOM  CTPYKTYpbl  KaTajlu3aTOpOB  MPOBOAWIM IO  JIAHHBIM
HU3KOTeMIlepaTypHoi aacopOuun azora. M3otepma ans obpasuna MCM-41 otHocutes k IVb Tumy,
YTO XapakTepHO Ui BBICOKOYIOPSATIOUYEHHBIX ME30MOPUCTHIX MATEepHaIOB U TMOATBEP)KIAET
IIOJIyueHUuEe Marepuana co crpykrypod MCM-41. 3HaueHus BeNMYMHBI YAEIBHON INOBEPXHOCTH
(Sepr) mms wmcxomHoro Hocutens MCM-41 cocraBmser 1080 M%/r, a I MOMydeHHBIX
KaTaJan3aToOpoB SpoT BapbUpYyIOTCs 0T 512 10 842 m?/r. [locnenoBaTenbHOE HAHECEHHE AKTHBHEIX
KOMITOHEHTOB BeJIET 3aKOHOMEPHOMY K CHM)KEHUIO YJIeIbHOW MOBEPXHOCTH, 00BbEMA U MaMeTpa
I0p, BCJIEICTBUE PACIPEAEICHHS BBOJIUMBIX KOMIIOHEHTOB B IIOpaxX HOCHUTEIISL.

N3 pannbix POA s Pt-Ga karanuzaTopoB, cieayeT, yTo oOpaslbl XapaKTepu3yITCs
HamyueM (a3 amopdHoro auokcuga kpemHus u P-Gax0s3. Bcee Pt-comepxaiime o6pa3iisl
XapaKTepU3yIOTCsl HAIMYMEM METaNIMYeCKUX YacTHUIl IJIATHHBI, TakKe HaOJI0/aeTcsl yIIUpeHHe
pediekcoB IMIATUHBI y OCHOBAHMSA, YTO MOXKET YKa3blBaTh Ha (DOPMUPOBAHHE MEJIKMX YaCTHIL
IUIATUHBI pa3MepOM MeHee 3 HM, JIOKaIH30BaHHbIX B mopax MCM-41.

CornacHo pesynpTaram Metoga TIIB-Hz, nns karanmsatopoB Ha ocHoBe MCM-41
MIPUCYTCTBUE TUIATHHBI YBEIMYMBAET BOCCTAHABIMBAEMOCTh OKCHJA TaJUIUsS U MPUBOJIUT K CIABUTY
TeMIIepaTypbl BOCCTAHOBJIEHUS OKCUA TaJUIUs B 00JaCTh MEHBIIUX TEMIIEpaTyp, YTO YKa3bIBaeT Ha
Hanuuue B3aumojedcTBus Mexay Pt- u Ga-cogepxkamumu ¢ga3zaMu U MOXKET IPUBOIUTH K
o0pa3zoBaHuIo criaBHbIX Pt-Ga 4acTull B BOCCTAaHOBUTENBHBIX YCIOBUSAX KaTalN3a.
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Ha pucynke 1 mpencraBieHbl pe3yibTaThl KOHBEPCUM TPOMAHA U CEICKTHBHOCTH TIO
MPONWICHY TMOJYYEHHBIX KaTaau3aropoB Ha ocHoBe MCM-41. KaramuThyeckue HCClIeI0BaHUs
MPOBOAWIIMCh B peakiuu JAeruapupoBanus mnpomana npu 550 u 600 °C. s npoBeneHUs
AKCIIEPUMEHTA UCIIOJIb30BAJIM JIBE PEAKIIMOHHBIE CMECH: IepBasi cMech coctosiia u3 C3Hg:N2 = 15:85,
BTOpasi cMech cozeprkana Bogopon CsHg:N2:Hz = 15:10:75. M3 momy4eHHBIX JaHHBIX BHJHO, YTO
MPUCYTCTBUE BOJOpPOJa B PEAKIMOHHOW CMECH MPHUBOJUT K YBEIWYEHHIO CTAOMJIBHOCTH
karanmuzaropa PYMCM-41 B Tedyenue 3 1uKIOB peaknus-pereHeparus. O6pazen Pt/MCM-41
XapaKTepu3yeTcs BHICOKUM 3HaueHHeM KoHBepcuu 6osee 30 %, 4To MOXKHO OOBSICHUTH BBICOKUMU
3HAYEHUEM YJICTHbHON MOBEPXHOCTH KaTAIM3aTOPa M HAIMYUEM MEJKUX YaCTHUIl, YTO COTIIACYETCs C
peanoaoxkenueM u3 pesyinbratoB POA. Jns karanmuzaropoB Pt-Ga/MCM-41 xapakrtepha Gojee
BbICOKasi celieKTuBHOCTE 95-99 % B Teuenwe 3 1ukioB. Karamusatop Ga,03/MCM-41
MPAKTUYECKH HE TMPOSABISI AaKTUBHOCTh B pEakUUU JeTHIpUpoBaHUU. Vcmonb3oBaHue
PEaKIMOHHONW CMECH, COJEepIKalleld BOJOPOJ, BEICT K YBEIMUYCHHUIO aKTHBHOCTH KaTaJlM3aTOPOB,
coJiepKalux Tojabko Pt 1 monmxkenuto aktuBHocTu Pt-Ga cucrem.

= 550 °C 550 °C 600 °C
fr) 1 ymkn 2 umKn 3 umkn
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S %:8: — ——
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Puc. 1. 3asucumocmu kongepcuu nponana u ceieKmusHOCmu no NPORUNEHY NOIYYEHHbIX KAMAIUZAMOPO8 Ha OCHOBE
MCM-41 om spemenu peaxyuu decuopuposanus npu 550 u 600 °C 6 meuenue mpex yuxios peaxkyusi-pecenepayusi

3akJ/oueHue

B pesynbpTaTe NnpoBeNEHHBIX HCCIEAOBAHUN pa3paOOTaHHBIN MOAXOJ MPOAEMOHCTPHUPOBAI
BO3MOXXHOCTB ITOJIy4€HUs1 HOcuTeneld Ha ocHoBe MCM-41, xapakTepusyromuxcs ynopsgoueHHON
ME30MOPUCTON CTPYKTYypOH. OTH MaTepHualibl TEpPCIEeKTUBHBI B KayeCTBE HOCHUTENEH Jis
KaTaJn3aTopoB (B TOM YHUCIIE MPOLECCOB ACTHUAPUPOBAHMSA JIETKUX NapauHOB) Ojaronaps
OTKPBITON IOPUCTON CTPYKTYpE U OOJIBIION yIE€TbHOU MOBEPXHOCTH.

Pabomwr  evinonnenvt  npu  QuHaHcosou  noodoepicKke  20CYOAPCMBEHHO20  3A0AHUS
Munobpuayrku P® (npoexm FSWM-2020-0037).
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Porous biocomposites containing amino acids for bone tissue regeneration
A.B. Zubovskaya, R.T Sadykov, D.N. Lytkina
Scientific Supervisor: Assoc. Prof., Dr. ILA. Kurzina
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
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Abstract. The purpose of this study was to improve the biocompatibility of composites based on
polylactid acid and glycine for bone tissue regeneration. We treated the composites with either
polylactic acid or glycine. Scaffolds surface morphology was characterized by scanning electron
microscopy (SEM) techniques. The functional groups present in the samples have been identified by
infrared spectroscopy. The phase composition was determined by X-ray diffraction. Metabolic
activity was assessed using Alamar Blue (resazurin) assay.

Key words: hydroxyapatite, glycine, composite material, structural analysis, infrared spectroscopy.

Beenenne

Marepuanbsl Ui pereHepalud KOCTeW HOJDKHBI YCKOpSTh CpacTaHue, pe3opOMpoBaThCs U
obecrieynBaTh 3aMEHY MMIUIAHTaTa HOBOM KOCTHOM TKaHBbIO. KOCTHas TKaHb TpEACTaBIsIeT COOOU
MHHEpa-OHOMOIMMEPHBI  KOMIIO3UT, COCTOANMN M3 (oc(aToB Kajblis, HNHTETPUPOBAHHBIX B
KoJutareHoBblit MaTpukc. Comonumepsl Moio4yHOW U rimkoneBod kucnotel (CJII)  sBastoTes
MEePCIIEKTUBHBIMUA MaTepuallaMu ISl pereHepalyy, yiydmiatomue OuocoBMecTuMocTb. McenenoBanue
Mogudukanun ruapokcuanatura (I'A) amMHHOKHCIOTaMM, BXOASIIMMHU B KOJUIAreH, MpEICTaBIseT
UHTEpEC, TaK KaK MOXET YJIyYIIHTh OMOCOBMECTUMOCTh M CIIOCOOCTBOBaTh octeoreHesy [1]. Llenbro
HCCIIEIOBAaHMsl SIBIISIETCS CO3/I1aHME KOMIIO3UIIMOHHBIX MaTepuanoB Ha ocHoBe I'A u comommmepa
JaKTUIA-TIIMKOJN/1a, MOAU(UIMPOBaHHBIX ruiHOM (Gly), n n3ydeHue ux cBOMCTB.

JKCNEPUMEHTAJIbHASA YACTh

CuHTe3 TUIpOKCHANlaTUTa OCYIIECTBISUIM KHAKO(A3HBIM METOJAOM C HCHOJIb30BaHUEM
CBY-uznydyenus. CononuMep JaKTUA-TIIMKOIUA MOJIy4Yald METOJOM HMOHHOW IMOJIMMEPHU3aLUu C
packpbiTueM 1MKIa u3 L-nmaktuga v rmkonuaa. KoMmno3urtsl nomydanu coriiacHoO 1a00paToOpHOMY
periaMeHTy, COOTBETCTBYIoLIeMy mareHTy [2]. [lomyueHHbI MOpUCTBIil KepaMHUUeCKUi KapKac U3
TUpOKCHanaTuTa BhICYIIMBaJM Ha Bo3ayxe. Jlanee momyudanu 3 cepum ob6pasunos: ['A+CIIT,
I'A+CJII'+Gly, 'A+Gly. Ins momyyeHHs KOMIIO3UTOB C aMHMHOKHCIIOTOM B COCTaBe MOPHUCTHIN
matepuan ['A morpyxanu B 2 % pacTBop IIMIMHA Ha 12 4. ¥ fnajee BBHICYIIMBAIM Ha BO3IYXeE.
Wnentudukanuio ¢$azoBoro cocraBa o00pas3loB MPOBOAMIM C MOMOIIBI0 PEHTTeHO(pA30BOr0
aHanu3a Ha nudpakromerpe XRD-6000. Xumudeckuii coctaB U CTpyKTypa OBLIM OIpPEIEIEeHbI
metoaoM MK-cnekrpockonuu Ha cnektpomerpe Nicolet 5700 ¢ mpucraBkoit HIIBO B nuanazone
4000-500 cmt. Mopdooruio TOBEpXHOCTH KOMITO3HTOB HAONIONAIN ¢ MOMOIIEI0 CKAHUPYOIIEH
anekTpoHHON MuKpockonuu (COM) Ha mpubope Hitachi TM — 3000. HccnemoBanus in Vitro
MIPOBEJIEHBl C MHCIOJIB30BAaHHUEM METOAMK BBIICNEHUS U TIOoceBa MakpoQaroB deloBeKa C
MOCTIeTYIOIUM UCCIIEJOBAHNEM IMTOTOKCHYHOCTH ¢ MHAMKaTopoM Alamar Blue.
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Pe3syabTarsl

Mertonom MK-crieKTpoCKOmMM yCTaHOBJIEHO, YTO OOpa3Ilhl COMEPKAT TOJOCHI, OTBEUYAIOIINE
konebanusm cBsizeit V(C=0) u d(C-C) B crpykrype CJII', a takxke 8(P-O) u v(P-O), Bxomsammx B
cTpykTypy ['A.

B kommosuTax ¢asza ruapokcuanaTtuTa MPHCYTCTBYET BO BCEeX Tpex obpasuax (puc. 1).
HNannble P®A mnokas3piBaloT, 4TO 00paslbl THAPOKCHANATHTA, IIOJIyY€HHbIE B pe3yibTare
XuIKO(ha3HOTO CHHTE3a B Ka4eCTBE OCHOBHOM, conepxar a3y Caio(PO4)s(OH)>.
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Puc. 1. JJugppaxmoepammer 06pazyos

B Ttabmuue 1 mnpuBeneHsl pasmepbl 00JacTel KOTEPEHTHOIO pacCesHUs KpPUCTaJIOB,
COCTABIISIFOLINX YAaCTUIBI KOMITO3UTOB, a TAaKXX€ pACCUUTAHA CTENECHb KPUCTAIUIMYHOCTH IS
KaX/10T0 U3 00pa3oB. CABUTOB peduiekcoB HE OOHAPYKEHO.

Tabauya 1
Hapamempor OKP u cmenenu kpucmaiiuyHocmu 0isi KOMRO3UMO8
Ob6pasen OKP, um X, %
TA+CIII 24 93
T'A+Gly 23 92
T'A+CJIIT+Gly 20 92

Jia xomno3uTtoB ObuIM mosydeHbl COM-u3oOpakenus. Ilocie mpomUTKH HPOUCXOAUT
YMEHBILIEHNE OTKPHITON IOPUCTOCTU B MaTepuale 3a cyeT 3anoiaHeHus yactu nop CJIT.

a) 6) B)

Puc. 2. COM uzobpaicenus nosepxnocmu komnosumos a) I'A + Gly 6) I'A + CJIl"e) I'A + CJII" + Gly

B Tabnwuie 2 nmpeacraBieH 2IeMEHTHBIH COCTaB IOBEPXHOCTH KOMITO3UTOB.

Tabauya 2
DnemeHmHublil cocmas no8epXHOCMU MAmMepuaios noydennsiii memooom PCMA
Ob6pazen OnemenTsl (Macc. %)
Ca P Ca/P C N )
TA+Gly 45,09 19,14 2,36 0,29 4,30 0,29
'A+CJIT 43,65 19,21 2,26 0,66 - 0,66
T'A+CIT+Gly 40,48 17,99 2,24 2,55 5,88 2,55

Ha pucynke 3 m300pakeHHs] TOBEPXHOCTH KOMIIO3UTA MOKA3bIBAIOT, YTO KOMITO3UIIMOHHBIE
MaTepuagbl UMEIOT OJHOPOJHYIO MOPHUCTYIO CTPYKTYpPY, YTO MOJTBEP)KIEHO pacrpeiesieHueM
3JIEMEHTOB MO MOBEPXHOCTH MATEPUAJIOB.
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TA+Gly

TA+CJIT

TA+CIT+Gly

= EEn

Puc. 3. Pacnpedenenue s1emenmos no nogepxXHOCmu Mamepuanos

TecT Ha TMTOTOKCHYHOCTH IMOKAa3ajl, YTO KJIETKH B 00pa3lax IMOKa3bIBAalOT Oosiee BHICOKYIO
’KM3HECIIOCOOHOCTh IO CPAaBHEHUIO C KOHTPOJIHBIM 00pa3ioM, pu 3toM komno3ut I'A+CJII+Gly
JEMOHCTPUPYET HanOONBIIYIO BBDKMBAEMOCTh KIIETOK, YTO MOXKET OBITh CBSI3aHO C yBEIMYCHUEM
OMOCOBMECTUMOCTH TP HAHCCCHHN U Ha IMOBCPXHOCTb KOMITO3UTA aMUHOKHCJIOT.

KusnecnocoGHocTs, %

150
100
0

Kontpors TA+CJIT+Gly TA+CJIT

= Jlonop 1 ®J[oHop2 ™ JIoHOp 3

Puc. 4. 3asucumocmo sicuznecnocoOHOCmU KIemoK om cOCmasa KOMNO3umos

3akiaioyenue. IlomyyeHbl KOMMO3MIIMOHHBIE MaTepHallbl C OJHOPOIHOM MOPUCTOU
CTPYKTYpO#, 4YTO MOATBEPKICHO paclpeiciieHueM »3JICMEHTOB 10 TMOBEepXHOCTH. Jljis Bcex
o0pa3IoB XapaKTepHa BBICOKas cTeneHb KpuctamnuyHoctH, a OKP wmensercs B mpenenax
norpentHocTu pacyetoB. [lokazano, uto BBeaeHHe aMHUHOKHUCIOTHI ¢ CJII' B KOMMO3UIIMOHHBIM
MaTepuad 3HAUUTENbHO TOHWXKAET YPOBEHb IIUTOTOKCUYHOCTH U  TOBBINIAET YPOBEHBb
*ku3HecnocooHoctH kierok. s kommnosuta [A+CJII+Gly xomruecTBO )KHU3HECTIOCOOHBIX KIETOK
Bbimie koHTponsi Ha 100-250 %, 4To MOKET PEeKOMEHIIOBaTh €ro i CO3JaHUs OMOAKTHBHBIX
KOMITO3UTHBIX MTOKPBITHH.

Hccneoosanue  gvinonneno  npu  noooepycke  Ilpocpammul  passumus — Tomckozo
2ocyoapcmeennozo ynusepcumema (Ipuopumem-2030).
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The Development of a Chromatographic Column for Biological Sample Analysis
K.l. Kazantseva
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Abstract. Determination of small molecules in biological matrices is necessary to study the
metabolization pathways of drugs, their optimal concentration and half-life period. Also, the analysis
of biological fluids is part of medical diagnostics, used to identify toxic and narcotic substances in
the human body. However, the analysis of these objects is complicated by the presence of protein
molecules and peptides in their composition. In this work, the sorbent based on silica gel was
modified to form a semipermeable membrane that does not pass through and does not retain proteins,
and the sorbent selectivity was determined.

Key words: sorbent, semi-permeable membrane, HiLiC, biological samples

Beenenue

XKunkoctHas xpomarorpadusi sBISE€TCS OJHUM U3 Hauboliee pachpOCTPAHEHHBIX METOJIOB
oTpesieNIeHUs] HU3KOMOJIEKYJISIPHBIX CO€AMHEHUH B Onosornueckux odpasnax CTOUT OTMETHUTD, YTO
OTIpeJIeIeHUEe MalbIX MOJEKYJ1 B OMOJIOTMYECKMX MaTpULaX HEOOXOIUMO TpH BBIIOIHEHUU
LIIMPOKOTO psiia 3ajJad: MPOBEACHUUU (DapMaKO-KUHETHUECKUX HCCIIECJOBAHUN JIEKapCTBEHHBIX
IpenaparoB, JUIsi MEIULMHCKONM JAMAarHOCTMKHM, TOKCHKOJOTMYECKMX U  MeTabOJIOMHBIX
uccneaoBanuii. OCHOBHOM MpoOIeMOi pU aHATNU3€ OMOJIOTUYECKUX 00pa3loB SABJISICTCS HAIMYKE B
HUX BBICOKOMOJIEKYJISIPHBIX MaTPUYHBIX KOMIOHEHTOB. Tak B 00pa3iax *KHUBOTHOTO TPOUCXOKICHUS
OCHOBHBIM MEIIAIOIIUM KOMIIOHEHTOM SIBJISIFOTCS O€JIKH, CKJIOHHBIE K arperaiuu U JeHaTypaluy npu
aHajM3e, HeoOpaTUMO aJcopOMpyIOLIMecs Ha MOBEPXHOCTH COPOEHTOB, a TAKXkKe 3aTpyIHSIOIINE
XpomaTtorpauueckoe pasfelieHue 3a  CyeT MEepeKphIBaHMs  XpoMaTorpauueckux IHUKOB
aHAJIN3UPYEMbIX KOMIIOHEHTOB.

Ha nanHBIi MOMEHT oIpeneneHue mpenapaToB B OMOJOTMUYECKUX o00pasnax MpOU3BOASAT
METOJIOM BBICOKO3(h(hEKTUBHOM KHJIKOCTHOM XpoMaTorpaduu ¢ XpomMaro-mMacc-CleKTPOMETPHUECKIM
nerektopoMm (BOXKXX-MC), paboraromuM B pexuMe DJIEKTPOCTIPEH-UOHU3AIMHA B DJICKTPUUECKOM
noje, MeTo oM razoBoii xpomarorpadun (I'X) u razoBoii xpomaro-macc-ciekrpomerpuu (I'X-MC)
[1]. Tem He MeHnee, ans moctaHoBkM U BocrnpousBeneHuss BDOKX-MC-meromauk Tpebyercs
Joporocrosiiiee 000pyIOBaHHE, PACTBOPUTENM M PEAKTHBBI, a TaKXKe MPOBEICHUE JUTUTEIbHOU
MPOOONOArOTOBKY, BKJIIOYAIONIEH HECKOIBKO CTaJud KMIKOCTHOM SKCTPAKIMH, 4YTO YXYALIAeT
METPOJIOTHYECKHE MapaMeTpbl MeToauku aHanm3a. Meroabl I'X u I'X-MC noaxonar nuib Amis
JIETY4HX WM JepUBATU3UPYEMBIX COEIMHEHHH, a Takke TpeOyIoT JITMTeNbHONU MPOOOIOATOTOBKY JIJIst
n30aBJIeHUsT OT OMOJIOTMUECKOH MAaTpHIIbl, HEOPraHMYECKHMX HOHOB M HEJETYYHMX KOMITOHEHTOB.
OnTuManbHBIM BAPHUAHTOM PELICHMs JAaHHOM MpOoOJeMbl SBISETCS MCIOJIb30BAaHHE COPOEHTOB IS
KHUIKOCTHOM Xpomarorpaguu, TMO3BOJSIOMIMX IPOBOJAUTH AaHAIU3 BELIECTB C MHUHHMAIbHOU
pOOOTIOATOTOBKOH, HEe HAMpABICHHOW HA IMOJHYIO OYHCTKY OT OenkoB — SPM-copOenToB (Semi-
permeable membrane — nomynpoHuiiaemMass MeMOpaHa), Ha TIOBEPXHOCTH KOTOPBIX 33 CUET CBOMCTB
MoaudukaTopa oOpasyercs MOMyIpoHUIIaeMasi MeMOpaHa, He MPOITYCKAroIas MaKpOMOJICKYIIbI.
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Lenbro TaHHOM pabOTHI cTANIO TOTydYeHHe copOeHTa ¢ TuApo(OOHOI MoTyIpoHUIIaeMOi MeMOpPaHoi,
a TaKke TUAPOQMIEHBIME U CHJIBHBIMH aHHOHOOOMEHHBIMH LIEHTPAMH Ha TIOBEPXHOCTH.

JKCNepUMEHTAIbHAS YaCTh

Ha pucynke 1 cxemarmuHo wu3o0pakeHa MOAMGMHUIMPOBAHHAS TIOBEPXHOCTh CHIJIMKAreIs.
[NonBuxHbIE AKUIIBHBIE LIeH (OPMUPYIOT Ha TOBEPXHOCTH COpOEHTa ruAPO(OOHYIO MOTYIPOHUIIAEMYIO
MeMOpaHy, 00pa3ysi «CeTKy 3aleIUICHHI» W CTePUYeCKU 3aTpyaHss AUPQy3ui0 MaKpOMOJIEKYN K
aKTUBHBIM THIPOQUILHBIM IIEHTpaM, HAXOMASAIMIMMCS Y TOBEPXHOCTH YacTHll. | MAPOKCUIbHBIC TPYIIIIBI
Mo M(UKATOPa YYaCTBYIOT B TUIPO(UITEHBIX B3aUMOICHCTBHSX C MOJICKYJIAMHU QHAITUTA, A TIOJIOKUTEITHHO
3apshKEHHbIE aMUHOTPYIITBL — B TUAPOQIIIBHBIX U HOHOOOMEHHBIX, a TAKKe OTTAJIKMBAIOT OJHOMMEHHO

3apshDKEHHBIC B KUCIIOTHOM Oydepe MOJeKyIbl Oenka.
CiaHog

OH
HO
[¢]
CigH2e +
NH, NH, +NH

\o/sl"\o/sl‘\o/sl'i\o/
Pl

Puc. 1. Moouguyuposannas nosepxHocmos Cuiuxkaeis

Co3maHue KOJIOHKH, HAIOJIHEHHOW MOIU(MUIIMPOBAHHBIM CHIJIMKAresieM, IPOBOIIOCH
B 4 srana. IlepBblif 3Tanm — MOArOTOBKAa COpOEHTa Ha OCHOBE CHJIMKArelss, BKIIIOYArOIas OOMXHT
B My(eTbHOH MeYH U MOCIIEAYIOIIYIO THAPATALMIO CHIIOKCAHOBBIX TPYIII Ha IOBEPXHOCTH COpOCHTA
0,1M pactBopom HCI u BeicymmBanue npu 140 °C. Ilocne pereHepanuu ciefoBaia yHaKoBKa
kosoHKU (150%4,6 MM; 5 MKM) TOATOTOBJICHHBIM K MOIU(HKAIMU CUIIMKareiaeM (BTOPOH ITarr).
VYnakoBka MPOU3BOANIACE CYCHEH3HMOHHBIM METOJIOM C TOMOUIbIO IIYHXXEPHOIO KUIKOCTHOTO
Hacoca MpU TMOCTOSTHHOM JjaBiieHuu okono 600 Oap. Tperuil sTam BKiItouYan MPUCOEAUHEHHE K
aKTUBHBIM CHJIQHOJIBHBIM IPYyIIaM aMHHONPONMITPUITOKCUCHIIAHA (JIMHKEpA) € LEIbI0 MOJIY4YHUTh
aAMHHOTIPOTIMJIBHBIE TPYMIBI Ha MOBEpXHOCTH copOeHTa. I[locmegnmii sTam BKIIOYAll CHHTE3
[IMIUIWIOBOTO  3¢GHUpa MNaJIbMUTUHOBOM KHUCIOTHI (MOAM(HKATOpa TMOBEPXHOCTH) U  €ro
MocJeAyrolee B3auMOIeHCTBUE C aMUHOTPYNIION JIMHKepa 1o myTH N-alKuinpoBaHUs.

JUist TOATBEPKACHUS CTPYKTYPHI MPOJYKTAa CUHTE3a U ONPEAETICHUs YUCTOTHI MCIOIb30BAH
metoq I'X-MC c¢ wucmonb3oBaHHEeM XpomaTo-macc-criekrpomerpa Shimadzu GCMS-QP2020
u koouku DB-35 (Zorbax, 30 m x 0,25 mMm; 0,25 MKM); IJIOTHOCTh HPHUBHUBKH JIMHKEPA
1 MoJuduUKaTopa OIEHMBaJaCh METOAOM Ju((depeHINaTbHON CKaHUPYIOIEH KaJopUMETpUn
C UCTIOJIb30BaHUEM CHHXPOHHOTO TepMmoaHanu3atopa Netzsch-Geraetebau GmbH STA409PC.
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PesyabTaTsl

JUis OLEHKU CENeKTUBHOCTH pa3pabOTaHHON KOJIOHKM MCIIOJIb30BaHA MOJIENIbHAs CMECh
HadTamMHa, HOBOKaWHa, KerompodeHa M THOMOYEBMHBI B AICTOHUTPHIEC Uil TPaJUCHTHOU
xpomarorpaduu. JIoUpoBaHUE IPOBOJMIOCH B M30KPATHUECKOM PEKUME, B KAUECTBE MOABHIKHON
¢da3bpl ucmonp3oBaHa cMech aneToHuTpm/20 MM dopmuataeiii 60ydep ¢ pH 4 (96:4). Ckopocthb
noroka — 0,9 mi/mMuH, 00beM uHXKeKIUMH — 1 MKJI. XpoMaTorpamma NpejacTaBlIeHa Ha PUCYHKE 2.
HadTanun mnepBbIM BBIXOAMT U3 KOJIOHKH 3a CYET TOro, HE Y4YacTBYeT B THIPO(MUIBHBIX
B3aUMOJICHCTBUAX. THOMOYEBMHA U HOBOKAMH YAEP)KHUBAIOTCA [0 MEXaHU3MYy TIHAPO(UIbHBIX
B3auMoieiicTBuid. [locneqHuii MUK MPUHAATICKUT KETONPO(EHy, KOTOPBIA BBIXOIUT MO3IKE 32 CUET
JONOJTHUTEIBHOTO BKJIa/1a aHHOHHOT0 0OMeHa. [1opsi1ok BbIX0/1a TUKOB CBUIETENILCTBYET O TOM, UTO
MIPOU30ILIO0 00pa30BaHNE KOBAJICHTHBIX CBSI3€H MEXy JTMHKEPOM U MOIU(PHUKATOPOM.

x10 1
9.5 2.459

9
85
8
75
7
6.5
6
55
5
45
4
35
3
25
2
15
1 5.403
05
0
-0.5
-1

TUOMO4YeBUHA

HOBOKauH
ketonpodgeH

HadTanuH

9.842

g
o
a
N}

1 2 3 12 13 14

5 6 7 8 9 10 1"
Response Units (%) vs. Acquisition Time (min)

Puc. 2 Xpomamoepamma modenvroii cmecu, onuna eornvl — 200 Hm

Taxxe mokasaHa BO3MOXHOCTb pa3fielIeHUs] KETOIpoleHa U OelIKOB I1a3Mbl KPOBH. AHaIu3
IIPOU3BENEH B PEKUME HM30KPATUYECKOTO IIIOMPOBAHUSA CMECHIO aneToHUTpuia-10 MM pactBop
NH4H2POs B cootHomennn 85:25 mpm oObeme moroka | wmi/mMuH. Bpems yaepxuBaHUs
ketonpodena B HiLiC-pexxume coctaBuio 10,0 MUHYT, a MAKpPOMOJIEKYJT — B AMAna3oHe oT 2,5 10
7,5 MUHYT.

3akjaueHue
B pesynbrare NpoOBEACHHBIX HCCIEAOBaHUN pa3paboTaHa KOJOHKA Ui pa3esieHus
HU3KOMOJICKYJISIPHBIX MTOJIIPHBIX COSTUHEHHIMA, COIEPIKANTNXCS B OMOJIOTHISCKUX 00pasiax.

Cnucok Jimreparypbl
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Development of a method for the synthesis of acetylene glycol esters
K.V. Kalashnik, A.l. Almazov, E.V. Sitdikova
Scientific Supervisor: senior lecturer, PhD. V.V. Merkulov
Karaganda Industrial University, Kazakhstan, Temirtau, Republic str., 30, 101400
E-mail: k.kalashnik@tttu.edu.kz

Abstract. The article is devoted to research in the field of synthesis of acetylene glycol derivatives, in
particular. A patent information search was carried out and a method for the synthesis of acetylene
glycol esters and their study by was developed.

Key words: acetylene glycol, esters, maleic anhydride, NMR spectroscopy.

Beenenue

Morekyna aleTHieHa SIBISCTCS YHUBEPCAIbHBIM «CTPOMTENIBHBIM OJIOKOM» B CHHTE3E
OpPraHMYeCKUX MpOayKTOB. JloJiroe BpeMsi OH 3aHUMAJT JIUJAUPYIOLIYIO TIO3UIHIO CPEAM OCHOBHOT'O
XUMHYECKOTO CBhIPbS M HAXOJWICS MPAKTHYCCKH BHE KOHKYPCHIMH, TAaK KaK aleTHICH H ero
MPOM3BOIHBIC, KAK BBICOKO PEaKIIMOHHOCIIOCOOHBIC COCTMHEHMS, B OOJIBIICH CTEIICHU, YeM ITHIICH,
OTBEYAIOT TCHACHIMSAM pA3BUTUS XUMHYECKOW IPOMBIIUICHHOCTH, OPUCHTHPOBAHHOW Ha
pa3paboTKy HAYKOSMKHX XHMHYECKUX IPOJYKTOB JJIsl COBPEMEHHBIX TEXHOJIOTHI, CEIbCKOTO
XO03SIHCTBA ¥ METULIUHBL.

Cpeau CUHTE3MPYEMBIX Ha OCHOBE AalleTHJICHAa BEIISCTB HauOoJiee 3HAYMMBI ITAHON U
alleTHJICHOBBIE CIHPTHI, YKCYCHBIH albJeTH] M YKCyCHas KHCIIOTA, MOJHAKPHIOHUTPHI U
MOJMBUHWIXJIOPU/, PA3IMYHbIC KAy4yKH (IMBUHIIBHBIA, XJIOPOIPEHOBBIN M U30MPEHOBBII), Cpen
OMONIOTMYECKN aKTUBHBIX BEIIECTB — BATAMHH A M CTEPOUIHBIE TOPMOHBI. Pa3nnyHble MPOU3BOAHBIC
alleTHJICHa MMEIOT BCE OOJIBIIYIO TMEPCIEKTHBY MPUMEHEHHUS IS LeJieil TOHKOTO OpraHuYeCcKOro
CHHTe3a. AILIETHJICHOBBIE CIIUPTHI, B OCOOCHHOCTH TJHKOJH, BBI3BIBAIOT OCOOBIH MHTEpec. Yike
ceiiyac MMEIOTCS TPEANOCHUIKK Il pa3pabOTKM Ha WX OCHOBE TPOU3BOJCTB JIYHIMCTHIX,
JIEKapCTBEHHBIX U (DOTOAKTUBHBIX BEHIECTB, MOHOMEPOB B CHHTE3€ MOJIMMEPOB U (hIIOTOPEAreHTOB,
CIIEIUATbHBIX TMOJIMMEPHBIX MAaTEPUAJIOB, a TAKXKE IUIACTU(PHUKATOPOB U MOIUPHUKATOPOB ISl HUX,
AHTUKOPPO3MUHBIX CPEJCTB 3alIUThl O00OpPYJOBaHUS, MOIU(PHKATOPOB MOTOPHBIX TOIUIMB U
amynbratopos [1-3].

B nmaHHOM McClieoBaHMM TIPEAJIONKEH HOBBIM CIIOCOO CHHTE3a CI0KHOTO d(HUpa Ha OCHOBE
MEPCIEKTUBHOTO (PYHKIIMOHATIBHOTO MPOM3BOJHOTO AlleTHIICHa — JUMETHIIMITIWIOYTHHINOIA.
JlaHHOE COeJMHEHME MPEACTABIISET NMPAKTHYECKHI HHTEpPEC, TaK KaK SBISETCS CHUMMETPUYHBIM
MIPOM3BOIHBIM, COIEPIKHUT B CBOCH CTPYKTYPE OJHOBPEMEHHO J[BE THIPOKCHIIBHBIC TPYIIITBI, TPOWHYIO
CBSI3b W YIJICBOJOPOIHBIA paJMKal C JUIMHHOW YIJIEPOJIHOM WENblo, YTO JaeT BO3MOXHOCTh
UCIIOJIb30BATh €r0 IS MOJyYSHHUsS TMOJIMMEPOB, SMYJIbraTOpOB U ()IOTOPEAreHTOB C 3aJaHHBIMH
XapaKTEPUCTHKAMHU.

3KCHepI/lMeHTaJII>HaH qacThb

B pa60Te HCIIOJIB30BAJICS MAaJCHMHOBBIA aHT HApua  «4.4.a», AllCTUJICHOBLIM TJIUKOJIb
,Z[I/IMGTI/IJ'I,[[I/IBTI/IH6YTI/IHIII/IOJ'I H paCTBOPUTCIIb TOJYOJIL.
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CuHTe3 cJ105KHOT0 3GUpa TUMeTHIAHITHIOYTHHANOJIA ¢ MAJIEMHOBBIM aHTHIPH/IOM

PeakTHBBI: TUMETHUIIMITUIIOYTUHIAOT — S T.

ManeuHoBbIi aHTUIPUA — O T.

PactBoputens: Tomyon — 100 mut.

Xnopug onosa — 0,2 1. (MCHIOIB3yeMbIi B KAYECTBE KAaTAIU3aTOPA).

IMocyna: tpexropnas koiba 300 mii., MexaHMueckas Mellalika, MepHas Koyi0a, JAeTuTelbHas
BOpPOHKA

Cunre3. J[aHHBIN CUHTE3 TPOBOAUTCA B pacTBopuTeiie Tosryou. B 100 mit Tosryona pactBopsieMm
S I. IUMEeTWIIMATUIAOYTUHANONA, U 5 T. aHTuapuaa. B Tpexropiyto kondy, CHa0KEHHYIO0 METAIKOH,
MOMeIllaeM MOJy4YeHHbIE PACTBOPHI M HaYMHaeM nepemeninBanue. [lonnep:kuBaeM TemMnupatypy B
45-50 °C. Jlo6aBnsem B k0s10y 0,2 T XJIOpUA 0JI0BA, 3aKPHIBAEM IIPOOKAMH TOPIOBMHBI U HEMHOTO
ycuiBaeM repememnBanue. CrycTss 3 yaca oOcCTaHaBIMBaeM IepeMElIMBaHHe, TePMETUYHO
3aKpBIBAEM M OCTaBJIsIEeM CMECh Ha CYTKHU B KOJI0e.

Boigenenne. IlomyueHHslil ciiokHbI 3(uUp 00pa3yeT a3eoTPONMHYI0 CMECh C TOIYOJIOM.
Jlo6aBnsieM K peakiioHHON mMacce 100 M. AUCTHIIMPOBAHHON BOJBI U NIEPEMEIINBAEM B TEUCHUU
HECKOJIbKUX MUHYT. Jlanee nepearBaeM coaep>KUMOe KOJIObI B ACMUTENbHYIO BOPOHKY M OCTaBJIsIeM
orcramBatbesl Ha 10 MunyT. Ilo BicTeueHnU BpeMEeHH MOXHO HAOIOaTh pa3ieiieHHe pacTBOpa Ha
JIBA CIIOS: BOJHOTO BHHM3Y M OPraHUYECKOro BBEpXy. MHTepec mpeacTaBiseM OpraHM4eCKHil CIou,
COCTOSIIIMA M3  TOJyOJla, pAacTBOPEHHOr0 B  TOJYOJ€ CIOXHOrO 3dupa U  YacTbio
HEMpOpearupoBaBIIEro areTuieHoBoro cnupra. C MOMOIIBIO JENIUTEIbHOW BOPOHKHU BBIICISEM
opranudeckuii cimoid. HeoOXoauMo moMecTuTh JaHHBIH PacTBOP B BaKyyMHBIN CYIIWIIBHBINA IIKad,
pazorpersiii 10 100 °C. Haxoxnerne B mkady JaHHOTO PacTBOpa 0OyCIOBICHO BHITAPHBAHIEM U3
HEro BOJIbI M HE CBSI3aHHOTO ToJyoda. B ToT MoMmeHT, koraa pacTBop notepsier okosno 20 % cBoeit
Macchl, HEOOXOIMMO JOCTaTh €r0 U MOMECTUTh B BHITSDKHOM mikad Ha cyTku. [locne oTBeaeHHOrO
BPEMEHH CMECh IOTEPSIET eIlle YaCTh CBOCH MACChl, PACTBOP HEOOXOAMMO IIOMECTUTH B TEPMETUUHYIO
K0JIOy U TIOMECTUTh B UKCUKATOP.

Pe3yabTaTsl

B xone uccienoBaHus ObLI HPOBENEH pPsIl SKCIIEPUMEHTAIBHBIX CHHTE30B. McXonHbIMU
BEIIECTBAMH OBUTH B3STHI allETHJICHOBBIN ciupT JIMMETHIINA THIOYTHHANOI, @ B KA4€CTBE BTOPOTO
KOMIIOHEHTa MaJIEMHOBBIA aHTUAPHU/IbIL.

Pesynbrarom cramo mosydenue 3 00pas3ioB, KOTOpbIe OBbUIM  OTIpPaBIEHH Ha
SIMP-cniektpockomnuto (puc. 1, 2).

[lepBriii oOpazerny ObLT MoJydyeH Ha OCHOBE JIMMETUIAMATUIOYTHHIMOIA UM MaJeHMHOBOIO
anpaerysa. BemecTBa ObIIM B3ATHI 110 5 TpaMM, B cooTHOIeHuH 1:1.

1H Mogens 1

Puc. 1. Booopoonutii cnekmp
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Puc. 2. YVenepoouwiii cnexmp

3akjaueHue
1. bBbul mpoBeeH CHHTE3 CJIOXHOTO 3(puUpa Ha OCHOBE JAMMETHIIIMATUIOYTHHINOI

1 MAJICKHOBOI'O aHTHApHIA.
2. Pa3pabotaHa u ucnonb30BaHa HOBasi cXeMa IPOU3BO/ICTBA.
3. Tomyuennoe BemecTBO ObLTO UCCIIEAOBAaHO MeToioM SIMP-criekTpockonuu.

4. Benertcs paboTa Mo ynydlIeHUIO JaHHON MOJIeNId CUHTE3a.
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Biausinue 00patboTKH HU3KOIHEPTreTHYECKMMHU CHJIbHOTOYHBIMHU 3JIEKTPOHHBIMH ITyYKaAMHU
Ha CBOMCTBA IMATOMHMTOBBIX MOKPHITHIi ¢ yacTuuamu ZrO2
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Effect of low-energy high-current electron beams treatment
on the properties of diatomite coatings with ZrO: particles
A.D. Kashin, A.V. Ugodchikova
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Institute of Strength Physics and Materials Science of SB RAS,
Russia, Tomsk, Akademicheskii, pr. 2/4, 634055
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Abstract. In the present study, we obtained micro-arc coatings based on diatomite and ZrO; particles
and subjected them to low energy high current electron beams processing with energy densities in
the range of 2.5-7.5 J/cm?. To study the coatings, modern methods, such as scanning electron
microscopy, scratch testing, immersion testing, and method of potentiodynamic polarization were
used. It was found that after the treatment, the corrosion resistance of the coatings increased, as
evidenced by the decrease in corrosion current to 1.05x10°® Alcm? and the increase in polarization
resistance to 5.77*10° Q-cm?. In addition, the adhesion strength of the coatings also increased since
the critical load increased from 9.9 to 14.4 N.

Key words: bioresorbable implants, diatomite, ZrO; particles, micro-arc oxidation, low energy high
current electron beams

Brenenne

buopesopbupyembie MaTepuaibl, TAKME KaK MarHuil M €ro CIUIaBbl, B HACTOSIIEE SIBIISIFOTCS
OJTHUMHM U3 HanboJjiee BOCTPEOOBAHHBIX M MEPCIEKTUBHBIX Ui CO3/AaHUS UMIUIAHTATOB, MTOCKOJIBKY
OHM UMEIOT psAJl MPEUMYIIECTB nepesi OnoMHepTHRIMU MaTepuanamu [1]. PactBopsisic mocTeneHHo,
obecrieyrBasi OMOMEXAHWYECKYIO MOJIECPKKY, OHHU CIOCOOCTBYIOT TMpPOLECCY 3aXHUBICHHUS U
dbopmupoBanus HOBOM KocTH [2]. MckimrodyaeTcst HE0OOX0AUMOCTh B IOBTOPHOW OMEPAIiH, KOTOpast
Oone3HeHHa sl MalMeHTa M YBEIHMYMBACT PHCK MPUCOCTMHEHUS MEePUIPOTe3HOH nHpekun [3].
Opnako, HeoOXxoauma MOAM(UKAIMSA MOBEPXHOCTH MAarHMEBOI0 HMMIUIAHTaTa IyTEM CO3JaHMs
OMOMOKpPBITUS, Ul PETYJIMPOBAHUS CKOPOCTH OMOpe3opOIMM W HMHTEHCHU(HKAIMKU Mpolecca
ocreorenesa [2]. Merox mukpoxyrosoro okcumupoBanus (MO umm PEO), sBnsercs nambonee
NEePCHEKTUBHBIM U BOCTPEOOBAHHBIM Il (POPMHUPOBAHUS 3AIUTHBIX AHTUKOPPO3UOHHBIX MTOKPBITHH
[3, 4]. MukpoayroBbie MOKPBITHS XapaKTEPU3YIOTCS HEPABHOMEPHOW MOPUCTOCTHIO M Pa3BUTHIM
penbedoM, UTO HE Bcerjza ONarompusATHO CKa3blBaeTCs Ha MX (YHKIHMOHAJIBHBIX CBOMCTBaxX.
[lepcrieKTUBHBIM sIBIIsIETCSI 00pa0OTKA MOBEPXHOCTH MUKPOAYTOBBIX MOKPBITUHM MYTEM BO3AECHCTBUS
Ha HUX HHU3KOPHEPreTWYECKUMH CHIIBHOTOYHBIMU O3JEeKTpoHHbIMH Tydykamu (HCOII) [5].
BcnenctBue KpaTKOBpEMEHHOTO BO3/IEHCTBUS IPOMCXOAUT Pa30rpeB U IJIaBJICHHE TOBEPXHOCTHOTO
CJIOSl MaTepHaa, 4To Mo3BOJSET MOAUPUIIMPOBATE CTPYKTYPY U (ha30BBIN COCTAB KaK METAJIOB, TaK
Y TOKPBITUH, YITy4IINTh UX QYHKIIMOHAIBHBIE CBOMCTRA [5].

Lenb paboThl — UCClIeOBaHNE BIUSHHUS BO3ICHCTBUS HU3KOIHEPIeTUUECKUX CHIBHOTOUYHBIX
ANEKTPOHHBIX IMYYKOB Ha MOP(OJIOTHIO, CTPYKTYPY U (QYHKLIHOHAIbHBIE CBOMCTBA MUKPOIYTOBBIX
MOKPBITUI Ha OCHOBE TuatomMuTa U yactul ZrOa.
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JKCNepUMEHTAIbLHAA YaCTh

Jlis mpoBeAeHHs] SKCIEPUMEHTAJIbHBIX HCCIEeIOBaHUI OBLIM IMOATOTOBJIEHBI 00pa3lbl U3
MarHueBoro cmiaBa MA2-1m4, pasmepom 10x10x1 mMm. OOpasusl ObUTH  MOABEPTHYTHI
MIpe/IBApUTENIbHON MeXxaHU4ecKoil 00paboTke U MpoMbIBKe B Y3 BaHHE. MUKPOAYTOBbIE TOKPBITHS
ObUTH HaHECeHBI Ha ycTaHOBKe Micro-Arc 3. [Ipu 3TOM HCIONIB30BAIN AIIEKTPOIIUT, BKIFOYAFOIIHN
cnenyrone komnoneHTsl: NaOH, Na SiOs, NaF, ZrO, nuaromut. ITapameTpsl mporecca ObUTH
cienyromue: Hanpspkenue mpouecca 400 B, mamurensHOCTH mporiecca S5 MUH, JJIMTEIbHOCTD
nMmitynbea 350 MKe, yactoTa ciieqoBanus uMmiysbcoB 60 I'u. 3arem, nokpsitusa noasepranu HCOII
Bo3aeicTBUI0 Ha ycraHoBke PUTM-U3 npu cnepyromux napamerpax: 3HEPIUsl 3JIEKTPOHOB —
30 k3B, IUTENTPHOCTD UMITYJIbCA — 2 MKC, YaCTOTa UMITYJIbcOB — 0,2 ¢, komnuecTBo MMITYJIbCOB —
5, motHOCTh 3Heprun HCOII coctapuna 2,5 JIx/cm?, 5,0 JIxx/em? u 7,5 Jlx/cM?. JIns uccneioBaHus
MOKPBITUI TOCcae 00pabOTKH MCIOJNb30BAIM METOJbl CKAaHUPYIOIIEH 3IEKTPOHHOW MHUKPOCKOIHUU
(COM), ckperd-TecTUpOBaHUsl, MMMEepCHOHHOTO TectupoBanus B 0,9 % pactBope NaCl u merton
MOTEHIIMOAMHAMUYECKOM MOJISIPU3ALINN.

PesyabTaTsl

WccnenoBanue nokpeituii mMerogoM COM mokasano, 4TO UCXOIAHOE IOKPBITHE COJEPIKUT
0O0IBIIIOE KOJIUYECTBO MOp pazmepom 3—7 MkM (puc. 1 a). Kpome Toro, B MOKpHITUH HAOIIOIAKOTCSI
ckoruteHus yactuil ZrOz, paBHOMEPHO pactipeiesieHHbIe o noBepxHocTu. [Tocie oo6padorku HCOIT
C TIOTHOCTBIO Hepruu 5,0 JIx/cM? TIPOUCXOAUT KOAIeCHEHI s MOp, KOMMYECTBO HOP yMEHbIIAETCS,
a X pasmepsl yBenuunBaroTcs. Yactuipl ZrOz 4acTUYHO PACIUIABISIOTCS B CJIO€ MOKPHITUS — Ha
MHKpohoTorpadusix HabMOAAITCS CBETIIbIe 00JIaCTH HenpaBuibHOI hopmsl (puc. 1 6).

2 B

. e L FS W ¥ S
10 pim EHT=2000kV Mag= 200KX Signal A=NTSBSD 10 pm EHT = 2000kV Mag= Z200KX Signal A =NTS BSD
WD= 80mm TitAngle= 00° !Probe= 25pA WD= 85mm TikAngle= 00° [Probe= 12nA

(a) (6)
Puc. 1. CEM-u306padicenusi nogepxHocmu HOKpulmuil Ucxo0Ho20 (a)
u nocne obpabomxu HCIII ¢ nromnocmuio snepauu 5 0xc/cm?(6)

BoisiBneHo BiusHuE MIIOTHOCTH 3Hepruu odOpabotku HCOII Ha anare3smoHHble CBOWCTBA
MOKPBITUH. MeTOIOM CKpeT4Y-TeCTUPOBAaHUSI OBLIO YCTAHOBIIEHO, UYTO 3HAYEHHE KPUTUYECKOU
Harpy3kd, OIpENeIsieMOl B MOMEHT IIOJHOTO OTCIAMBAHHS TOKPBITHS TPU IapalaHUHM ero
WHJICHTOPOM, YBEIMYMBAETCS Toce 00paboTKU MOKPBITUS SJIEKTPOHHBIM JTydoM (puc. 2). [Ipudem,
OKPBITHSA, 00pabOTaHHEIE C TUIOTHOCTBIO SHEpruH 2,5 n 5,0 JIK/cM?, XapakTepu3yloTcs TIPUMEPHO
OJIMHAKOBBIM 3HAYEHHEM KpUTHYECKOU Harpy3ku, paBHeIM 12,4 H u 12,6 H, cooTBeTCTBEHHO, a AMst
IOKPBITHS, 00PabGOTAHHOTO C TUIOTHOCTHIO Heprum 7,5 JI/cM?, HabIrojaercs 3HAYNTETHHOE
yBEeJIMYEHUE KPUTUYECKON Harpy3ku 10 14,4 H.

CpaBHUTENIbHbIE UCCIEOBaHHUS KOPPO3MOHHOM CTOMKOCTH TMOKPBITHH HMMEPCHOHHBIM
METOJIOM IMOKa3aju, 4to mocie 11 cyrok BeiaepskuBanus oopasmnos B 0,9 % pactBope NaCl motepu
Macchl YUCTOTO MarHHEBOTO CIIIaBa COCTaBWIM 6 %, a MCXOMHOTO HEOOPaOOTAaHHOTO TOKPBITHS U
MOKpbITUS TIoce 00padotku HCOII ¢ miaoTHOCTRIO 2HEpTUH 7,5 Tx/cM?, coctaBumu 2,3 % u 0,6 %,
COOTBETCTBEHHO.
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Puc. 2. I'papux 3asucumocmu kpumuueckoi Hazpy3Ku om niomuocmu suepauu oopabomru HCOIT

HccnenoBanusi, MpOBEICHHBIE METOJIOM MOTCHIMOJAMHAMUYCCKONW TOJISPU3AINH, TTOKA3aJIH,
YTO HauOoJIee BHICOKOH KOPPO3MOHHON CTOMKOCTBIO XapaKTepU3yeTcs MOKphITHE, 00paboTaHHOE ¢
IIOTHOCTBIO dHeprum 5,0 J[/cM%, MOCKOIBKY ONpeeNeHHOe I HEro 3HaueHHe TOKAa KOPPO3HH,
pasHoe 1,05x10® A/cm? Ha OpsIOK HIKe, a 3HAYCHHE TTONSPU3ALHOHHOTO COIPOTHBIICHHUS, PABHOE
5,8x10% Om-cm? Ha 1Ba MOPSAKA BBIIIE, YEM JJISI UICXOAHOTO MMOKPBITHSI.

3aki0ueHue

B pe3ynbpTare npoBeeHHbBIX UCCIIEI0BaHUI ObUIN CHUHTE3UPOBAHBI MUKPOAYTOBBIE TOKPBITHS
B DJICKTPOJIUTE, COAEpIKaLIeM AMAaTOMUT U yacTuubl ZrO2, u moaBepraytsl oopadorke HCOII, npu
BAPBUPOBAHUU IUIOTHOCTH 3HEPrUU JJIEKTPOHHOTO NydykKa B Juana3zoHe 2,5-7,5 Tx/em?. Tlon
neiicreuem HCOII kapanHanbHO W3MEHWIACh MOP(OIOTHS TOKPBITHI, YMEHBIIUIOCH KOJTUYECTBO
nop, yactuisl ZrO2 pacIiulaBUINCh B CJI0€ MOKPHITUA. Y CTAHOBJIEHO, YTO 00pabOTKa MUKPOIYTOBBIX
nokpsiTuil ¢ momoupto HCOII crnocoOCTByeT ynydiieHH:0 HX (YHKIMOHAIBHBIX CBOWCTB,
MOBBIIICHUIO aAT€3UOHHON IIPOYHOCTU U KOPPO3HUOHHON CTOUKOCTH.

Hccneoosanue svinonneno 3a cuem epanma Poccuiickoco nayunozo ¢ponoa Ne 23-29-00141.
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Indenoquinoxalinone oxime 1Q-1 as a promising agent for drug development
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Abstract. In the present study, we synthesized and investigated the 11H-indeno[1,2-b]quinoxalin-11-one
oxime (IQ-1) as a promising pharmacological substance with anti-ischemic, antihypertensive, and
hypolipidemic properties. An experimental study of nitric oxide (NO) formation in vivo was undertaken
with the use of EPR methodology. A mechanism for the NO release by the enzymatic oxidation of
IQ-1 was proposed. We have developed a technological scheme for the 1Q-1 synthesis based on low-cost
starting materials.

Keywords: Pharmaceutical substance, 1Q-1, NO-donor, JNK inhibitor, hypolipidemic activity.

Beenenune

Oxcum  11H-unneno[1,2-b]xunokcanun-11-ona (1Q-1) — BaxkHOE NPOM3BOJHOE a3a-
TeTepOIMKIa, KOTOPOE MOXKET paccMaTpUBaThCA B KayecTBE CYOCTaHIMM i pa3pabOTKU
nexapcTBeHHBIX (opM. 1Q-1 siBiisieTcst BEICOKOAPPEKTUBHBIM HHTHOUTOPOM c-Jun N-TepMHHATBHOM
kuHa3bl (JNK) ¢ HaHoMmonsipHOW a@UHHOCTHIO CBS3BIBAaHHS U CIIOCOOHOCTHIO HHIHOWPOBATH
bochopunrpoBanue pakropa TpaHckpuriru C-Jun [1], 4ro 3HaYMMO IS IPOGHIAKTUKY U JICUCHHUS
Takux 3a0oyieBaHUM, Kak auabeT, MHCYNBT, cepAeyHas HEJOCTaTOYHOCTb, MH(pAPKT MUOKapAa U
umeMuieckoe nospexaenne. [Ipuanmas Bo BHuManue cBoiicta 1Q-1 xak moHaTopa okcuaa a3ora
(NO) u unruburopa JNK [2], a Takke 3amuTHy0 poib 3k3orenHoro NO mpu pernepdy3noHHOM
MOBPEXICHUH TOJIOBHOTO MO3Ta [ 3], MBI Tpeanoiaoxmiy, uto 1Q-1 ¢ nannoit komOnHamen GyHKImii
MOJKET CIIY>KUTh OCHOBOH U1 pa3pabOTKU NMPOTUBOULIEMUYECKHX MpENapaToB HOBOTO MOKOJIEHHUS
[4]. B »TO#i cBS3M HYXHO OTMETHUTH SKCICPUMEHTAIBHO YCTAHOBICHHYIO BO3MOXHOCTH 1Q-1
MIPOHUKATh Yepe3 reMaTodHIedatmueckuii 6apsep [5].

IQ-1 oOmamaer MUPOKUM CHEKTPOM (HAPMaKOJIOTUYECKOH aKTUBHOCTH U IPOSBISET
aHTHarperanTHeie [6], aHTHUrUNepTeH3WBHBIC [7], THUMoNMIUAEMUYecKkue cBoiictBa [8] wu
CIIOCOOHOCTh YBEIMUUBATH MO3IOBOM KPOBOTOK [9].

Lenpro HacCTOSAIIErO MCCIEOBAHMS ABJsUIACh pa3paboTKa U ONTUMHU3AIMS cxeMbl cuHTe3a 1Q-1
Ha OCHOBE KOMMEPUECKH JIOCTYITHBIX PEareHToB, a Takxke nzydenne oopasosanus NO u3 coemHeHHS
IQ-1 B opranu3Me sKCepUMEHTAIbHBIX JKUBOTHBIX MeTo1oM DITP.
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JKCNePpUMEHTAIbHAS YaCTh

Cunmes 1Q-1

Paspaboranubiii mogxoxa k cunate3y 1Q-1 ocHOBaH Ha IMKJIOKOHICHCAHITNH 0-(EeHUIICHIMaMUHA
(1 eq.) u auuruapuna (1 €q.) ¢ manpHEHIMM oKcuMupoBanueM Ketona 1Q-18 (1 eq.) consTHOKUCITBIM
ruApOKcHIaMiHOM (5 €(.) B KI/IHSIH_IGM u3onponuioBoM crupte (puc. 1).

NH
2 CH3)ZCHOH ©: NH3OH ©:
NH2 reflux CH3 chOH

(6] reflux
o-(eHUICHINaAMHUH HI/IHFI/I,Z[pI/IH 1Q-18 1Q-1

Puc. 1. Cunmes 1Q-1
Onpeoenenue NO
B skcnepumMenTax ObLI MCHOJIB30BaH METOJ CIMHOBOMW JIOBYIIKH, OCHOBAHHBIN Ha peakluu
pamukaiga (B manHoMm ciydae NO) ¢ kommuiekcom skene3a(ll). M3mepenuss nmpoBOIWIMCh Ha
OIIP-cnextpomerpe Bruker EMX/plus ¢ Temneparypusim moayiaem ER 4112HV. Bece usmepenus
BBITIOJHSAINCH HA TApaMarHUTHBIX KOMILIEKCaX MoHa kene3a ¢ NO, BKmowas kommiekc Fe?
adTUIARTHOKapOamMaToMm (crimHoBas noByika) u NO, a Takxe komrieke remorsiooun — NO.

PesyabraTsl

Cunmes 1Q-1

CunresupoBan okcuM 11H-unneno[ 1,2-b]xunokcanun-11-ona (1Q-1) ¢ Berxomom 98 %. boutn
pa3paboTaHbl XUMHYECKast, TEXHOJIOTHYeCKas 1 anmaparypHas cxeMsl mpou3BojcTa Q-1 Ha ocHoBe
JOCTYIHBIX U JIEHIEBBIX PEareHTOB — TaKUX, KaK o-(heHWICHINaMUH, HUHTUAPUH, TUAPOKCUIAMHUH
COJITHOKHUCIIBIN ¥ U30NPONUIIOBBIN crIUpPT. [laHHBIN 0JIX0/] IO3BOJISIET CUHTE3UPOBATh CyOCTaHIIMIO
Q-1 B HEOOXOAMMBIX KOTUYECTBAX B YCIOBHSIX (hapMalleBTUUECKOTO MPOU3BOICTBA.

Onpeoenenue NO

B nHammx skcrnepuMentax kommieke Fe?* ¢ mustunaurnokap6amarom (DETC) ucnonb3oBancs
st 3axBata okcnya azora NO 1 06pa3oBanus cTabmisHOro TpoitHoro kommnekca (DETC),-Fe?*-NO
B PA3JIMYHBIX TKAHIX )KMBOTHBIX. MBI HCIIONB30BAIM 3TOT MOAXO ATl perucTpanuy npoaykiun NO
B TEYEHU M KPOBH KpbIc mociie BBeneHust 1Q-1. Beuto oOHapyKeHO HOCTOBEPHOE YBEITUUYCHHE
curnanoB remornoouna (Hb)-NO B kpoBu kak mist R-, Tak u qis T-kondopmepos. [lomyueHHbie
JTaHHBIE COTJIACYIOTCS ¢ MexaHm3mMom oOpasoBanusi NO B pesymbrare okucienus |1Q-1 nHa
MHUKpOCOMaibHOM uToxpome P450 cornacHo puUCyHKY 2.

N Cytochrome P450 Nx
L E— \
/ N N

N 0
OH  1Q-1 1Q-18
Puc. 2. I[Ipeononazaemviii nymo 06pazosanuss okcuda azoma c yuacmuem yumoxpoma P450

Crnenyer ormerutTh, urto Merabomut |Q-18 panee oOHapyxkuBajCsi B IUIa3Me€ KpOBHU
AKCTIIEPUMEHTAIIBHBIX KUBOTHBIX MeTojoM BOXXX-MC, mis vero Obuia crienuaibHO pa3paboTaHa
MeToauka ananu3a [10], mo3BossoNas KOJMUECTBEHHO ONpenesiaTh kKak ketoH 1Q-18, tak u 006a
nzomepa (Z- u E-) oxcuma 1Q-1. Ilpm srom Hamm mokaszano, uto E-uzomep 1Q-1 sBisercs
TEPMOJIMHAMHYECKH 0oJiee CTAOMIIBHBIM B alleTOHUTPHIIE, YEM COOTBETCTBYIOIIUN Z-U30MeD.

3akaueHue

B  pesymprate TpOBEACHHBIX ~ HMCCIENOBAHWM  OBUTM  pa3pabOTaHbl ~ XHUMHYECKas,
TEXHOJIOTHYECKAasi M ammapaTypHas cxembl npousBojctBa 11H-unneHo[1,2-b]xunokcanun-11-on
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okcuma  (1Q-1) xak mepcHekTHBHOM  (apmaneBTHYecKoil  cyOcTaHuuu, oOnajaromeit
MPOTHBOUIIEMUYECKAM, AaHTHUArPETAaHTHBIM, AHTHTHIIEPTCH3UBHBIM W THIIOJHAMUACMUYCCKUM
neiicteuem. C npumenennem merona OIIP uccnenoBana mpoaykuus okcupga azota NO mpu
depmentatuBHoM okuciaeHun 1Q-1 in vivo. B pamkax mporpammer ®apma 2020 3aBepiicHb
JNoKnuHUYeckue uccinenoBanus 1Q-1, paspaGorana TexHoNOrHyeckas JOKYMEHTalus Ha
(hapMaIeBTHUECKYI0 CYOCTaHIIMIO W TOTOBYIO JiekapcTBeHHYIO ¢opmy [Q-1, moaroroBieHbI
npoToKoIbI JUTst | pa3sl KIMHUYECKUX HCCIeOBaHUH.

Paboma evinonnena npu ¢punarncosoii noodepoicke I'oc.z3a0anus «Hayxa» FSWW-2023-0008.
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BiusiHue a30Ta HA KOHBEPCHIO METAHA B YCJIOBHAX AHIJIEKTPUUYECKOr0 DapbepHOro pa3psaa
M.A. KoBTyHOB
Hayunsiii pykoBoautens: 1.X.H. C.B. Kyapsios
Nucturyr xumun HedTn Cubupckoro otaenenust Poccuiickoit akageMun HayK,
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Influence of nitrogen on methane conversion under dielectric barrier discharge conditions
M.A. Kovtunov
Scientific Supervisor: Dr. S.V. Kudryashov
Institute of Petroleum Chemistry, RAS SB, Russia, Tomsk, pr. Akademicheskiy, 4, 634055
E-mail: mikhailkovtunov@gmail.com

Abstract. In the present study, the influence of nitrogen on methane conversion with non-thermal
plasma in a dielectric barrier discharge mode was investigated. Pure methane and nitrogen-methane
gas mixtures with flow rate ratios of 1:3, 1:1, and 3:1 were treated under plasma conditions using
2000 Hz power supply. The total flow rate was maintained constant and was equal to 60 ml/min.
Product determination and quantitative analysis were performed using gas chromatograph equipped
with thermal conductivity detector. The analyzed products were hydrogen and C2-hydrocarbons
including acetylene, ethylene and ethane. It was established that, although the methane conversion
rises, the selectivity towards ethylene as well as acetylene decreases, while selectivity towards ethane
suffers a significant change only for 3:1 ratio. On the other hand, the selectivity in terms of hydrogen
formation increases 2.4 times at 3:1 flow rate ratio. The addition of nitrogen to methane is, therefore,
ineffective for obtaining higher ethylene yields, but might guide the process to obtaining
hydrogen-enriched gas mixtures applicable for energy purposes.

Key words: plasma, dielectric barrier discharge, methane conversion, selectivity.

Beenenne

Meran siBisieTcs OJHUM M3 HauOoJjiee LIMPOKO PaclpOCTpaHEHHBIX, EMKUX U AKOJOTHYECKU
YHUCTBIX YHEPTOHOCUTENIEH, Ubsi IOBCEMECTHAs paclipoOCTPaHEHHOCTh M BO30OHOBIISIEMOCTD J€TIaeT ero
UJCATBHBIM CBIPbEM JUISl NTPOM3BOJCTBA MHOTMX IIEHHBIX XMMHMYECKHX NPOAYKTOB, B YaCTHOCTH,
HEHaChIlleHHbIX (C2-yriaeBoJopoOB — aleTuieHa W dSTwieHa [l]. AKTUBHO pa3BHBarolIeHcCs
TEXHOJIOTMEN MX CHHTE3a BBICTYNAET IUIA3MEHHAas KOHBEPCUS METAaHA, OTIMYAIOLIAsCS B IEPBYIO
oyepe]b KpaiilHe He3HauuTeJIbHbIM BIMSHMEM Ha OKpyKarolyio cpeay. Haubonee GnarompusitHoH
MIpEJCTaBIsieTCs IJIa3MEHHasi KOHBEPCHsI METaHa C NMPUMEHEHUEM AMAJIEKTPUYECKOro OaphepHOro
paspsaa ([ABP). /IBP mo3BossieT KOHBEPTHPOBAThH YIJIEBOJOPOAHOE CHIPHE YCIOBUSAX, ONM3KHX K
HOpPMAaJIbHBIM M CIIOCOOCTBYET «MSATKOMY» MPEBPAILLEHUIO HCIOIb3YEMOT'0 ChIphbsi 0€3 3HAUNTEIILHOM
ero JeCTPYKIIUH, CBOMHCTBEHHOMW, HAIPHMeEp, TPUMEHEHHIO JTyTOBOTO MIIM KOPOHHOTO paspsiios [2, 3].

[IpoBenénnusie panee uccneaoBanus [4] nmokasanu, 4To MIa3MeHHas KOHBepcHs metaHa B [IbP
JeMCTBUTENFHO NMPHUBOJAUT K 00pa30BaHUIO HEHACHIIIEHHBIX C2-yrieBoJ0pOJIOB, OJAHAKO JHIIL Ha
MEPBBIX CTAJUSIX MPOTEKaHUs peaKUHuH. BpUIO MPEanonoKeH0, YTO OCHOBHOM MPUYUHOM HU3KOU
CEJIEKTUBHOCTH IIpoliecca 0 3TWIECHY U alleTWICHY B LEJIOM IIPU IUIA3MEHHON KOHBEPCUU METaHa
SIBJIETCS TUIPUPOBAHUE 00pa3yIOUINXCs HeHACHIIIEHHBIX C2-yrieBo10p010B HaKaITMBAIOIIMCS B
cucreMe BofopoaoM. Panee coobmanock, 4To 00pa3yromuiicss BOJOPO AEHCTBUTENBHO CIIOCOOEH
TUAPUPOBATh HEIPEENbHBIE YIIIEBOJOPOABI B PA3PSAHON 30HE, OJHAKO HE MNPEIIPUHUMAIOCH
MOMBITOK TMOBIHATE Ha 3TOT mporecc [3]. Peanusamms HEKOTOPOro KOHKYPUPYIOLIETO C
THPUPOBAHUEM IIpoliecca MOXeT 3a(pUKCHUpOBaTh 4acTh BOJOpOJa, Oiiarojgapsi 4eMy OH CTaHEeT
HEJOCTYITHBIM ISl B3aMMOJEUCTBHS C AlETUIICHOM U YTHWJIEHOM, YTO B KOHEYHOM CUETE NPUBEIET K
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MOBBIIICHUIO UX BbIX0Ja. B KauecTBe M0J00HOr0 Mpoiiecca BRIOPaHO MOJMyYeHUE aMMHUaKa 13 a30Ta
¥ BOJIOPO/Ia, 00pa3yroIIerocs B MJIa3MEHHOM 30HE.

JKCNepUMEHTAIbHAS YaCTh

KonBepcus MeTaHa U cMecelt a30T-MeTaH pa3InIHbIX 00bEMHBIX cooTHOMIeHUH (1:3, 1:1 1 3:1)
OCYILIECTBJICHA B YCJIOBUSX IUAJIEKTPHUUECKOr0 0apbepHOro paspsia ¢ MPUMEHEHHUEM ILIaHAPHOTO
onHoOapbepHOro peaktopa. (Cxema yCTaHOBKM, MCIOJb30BaHHOM B HacToflled pabore,
npecTaBieHa Ha puc. 1.

4 6 9
33— — /8_
7/
Cl . 5. =
7 N
2 C2 7, [T
12 5 T
¥\ 10

Puc. 1. Cxema ycmanoeku niazmeHHoti KOHEEpCUU MEMAna u CMeceli Memana ¢ a30mom:
1 — pesepsyap c memanom, 2 — pezepgyap ¢ azomom, 3 — hopmuposamensv 2a308bix NOMOKOE,
4.5 — 6x00HO1L U 8bIXOOHOU 2a308ble wimyyepwl, 6 — KOpRYC peakmopad, 7 — NIaHAPHbILI 8bICOKOBOIbMHbBII 21eKMPOO,
8 — oenumens nanpsicenus (C1 =55 pF, C2 = 110 nF), 9 — cenepamop 6bicOK060.1bMHBIX UMNYILCOE,
10 — oerumenv émxocmuvuii (C2 = 304 nF), 11 — yugposou ocyurnoepag, 12 — 2azoeviii xpomamozpagh

KonBepcus ocymectBisuiace nmpu dactore ummnyiabcoB 2000 I'm m Hanpsbxkenun 150 xB.
CooTHoIIEHHE MEXAY a30TOM U METaHOM BapbHpOBAJIOCH MYTEM M3MEHEHHS] CKOPOCTEH MOTOKOB
KaX/10T0 ra3za TakuM 00pa3oM, 4ToObl COXPAHUTh OOIIYI0 CKOPOCTh ra30BOT0 MOTOKA MOCTOSIHHOM U
paBHOMl 60 Mi/mMuH. KauecTBEeHHOE M KOJIMYECTBEHHOE oOlpeneseHue Bojopoja U C2-npoIyKToB
IUTa3MEHHOW KOHBEPCHM IPOBOAMIIOCH IPH MOMOIIM Ta30BOro xpomarorpada, cHaOXEHHOTro
JETEKTOPOM IO TEIUJIONPOBOJAHOCTA M HAOMBHOM XpOMaTorpaguyeckoil KOJOHKONH ¢ COpOEHTOM
[TomucopO6-1 mmuHoM 2,5 M ¥ BHYTpeHHUM AuaMeTpoM 3 MM. Temmeparypsl go3aTtopa U AeTeKTopa
MOIEP’KUBATICH MMOCTOSIHHOM U cocTasisiia 100 °C.

Pe3yabTaThl

Pe3ynbrathl pacuéra CENEeKTUBHOCTH MO MPOJYKTaM KOHBEPCHUU METaHA M Ta30BBIX CMecei
a30T-ME€TaH Pa3IUYHBIX OOBEMHBIX COOTHONICHWH mTpencTaBiieHbl B Tabmuie 1. Kak BumHO U3
Ta0JUIIbI, BBEIEHWE B Ta30BBI MOTOK a30Ta HE TOJBKO HE TOBBIIIAET BBIXOJ HEHACHIIIEHHBIX
C2-yrneBoaopoJ0B, HO M CIIOCOOCTBYET MEHBLIEMY UX 00pa30BaHUIO HECMOTPS HA POCT KOHBEPCUU
MeraHa. CeneKTHMBHOCTb [0 3TaHy HE HW3MEHSAETCS MOHOTOHHO M JIMIIb MNPHU COOTHOIIEHUH
a30T:MeTaH, paBHOM 3:1, JEMOHCTpUPYET 3HAYUTEIbHOE M3MEHEeHHE. [Ipu 3TOM H30MpaTebHOCTh
mpolecca Mo BOJOPOIY MpU OOBEMHOM COOTHOIICHHH a30T:MeTaH 3:1 moutu B 2,4 mpeBbIIIAeT
TAKOBYIO IJId KOHBCPCHHU YUCTOI'O MCTaHaA.
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Tabauya 1
CenexmugHoCcmb NIA3MEHHOU KOHEEPCUL 2A306bIX CMecell A30M-MemaH 6 3a8UCUMOCU OM COOEPAUCAHUSL A30Md

CocraB ra3oBoii cmecH, 00. CeneKTHBHOCTb, Macc. % Konsepcus
yacteii Ny : 00. yacreit CHy Bomopon Anerunex DTHIeH Ortan Merana, macc. %

0:1 10,5 6,4 6,8 76,1 4,4

1:3 12,8 51 3,5 78,4 5,2

1:1 14,1 3,1 3,5 79,1 6,7

3:1 24,3 2,5 2,3 70,7 9,0

3aki0ueHue

B pe3ynbraTe NpoOBEACHHBIX HCCIEIOBAaHUI YCTAaHOBJIEHO, YTO COBMECTHas IUIa3MEHHas
KOHBEpPCHSI METaHa C a30TOM HE TOJIBKO HE II03BOJIIET IIOBBICUTH BBIXOJ HEHACHIIIEHHBIX
C2-yrneBoaopoJ0B, HO U OTPULIATENILHO BIIMAET HAa U3MEHEHHE CEJIEKTUBHOCTHU MPOIEcca MO HUM.
KonBepcus MeTaHa py yBEJIMYEHUH COJEPKAHUS a30Ta BO3pAcTaeT, OJHAKO, 110 BCEHl BUIUMOCTH,
3TO OOCTOSITENLCTBO SABISETCS CIEACTBHEM CHUKEHMSI COJAEp)KaHUS MeTaHa B KOHBEPTHPYEMOM
CMECH, YTO 00JIeryaeT ero npeBpauieHue B IpoAyKTbl. CTOUT OTMETUTD, YTO C POCTOM COAEPHKAHUS
a30Ta YBEJIMYMBAETCS CEJIEKTUBHOCTH MO BOAOPOAY. OCOOEHHO SPKO CENEKTUBHOCTH IO BOJIOPOAY
BO3pacTaeT MPU COOTHOILLIEHUU a30T:MeTaH, paBHOM 3:1. B 3TOM Xe cilydyae OIIyTUMO CHUXKAETCs U
CEJIGKTUBHOCTH I0 3TaHy. B pamkax wucciemyemoii runotessl o puxcanuu cBOOOJIHOTO BOAOPOIA
a30TOM 53Ta TEHJEHIUS HeOJIaronpusiTHa, OJHAKO OTKPBIBAE€T IYTH K IOJYyYEHHUIO BOJOPOJI-
o0oraméHHbIX Ta30BbIX CMECEH, UMEIOIINX MEPCIEKTUBY UCTIOIb30BaHUS B CEKTOPE IHEPTETUKH.

Paboma evinonnena npu unancosoli nooodepoicke DedepanbHo20 20CyO0APCMEEHHO20
010001cemmno2o yupescoenus Hayku Mucmumym xumuu Hegpmu Cubupcroco omoenenus Poccutickoil
akademuu Hayx.
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Luminescent properties of YSZ/YAG multilayer ceramics doped with rare earth ions
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Abstract. The YSZ/YAG functionally graded ceramics doped with rare earth ions, such as europium
and cerium were obtained by Spark Plasma Sintering technique. The assessment of the morphology
and spectral-luminescent properties of the materials was carried out using electron microscopy and
cathodoluminescence spectrometry.

Key words: YAG; YSZ; Functionally graded ceramics; Rare-earth ions; Luminescent properties

Beenenue

MHorocnoiiHas JIOMMHECIIEHTHasi KepamHKa Ipe/cTaBiseT co00il HOBOE IOKOJIEHHUE
KOMIIO3UIIMOHHBIX ~MAaTEpHUaloOB, TaKUX Kak (YHKIMOHAIBHO-TPAJAUEHTHBIE, Ui KOTOPBIX
XapaKTepHO OTCYTCTBUE YETKUX I'PAHMIl MEX/y KOMIIOHEHTaMHU M HEIPEPbIBHOE MPOCTPAHCTBEHHOE
U3MEHEHHE  (PU3UKO-MEXAHUYECKUX, OINTUYECKUX CBOMCTB. DYHKIMOHAIbHO-TPAJAUEHTHBIC
matepuaisl (OGI'M) obiagaror KOMOMHAIMEH CBOMCTB, KOTOPBIE OTIMYAIOTCS OT CBOMCTB MCXOJHBIX
AJIEMEHTOB CTPYKTYpPbI, W TIO3BOJISIOT aJalTHpOBaThb MaTepuan g TpeOyeMbIX YCIOBUMN
npuMeHeHus. OyHKIMOHAIbHO-TpaueHTHas kepamuka (PI'K) npeacrasnser co0oil pa3HOBUAHOCTD
OI'M, cocTaBIsAIONIMM MaTepUaIoM KOTOPOM sIBIIsieTCsl kepamuka [1].

HaHocTpyKTypHpOBaHHBIE OKCHJIHBIE KEPAMHMKH Ha OCHOBE UTTPUN-AIFOMHUHHEBOIO IpaHaTra
(Y3Als012, YAG) wu KyOMYeCcKOro JHMOKCHIA IUPKOHHUS, CTaOMIM3MPOBAHHOTO HUTTPHEM
(ZrO2-Y203, YSZ), B HacTosiiiee BpeMst SIBISIOTCS Hanbosiee MEePCIeKTUBHBIMU CPETH MHOXECTBA
TUIOB MOJIMKPUCTAIIIMYECKUX JTIOMUHECIIEHTHBIX MaTepraiioB [2, 3]. BbiOop npo3pauHbIX KepaMuK
Ha ocHOoBe YAG u YSZ B kauectBe koMnoHeHTOB PI'K 00ycioBiieH KOMIUIEKCOM HMX BBICOKHX
(U3UKO-MEXaHUYECKUX U  ONTHUKO-TIOMHUHECIIEHTHBIX CBOMCTB, a TaKXe BO3MOKHOCTHIO
HaNpaBICHHOW KOPPEKLUUHU MOCIEeIHUX IyTeM BBEJIEHHs JONAHTOB (OKCHUIOB PEAKO3EMENIbHBIX
AJIEMEHTOB WJIM TEpPeXOJHBbIX METa/NIOB) B MIMPOKOM JUala3oHe KOHLEHTpaluud W/HUiu
pETryJIMpOBaHMsI KOHLEHTPALlMM KHUCIOPOAHBIX BakaHCUM. BappupoBaHHe TEXHOJIOTHUYECKUX
MapaMeTpoB  KOHCONMJALMM TaKUX KEpaMHMK TIO3BOJIIET  IIEJICHANPABJIEHHO  CO3/1aBaTh
crienn(puyeckre eHTPbl CBEUCHHS.

enpro manHOM pabOTHI SBISETCA MCCIEAOBaHHUE JTIOMHUHECIIEHTHBIX cBOMCTB PI'K cocraBa
YSZ/YAG, akTUBUPOBaHHOM MOHAMU €BpOMNHUS U LIEPHs, C MOTSHIIUATIOM IIPUMEHEHHs B KauyecTBe
npeoOpazoBaTesis U3ITydeHUsI.

JKCNEepUMEHTAIbHASA YaCTh

Hccnenyemass MHoOrocioiHas (yHKIMOHAJIBHO-TPAJWEHTHAs KepaMuKa Oblia IoJlyuyeHa
METOJIOM 3JIEKTPOUMITYJICHOTO mia3MeHHoro crekanus (QUIIC). Meroauka criekanusi oOpasios
@I'K cocraa YSZ/YAG 0e3 M c akTHUBaTOpaMH pEIKO3EMEIbHBIX 3JIEMEHTOB METOAOM
AJIEKTPOMMIYJIBCHOTO IUIA3MEHHOTO CIieKaHusi mojapoOHOo omucana B [1]. Tlopomku oxcumoB
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penko3emenbHbIX 31eMeHTOB Eu203 n CeO2 ucnonb30Baiuch B KauecTBE 100aBOK — aKTHBATOPOB
momuHectieHIy. JlromunectientHass OI'K mn3rorasiamBazack U3 mMopomikoBbix cMmecei Y SZ:Eu20s,
YAG:CeOy. Conepxanue Eu,03 B cmecsix cocraBisina 10 mac %, CeO2 — 1 mac %. st monrydeHus
IPaJUEHTHON CTPYKTYpPbl MOJUKPUCTAIUIMUECKUX 00pa3loB 3arpy3Ky IMOPOIIKOB B Ipecc-Ppopmy
MIPOBOJMIIM TI0 CJIOSIM. Mojenlb pa3MenieHus: ¢iaoeB B oOpasmax momuHeciieHTHpIX PI'K cocraBa
YAG/YSZ 6e3 u ¢ okcugamu penko3emenbHbix HOoHOB (P3M) nmpeacrasnena Ha pucyHke 1.

Okcupe P3V N
e ® _ 10Eu,0;
ee ®
g T
%500 1ce0

AKTUBMpOBaHHas
MHorocnoiiHaa ®rk

Puc. 1. Mooens pasmewenus croée ¢ @I'K cocmasa YSZIYAG u YSZ:10EU/YAG:1Ce

MHorocnoinHaa ®IK

[Tocne BbICOKOTEMIIEPATYpPHOH KOHCOJIHIAIMHN KEPAMUKH TEpMOOOPabOTKY (PyHKIMOHAIBHO-
IPaJIMEHTHOM KE€paMUKH MPOBOAWIM Ha Bo3ayxe npu temreparype 1300 °C B Teuenue 4 4acos.
[Tponenypa orxura HeoOXoauMa JIIsl MUHUMHU3AIUH BIMSHUSL KHCJIOPOAHBIX BaKaHCUI U Ie(EKTOB
KPUCTAJUIMYECKON CTPYKTYpPbI HA ONITHYECKUE XaPAKTEPUCTUKH.

AHanu3 MUKPOCTPYKTYpbl 0Opa3LOB BBINOIHSUICA IPU HUCIOJIb30BAHUU CKaHUPYIOLIETO
anekTpoHHoro mukpockona JSM-7500FA (JEOL, Smonus). B pabote ucmnonb3oBajics MOAXO.
n3mepeHuss cnekrpoB cBedeHuss PI'K ¢ BpeMeHHBIM paspenieHueM METOAOM HMITYJIbCHON
karopontomuHecteHTHol (MKJI) cnextpomerpun. B kadectBe ucrounuka Bo3Oyxaenus WKIJI
uccieayeMpix  MHorocnoiHeix  obpasunoB PI'K cocraBa YSZ/YAG, YSZ:10Ew/YAG:1Ce,
HCIIONB30BaJICs ycKopuTenb 3eKTpoHoB ['MTH-400. [[nutenbHOCTh MMIYJIbCa MOTOKA 3JIEKTPOHOB
coctaBisuia 12 HC, cpemHsis SHEPrus YCKOPEHHBIX 3JeKTpoHOoB — 240 k»3B. Peructpanms
WHTETPAIbHBIX  CIEKTPOB  KAaTOAOJIOMHMHECIEHIMU  OCYIIECTBIIACh C  HCIOJIb30BAHHEM
OITOBOJIOKOHHOTO criektpomeTpa AvaSpec-2048 (340 — 1100 um). CrekTpbl u3inydeHHs ObLIH
WCIIPABJIEHbI HA CIIEKTPAJIbHYIO YYBCTBUTEIBHOCTh ONTHYECKOTO TPAKTA.

PesyibTaTsl

N300paxenuss B obiactu uHTepdeiica MKy LEHTPAIbHBIMHU CIIOSMU HEJIETMPOBAHHON U
JIETUPOBAHHOM OKCUIAMU PEAKO3EMEIbHBIX AJIEMEHTOB 00pa3ll0B KEPAMHKH, ITOJTy4YEHHbIE METOOM
CKaHUPYIOLIEH 3JeKTPOHHONH MHKPOCKONUHU B pekuMe (ha30BOro KOHTpAcTa Ha IOJIMPOBAHHOMN
IIOBEPXHOCTHU CpPe3a, IPEICTaBICHbI Ha PUC. 2.

YSZ:10Eu YAG:1Ce

Puc. 2. H306padxcenus ckanupyiowet aﬂekmpo-HHozi muxpockonuu PIK: a) YSZ/YAG 6) YSZ:10Eu/YAG:1Ce

W3 mony4eHHBIX pe3yabTaToB MOXXHO OTMETUTh, YTO IOOYEepEnHas 3achbllIKa MOPOIIKOB
MIPEKYPCOPOB TMO3BOJIMIIA IOCTUYh CIOUCTOH CTPYKTYpHl KepaMHuKu. CTpyKTypa akTHBHPOBAHHOM
@I'K, kak u HeakTuBUpoBaHHas cTpykrypa PI'K, xapakrepusyercs HaludueM IOp M TPEIIuH,
MIPOCJIEKMBAETCS YeTKasi TpPaHUIA CJIOEB UCXOAHBIX CTPYKTYp. OOpa3zoBaHue AePEKTOB BO3MOKHO

Poccus, Tomck, 2326 anpens 2024 1. Towm 2. Xumus



XXI MEXJIYHAPOIHA S KOH®EPEHIMA CTYJEHTOB, ACITMPAHTOB U MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHIAMEHTAJIBHBIX HAVK»

124

o0ycnoBieHo mnporeccoM koHcomupamuu merogom OUIIC u  o0yclioBieHO pa3HUIEH B
KO3 PHUIHEHTAX JIMHEHHOr0 TEPMUYECKOTO PaCIIUPEHUsI MaTepHUasIOB.
Wnterpansubie cnektpsl KJI ®I'K YSZ/YAG u ®I'K YSZ:10Ew/YAG:1Ce mnoka3zaHbl

Ha pUCYHKeE 3.
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Puc. 3. Cnexmpoi kamooontomunecyenyuu @I'K: a) YSZ/YAG 6) YSZ:10Eu/YAG:1Ce

B cnektpe YSZ/YAG (puc. 3, a) HaONIOIAIOTCS JIBE MIHUPOKUE IMOJOCH JIFOMHUHECICHIINH.
lupokast mosnoca ¢ MakcumymoM 460 HM 00yciioBI€Ha COOCTBEHHBIMU LIEHTpaMu cBeueHus F-Tumna.
[Tociie oTkHMra AOMOJIHUTEIBHO peructpupyercs usnydenue Ha 800 um [1]. CrekTp cBeueHwHs
®I'K YSZ:10Euw/YAG:1Ce (Puc. 3, 6) 10 oTkHra npeactapisieT co00i MMPOKYIO TOJIOCY U3ITyICHHS
B crieKTpaiibHOM nuarna3one 450 — 750 um. [Tocne atMocdepHoro omxura Ha GOHE IMUPOKOH TOJTOCHI
M3JTydeHHns], 00YCIIOBIeHHAs M3IydaTelbHBIME Hepexonamu B none nepus Ce': 5di-4f1 (PFsp) u
5d1-4f1 (?F72) mepexonamu nonos Ce* [2]. I'pynma monoc Ha (OHE MMPOKOI TONOCH CBEUEHHUS
MIOHOB IIepus OOYCIIOBJIEHA H3JTydaTelbHBIMU MEpexoiaMH ¢ Bo30yxkaeHHoro °Do B OCHOBHOE
coctosirme 'Fy (J =0, 1, 2, 3) nona esponus Eu®* [3]. Crout otMeTHTh, uto omkur obpasznos ®I'K va
BO3AYyX€ IOJIOKUTEIBHO BIMSECT Ha H3JIydaTelbHBIE CBOMCTBA M TPUBOAUT K 3HAYUTEIBHOMY
YBEIUYCHUIO MHTEHCUBHOCTH KAaTOIOJIFOMUHECIICHITUH .

3akiouenue

B pabote npeacTaBieHsl pe3yabTaThl UCCIAEIOBAHUS KATOAOTIOMUHECIICHTHBIX cBOMCTB DI'K
coctaBa YAG/YSZ, YSZ:10Ew/Y AG:1Ce. Cxanupyro1as 3JIeKTpOHHasi MUKPOCKOIIUS MOJITBEpIIIIa
MHOTOCTIONHYI0, YETKO pa3auduMyro cTpykTypy obpasmoB PI'K. IIpoBeaeHHBIE HCCIIETOBAHUS
MIO3BOJIMJIM YCTAaHOBUTH OCHOBHBIE THIIBI LICHTPOB CBEUEHHUS M ONPEIECINUTHh B3aMMHOE BIIMSHHE
pa3IMYHBIX CJIOEB HA  PE3yJbTUPYIOLUN cnekTp cBedeHHs. CHeKTppl HMHTETpajbHOU
KAaTOAOJIIOMUHECIICHIIMN COTJIACYIOTCS C CYLIECTBYIOIIUMHU MPEACTABICHUAMH O LIEHTPAX CBEUCHUS
B Matepuanax YAG u YSZ, 4yTo noaTBep:k1aeT YCHEMHOCTh npoBeaeHHoro cunre3a OI'K.

Paboma evinonnena npu ¢unancoeot noooepxcke Poccutickoeo Hayunozo ¢honoa
(M. 21-73-10100). B pabome npumensiocy obopydosanue LKII HOHWL] HMHT TIIY,
noooepacannozo npoekmom Munobpuayxu Poccuu Ne 075-15-2021-710.
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Bausinue TeMnepaTypbl 1 BpeMeHH HA YroJl CMAYMBAHUA CTEKJI0M MOHOKPHCTAJLIa KPEeMHHS
/1.B. Komapos
HayuHblil pyKOBOAUTENB: JOLEHT, K.T.H. A.A. Jlutn
HanunonanbsHblil uccnenoBareabCkuii TOMCKHUIM MOMTUTEXHUYECKU YHUBEPCUTET,
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A temperature and time influence on the wetting angle of a silicon single crystal by glass
D.V. Komarov
Scientific Supervisor: Assoc. Prof., PhD. A.A. Ditts
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
Email: dvk66@tpu.ru

Abstract. In the present study, we melt glass composition on the single crystal silicon for researching
influence of time and temperature on contact angle.
Key words: passivation glass coating, p-n junction, contact angle.

BBenenne

OpHUM U3 3TANoOB B MPOU3BOACTBE MOJYIPOBOJHUKOB SBJISCTCS TAll HAHECCHHUS 3aIIUTHOTO
MOKPBITHS Ha P-N MEPEX0J1, KOTOPOe 00ECHeUnBaeT €ro 3alluTy OT JACWCTBUI BHEIIHUX BPEIHBIX
daktopoB. [lokpeITHE MOXET WUMETh PA3IUYHYIO0 MPUPOIY: OPTaHUYECKUE JIaKW, OCAXKICHUE
OKCHJIHOU (HUTPUIHOM) IUICHKH W3 Ta30BOM (as3el, Heopranmyeckue crekiaa [1]. HaumbGonee
MEPCICKTUBHBIMU SIBJISTFOTCS TIOKPBITUS U3 HEOPTaHUIECKUX CTEKOI [2].

AKTyaJbHOCTh Pa0bOThI OOYCJIOBJIEHA TeM (DaKTOM, YTO HA CETOJHSIIHUI JCHb Ha PBIHKE
Poccum  OTCYTCTBYIOT OTEUYECTBCHHBIE PpCIICHHS, XOTS COBETCKas Hayka B o0iactu
AIIEKTPOBAKYYMHBIX CTEKON ObuTa oxHOW M3 Bemyumx B mupe [3]. TloaromMy BakHO B paMKax
MOJINTUKA HMMITOPTO3aMEIICHHUST pa3paboTaTh COOCTBEHHBIC AHAJIOTH 3apyOeKHBIX CTEKON JUIS
o0ecrnedeHrs TEXHOJIOTHUECKON He3aBUCUMOCTH U TIOBBIIIICHHS] KOHKYPEHTOCIIOCOOHOCTH.

Lenb nccnemoBaHuS: OMPEICTUTh BO3MOKHOCTH IIPUMEHEHHS IPOMBIIIICHHOTO CTEKJIa MapKU
C40-1 B xavecTBe 3alIUTHOTO MOKPBHITUSA ISl TOJUIONKEK YHMCTOTO MOHOKPHUCTAIa KPEMHHUS U
MOHOKPHCTAJIa KPEMHHUS C MIOKPHITHSIMHE (JIMOKCHAa KPEMHUS, HUTPUAA KPEMHUS) B 3aBUCIMOCTH
OT TEMIEPATyphl U BPEMEHH.

JKCNEPUMEHTAJIbHASA YaCTh

B pabore nns ompeneneHusi kayecTBa CMadyMBaHHUS CTEKJIOM IOJUIOKKH MOHOKpHCTasia
KpEMHHUS ONPENEIAIN KpacBOW yros cMauduBaHus cTekia. [IpuMensnach ciepyromas METOIUKA:
CIIPECCOBAHHBIM B IWIMHAP TMOpOmOK cTekia wmapku C40-1 mnomemancs Ha TOMIOXKKY
MOHOKpHCTaJIJIa KPEeMHHUsT M OTHpaBsUICSs B TpyOuaryro mneds. HarpeB meunm ocymiecTBIsuIn
1o temneparypbl 1100 °C co ckopoctbio HarpeBa 5-6 °C B munyry. C OJHOH CTOPOHBI TIEYH
Ha HEKOTOPOM PAacCTOSIHUM YCTAHABIMBAJIM MHUPOCKON ¢ HHU(POBOHl KaMepoil ¢ BHIBOJOM
n300pakeHUs] B pealbHOM BPEMEHM Ha MEPCOHAJIBHBIM KOMIBIOTEpP, @ C JPYrod CTOPOHBI MEYH
yCTaHaBJIMBAJICAd WCTOYHMK CBETA JJIS TOJCBETKH IMOJIOCTH TPyOBbl M 0Opaslia, cxema YCTaHOBKHU
npeJicTaBjIeHa Ha pucyHkax 1, 2. Jlanee mpoBoauiu CbEMKY H300pakeHus kKaxapie S0 °C mpu HU3KUX
Temrneparypax u kaxabie 20 °C npu BeIcoKkux Temieparypax. @ororpaduun obpasia npu KOMHaTHON
temneparype u npu remnepatype 1100 °C npencraBieHs! Ha pucyHKax 2, 3.

IIporiecc cMauMBaHusl UCCIEIOBAIM Ha MOI0KKAX MOHOKpPHCTAJIa KpEMHHUS 0€3 MOKPBITHS,
C MOKpBITHEM M3 Ookcuzaa kpemHus (SiO2), ¢ mokpeiTHeM U3 HuTpuna kpemuus (SisNg). Hanecenue
MOKPBITUI OCYIIECTBISUIA B IPOU3BOJCTBEHHBIX YCIOBUSIX U3 Ta30BOi (a3bl.
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Puc. 1. Cxema neuu Puc. 2. Cxema nupockona

Janee Ha ¢ororpadusix ¢ MOMOIIBIO CHEIUAIBHOTO MPOrPAMMHOI0 00eCTIeUeHUS U3MEPSIICS
yroJl CMauMBaHMsI CTEKJIOMACCOM MIOCKOCTH MO/JI0KKM MOHOKPHCTAILIA.

] Ll

Puc. 3. @omoepaguu obpaszya 6 neuu npu KOMHAMHOU Puc. 4. ®omozepaguu obpasya 6 neuu npu
memnepamype memnepamype 1100 °C

Pe3yabTaTsl

Ha pucynkax 5-7 nmoka3aHbl 3aBUCUMOCTH yriia cMaunBanus 0 crexsia C40-1 ot remnepatypsl t
Ha TIOJUIOKKAaxX C pasHbIM mokpbiTheM. Ha pucynkax 8-10 moka3zaHbl 3aBHCHMOCTH yIJia
cMaunBaHuA 0 oT BpeMeHu BbiZiepKKH T cTekia C40-1 mpu temneparype 1100 °C.

140 140
120 120
100 100
ev ° e, °
80 80
60 60
600 700 800 900 1000 1100 600 700 800 900 1000 1100
t, OC t! OC
Puc. 5. 3asucumocmo yena cmauusanus cmexia om Puc. 6. 3asucumocms yena cmauueanus cmexia om
memnepamypul Ha ROOJLONCKE KPEeMHUsL memMnepamypvl Ha ROOL0NHCKe KpemHust ¢ nokpuimuem SiO;
140 150
120 120
100
0,° D\ﬁ—o-‘/. 0,° %0
80 60
60 30
600 700 800 900 1000 1100 0 5 10 15 20 25 30 35 40 45 50
t, °C T, MUH
Puc. 7. 3asucumocms yena cmMavusanus, Cmekia om Puc. 8. 3asucumocms yena cmayusanusi om epemeHu
memnepamypuvl Ha NOOJ0AHCKe KPEMHUS C NOKPbIMUEM evi0epoicku cmexaa npu memnepamype 1100 °C
SizNa Ha NOONIOJHCKE KPEeMHUSL
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T, MMH T, MMH
Puc. 9. 3asucumocms yena cmauusanus om epemeru Puc. 10. 3asucumocms yena cmavueanus om epemeHu
svideposcku cmexna npu memnepamype 1100 °C na 8vi0eporcku cmekna npu memnepamype 1100 °C
noonodicke kpemnusi ¢ nokpvimuem SiO Ha no0n0dicKke kpemHusi ¢ nokpuimuem SizNa

Ha pucynkax 11-13 noka3zanbl MUKPOCHUMKH CIIA€B CTEKJIA C ITOJIOKKAMHU.

20 pm

20/ pm 20 pm
High-vac. SEl PC-std. 15kV. Xx1000. 03,06,2023 036480 High-vac. SEI PC-std. 15kV x 1000 03,06.2023 036491 High-vac. SEl PC-std. 15kV x 1000 03,06,2023 036500

Puc. 11. Mukpocrnumoxk cnaa cmexna — Puc. 12. Muxkpocrhumox cnas cmekna  Puc. 13. Mukpocnumoxk cnas cmexna

€ NOOI0HCKOUL be3 NOKPbIMUsL, ¢ noonodckoit ¢ noxkpvimuem SiOz, ¢ no0nodcKol ¢ noxkpvimuem SizNa,
svioeparcannoti npu 1100 °C svioeparcannoti npu 1100 °C svioepacannoti npu 1100 °C
45 munym 35 munym 35 munym
3akirouenne

Crexno C40-1 cmauymBaeT TOJUIOKKY MOHOKPUCTaUIa KpeMHHUs 0e3  MOKpBITUSA
npu temrneparype 1100 °C u Bbimepxkke 45 MuHyT (Yroia cMaduMBaHUSI cocTaBiser 35°).
ITpu kpaTKOBpEMEHHOM HarpeBe pacTeKaHUe TOJbKO HAUMHACTCS.

[Moamoxka ¢ mokpeituem SiO2 He cmaunBaeTcs crekioM C40-1 (yron cmauuBanus 6omnee 90°).
Takoe OTCyTCTBHE B3aUMOJICHCTBUS CTEKJIa C JaHHOM MOJII0KKOMN, BEPOSATHO, CBA3aHO C MEVIEHHBIM
pacTBOpEHUEM MOKPHITHS B PaCIUIaBe CTEKJIA U 3HAYUTEIHHBIM YBEITMICHUEM €TI0 BA3KOCTH.

[MoasoxKy MOHOKpHUCTAITa KpeMHUS ¢ TIOKpbITHEM SisN4 crexino C40-1 HaunHaeT cMavnBaTh
NPY YBEITMYCHUH BPEMECHHU BBIICPIKKH (YroJl CMadyMBaHus yMeHbInaercs co 108° 1o 40°).

MUKPOCHUMKH CIIaeB CTEKJIA C TOJUI0KKAMHU BCEX TUIOB MOKa3aIl XUMHUYECKYIO HHEPTHOCTh
cTekina K mnojmoxke. Ha Bcex cHHUMKax HaOmOaroTCs YETKHE, POBHBIE, OECIOPUCTBIE H
Oe3neeKTHBIE TPaHMLBl pa3jiela «CTEKJIO-NOUIOKKa». DTO O3HAa4yaeT, YyTo CTEeKJIO He Oyxaer
pa3pymtIaTh MOUIOXKKY.
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The effect of experimental conditions on the selective photocatalytic oxidation
of 5-HMF by dark TiO2 obtained by pulsed laser ablation
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Abstract. In this paper, the effect of experimental conditions on the selective photocatalytic oxidation
of 5-hydroxymethylfurfural (5-HMF) with dark titanium dioxide obtained by pulsed laser ablation is
investigated. Namely, the effect of alkaline agents, atmospheric composition and pressure on the
selectivity of 5-HMF photooxidation. The highest selectivity of the process was achieved when using
sodium carbonate as an alkaline agent in an oxygen atmosphere at overpressure.

Key words: 5-hydroxymethylfurfural (5-HMF), dark titanium dioxide, photocatalysis.

Beenenne

Poct HaceneHus M yBelnMYeHHME MOTPEOJEHHMS YCKOPSAIOT PacXOJ0BaHME IOJIE3HBIX
HCKOIIAEMBIX, YTO MOJKET MPHUBECTH K SHEPTETUUYECKOMY KPU3HCY M YXYALICHHUIO IKOJOTHYECKOU
00CTaHOBKM Ha IUIaHeTe. B CBs3u ¢ 3TUM BHUMaHUE CMELIAeTcs Ha NepepadoTKy BO30OHOBISIEMbIX
pecypcoB, HarpuMep, 6rnomacchl. 13 conepskamuxcs B Onomacce ppyKTo3bl, TIFOKO3bI, IEJUTIOJI03bI
noiy4aroT S-rugpokcumetundypdypon (5-HMF), koTopslit sBisieTcsl yHUBEpCaIbHON MOJIEKYIOHN,
n3-3a HaM4Ug (PypaHOBOTO KOJIbIA, THAPOKCWIBHON M (POPMUIBHON TpymHm, KOTOPBIE MOKHO
OKHCIISATh, CHUHTE3UPYS PSS BOCTPEOOBAaHHBIX MONYNPOAYKTOB: 2,5-audopmundypan (DFF),
5-runpokcumernidypankapoornosyio  (HMFCA), 5-bopmundypankapoonosyto  (FFCA),
2,5-pypanaukapoonoByro (FDCA) xucnotel u ap. DFF — BaxHbI MOIYNPOAYKT B MOJTYYCHUH
JIEKapCTBEHHBIX MpPEnapaTroB, OMONOJMMEPOB Ha OCHOBE PypaHa, PYHIHIIMIOB TeTEPOLUKINYECKUX
muragioB. HMFCA u FFCA sBnsttoTCst BOXKHBIMM HOJTYIPOAYKTaAMU /ISl TOJyYeHUs] TETPaMEPHBIX
MaKpOIUKIMYECKINX AHTHOMOTHKOB, a Takke HHruOuTopamu wuHTepneiikuHa. FDCA sBnsercs
Hanboliee MEepPCIEKTUBHBIN MOMYNPOAYKT B CHHTe3e mommdTwieHpypanoata (PEF) — anamor
OCHOBHOT'O CBIPbsI JIISI TIPOM3BOJICTBA YIMAKOBOK mosmdTHieHTepedTatara (PET), HO mMmeroliero
uensiif psan npeumymiects. FDCA Ttakke paccMmarpuBaeTcsi B KayecTBE 3aMEHbl MOHOMEPOB,
MoJTy4aeMbIX W3 He(TH, M30(TaneBOi KHCIOTHI, aJIUNMHUHOBON KHCIIOTHI, STHTAPHOH KHCIIOTEHI,
6ucenona A B cuHTe3€ NOAMI(YUPOB, MOJIUAMHIOB U OJINYPETAHOB.

CenextuBHoe okucienue HMF MoXHO oOCyIIECTBIATh pPa3IMYHBIMH KaTaIUTUYECKUMU
METOJIaMH: TepMOKaTalln3 KaTajau3aropamu Ha ocHoBe Pt, Au, Pd u Ru, Ouokaramu3 ¢pepMeHTHBIME
KaTaJn3aToOpaMH, JJIEKTPOKATAIN3 Ha OCHOBE OJarOpOIHBIX MeTaUIoB. KakIplii M3 METOH0B
o0J1ajiaeT CyIIeCTBEHHBIMH HEJIOCTaTKaMU: 3arpsi3HEHUE OKpYXKaroIllel cpellbl 0TX0JaMH PeakLui,
BBICOKUM TOTPEOJICHHEM OJHEPTUH, BCIIEACTBHE HEOOXOJMMOCTH BBICOKMX TEMIEpaTyp W/Win
JaBJICHUH, BBICOKAs CTOMMOCTbH HM3TOTOBJIEHHUS KaTanu3aTopoB M 1ap. OAHMM U3 NEPCHEKTHUBHBIX
MeTos10B cenekTuBHOro okucineHuss HMF sapnsercs ¢otokaranuz (®PK), B Tom umcine uz-za
JOCTYITHOTO COJTHEYHOT'O CBETa B KaueCTBE MCTOYHHMKA PHEPTUH, a TAKXKE IMPOBEIEHUS PEaKLUU B
MSTKHUX YCIIOBHSX TIPU HU3KHX TeMIlepaTypax u naBieHusx [1]. JlaHHoe HampaBiieHHE HHTEHCHBHO
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pa3BHUBAETCS BCETO HECKOJBKO JIET. B KadecTBe MEpCIeKTHBHBIX KaTaIu3aTOPOB PACCMAaTPUBAIOTCS
MPOCThIE U CIJIOKHBIE TOJYIPOBOJHUKOBBIE OKCHJIbI, HUTPHUJI YIJIepoja, OKCUI rpadeHa,
KOMIIO3UTHBIE MaTepuasibl U Ap. OnHuM U3 3PQPEKTUBHBIX (POTOKATATU3ATOPOB CEIEKTUBHOTO
okuciaeauss HMF sBisiercs TiO2, KOTOpBI XMMHUYECKH CTOMKHM, CTaOMIIBHBIHN, 00/1aaeT BHICOKOM
KaTaJIMTUYECKOW aKTHBHOCTHIO, HMMEET Mallylo CTOMMOCTh. MoaudurnmpoBanue TiO2 Takke
IO3BOJISICT BAPhbHPOBATH MPOAYKTHI poTookucienus 5-HMF [2].

Opnnako npu @K BO3MOKHO NMpOTEKaHHE MOOOYHBIX PEAKIUN B PE3yIbTATE YETO MPOUCKXOIAUT
muHepaiauzanuss HMF u/uimu npoaykToB OKUCICHHS M3-3a HAKOIUICHHS CHIIbHBIX HECEJICKTHBHBIX
okuciaureneir h™ um -OH. Vmpasnenue >QQPEKTHBHOCTBIO M CEIEKTHBHOCTBIO MpOLECCa IPH
¢dotokaranuTueckom okucieHuu HMF aktyanbHas HaydHO-TeXHUYECKas 3ajaya.

Lenpto maHHOW PabOTHI SABIAETCS OMPEACTCHHE BIMAHUS YCIOBHHA (DOTOKATAIUTHYECKOTO
SKCIIEPUMEHTA Ha CeJIeKTUBHOE okuciieHue 5S-HMF B mpucyTcTBHM TUOKCHIA TUTAHA.

JKCNepUMEHTAIbHAS YaCTh

dotokaranuzatop — BbICOKOAC(DEKTHBIH «TeMHBIH» TiO2 OBUI TPUTOTOBIIEH METOJOM
UMITYJILCHOM J1a3epHO# aOssiiuu Metayuindeckord mumieHd Ti mapku BT1-0 (uucrora 99,5 %) B
JMCTHJUIMPOBAHHOW BoJe mpu Bo3zaeicTBuu chokycupoBanHbiM uznydenuem NA:YAG naszepa c
JUIMHOU BOJIHBI 1064 HM, JJIUTETBHOCTBIO UMITYJIbCA 7 HC, yacTOTOM umnyibcoB 20 I'u. [Toayyennbrit
KoyutouaHbI pactBop Ti_H>O BeicymmBamum Ha dYacoBOM cTekie mnpu Ttemmeparype 60 °C,
BBICYIICHHBIN TOPOIIOK OTXKHUTAIN B aTMocdepe Bozayxa mpu temmneparype 400°C.

DOTOKATATUTUYECKYIO PEAKIIMIO MTPOBOJIUIIN B KBAPIIEBOM CTaKaHE I0J] JACHUCTBUEM MSATKOTO
Y® wuznydeHus CBETOAMOAOB C JJIMHOM BOJIHBI 375 HM, NOJHOH ONTHUYECKOW MOIIHOCTHIO
2Br (18 MBT/cM?) mpu  BO3AYIIHOM  OXN@KAEHHM  PEAKTOpa A IIPeNOTBpAlICHHS
TepMo(oTOoKaTaNM3a U IMEepeMelIMBaHUU TMpPHU TMOMOIIM MarHuTHOM Memanku. OO6beM pacTBOpa
coctaBisi1 100 mu, 3arpyska 5S-HMF cocrasisiia 0,01 M (130 mr), karanuzaropa — 100 mr (1 /1),
mienounoro arenta 0,04 M. Ilepen ¢poTtokaTanu3oM peakiimOHHasi CMECh BbIACPKUBAIACH B TCUCHHE
1 Wac s NOCTHOKEHUsS ancopOIMOHHOrO paBHOBecus. [Ipu armochepHOM IaBICHHH pPacTBOP
NpoyBalcs Ia3oM CO CKOPOCTbIO MOTOKa 60 MI'MMH™, a NpH MCHONL30BAaHUU H30BITOYHOTO
JaBieHus: TpoayBku He Obl10. DoTookucienne HMF npoBoaniu B TeueHue § 4acoB M KaxKIbie
2yaca OTOMpand anuKBOTY OO0BEMOM 2 M, KOTOPYH LEHTPU(PYTUPOBAIM ISl yAaJICHUS
KataiuzaTopa. PacTBop  aHaIM3UPOBAIM  METOJOM  BBICOKOA((EKTUBHOW  KHUIKOCTHOM
xpomarorpadun (B2XKX).

PesyibTaTsl

Pesynbratel cenektuBHOro Qotookucienuss HMF temubiM TiO2 B pa3muyHBIX YCIOBHUSIX
npencrasiens! B Tabmune 1. Jlo6aBka NaHCO3 u Na,COs npuBogut k ysenuuenue pH cpenst u
yBenunuuBaeT koHBepcuto HMF u cenexktuBHocTs Mo FFCA, omHako mpu ucnonb3oBanun NaOH
KOHBEpCUS TaJaeT, OCHOBHBIM HpOAyKTOM (otookuciaeHnus craHoButcss HMFCA. Ilpu
ucnosb3oBannu NaOH takke 3¢ (heKTHBHO MPOTEKAIOT OOOYHBIC HEPOTOKATATUTUICCKUE PEAKITHH.
Jlyamast cenexktuBHOCTh U KoHBepcus HMF naGmonaercs B mpucyrctBun NaxCOs, mostomy
JabHEeHIIe CCIeIOBaHNs POBOAMIIN C HUM. Vcrob30BaHHE KUCIOPOAa BMECTO aTMOC(EpPHOTO
BO3/yXa HE3HAUUTEJIIbHO YMEHbIIAeT KOHBEPCHIO CyOCTpara, HO YBEIMYUBACT CEJIEKTUBHOCTH
okucienns 10 FFCA (pucyHok 1), co3manue W30BITOYHOTO JIaBJICHHS ra3a B CUCTEME NMPUBOJHT K
nanbHenIemMy yBenndeHuro cenektuBHocTH okucneHuss HMF no FFCA. CenexktuBHOCTh nocTUrana
30 % npu kouBepcuu 35,9 %.

Jlist yCTaHOBJICHHUS BIMSHUS MOJIEKYJISIPHOTO KHUCIOpOAa B mporecce (GOTOKATATUTHYECKOTO
okuciennss HMF Obutn nposenens! omnbiTel B atmocdepe N2 u Ar. Kousepcuss HMF B unHepTHOIM
cpene pe3ko magaer — menee 10 % mpu cenekTUBHOCTH OKosio 20 %, a OCHOBHBIM HPOJYKTOM
peakmmu cranoButcs HMFCA. JlaHHBIN pe3ynbTaT CBHIECTEIHCTBYET O TOMUHHUPYIOIIEM BKIAJE B
¢dorookucienne HMF aktuBHbIX hopm Oo.
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Tabnuya 1
Pezynomamor pomooxucnenus 5-HMF memnvim TiO2 3a 8 uacos
. IIpooyxm
Ne L]enounou Ammocepa [laenenue, Konsepcus DEE | HMECA I FECA
azenm amm. HMF, %
Cenexmuenocmo, %
1 - Bozayx 1 31,0 9,7 04 15
2 NaHCOs Bozayx 1 41,3 4,8 2,7 7,8
3 Na,CO3 Boszayx 1 44,6 2,0 3,5 13,1
4 NaOH Bozayx 1 30,5 0,7 10,5 1,8
5 Na,CO3 Bozayx 3 41,7 3,0 4,3 18,8
6 Na,COs O, 1 41,8 2,5 3,7 17,4
7 Na,CO3 0O, 3 36,7 2,4 3,9 24,4
8 Na,CO3 N2 1 7,6 0,5 20,4 0,7
9 Na,COs Ar 1 9,4 0,5 18,5 0,6
10 - Ar 1 4,3 0,8 16,9 0,1
100
a v
@ -
S — g
o ND
E 80+
<
=
S70+
=
5
O
60
50 : | . .

0 2 4 6 8 0 é -/'3 (‘) é
Bpewms, u Bpewms, 4
Puc. 1. ®omoxamanumuueckoe oxucnenue HMF ¢ 6o30yxe (a)
u Oz (6) npu 1 amm. 6 npucymemeuu NaCOsz, ND — ne uoenmuguyuposanmoie npooyxmot

3akirouenue

B pesynbraTe nmpoBeneHHbBIX UccienoBaHuii mo ¢porookuciaenuto 5-HMF temubiv TiO2 ObL10
YCTAQHOBJICHO, YTO M3MEHEHUe PH M HaCBIIIEHHOCTH KHCIOPOJOM PEaKIMOHHOW Cpesibl MOYKHO
U3MEHSTh, OCHOBHOM NPOAYKT peakuuu, TIyOuHy Hu 3(QQPEeKTUBHOCTH Mpolecca OKUCICHHUS.
Hcnonb3oBanue Oz BMECTO BO3/lyXa IPUBOAUT K HE3HAUUTEIbHOMY YMEHbIIeHHI0 KouBepcun HMF,
HO YBEIMYMBAET CEJIEKTUBHOCTh Ipollecca OKHCIeHHUs. Takoil ke pe3yiapTaT JaeT CO3JaHHe
M30BITOYHOTO JaBJIEHHs ra3a B peakIMOHHOHN cucteme. OJHAKO OCTaeTCsl HepelleHHOU Mmpobiema
MIPOTEKAHUS MPOLIECCOB, 3HAYUTEIIPHO YMEHBIIAIOUIUX O0IIYI0 celeKTUBHOCTh okuciaeHuss HMF o
BaXXKHBIX MOJIYNPOIYKTOB, B YaCTHOCTHU (pOTOpacajja HCXOAHON MOJIEKYJIbI C pa3pbIBOM (PypaHOBOIO
KOJIblIa U TaJibHEeWIel MuHepann3anuei. JlanpHeiias padota OyeT HanpaBJieHa Ha UCCIIEI0BAHNE
BJIMSIHUS SHEPTUU KBAHTA OOJIyJaloIero cBeTa U MoJuHUIMpoBaHue (poToKaTanuszaropa.

Pabomer evinonnena npu ¢punarcosoti noodepaicke PH® (I'panm Nel9-73-30026-11).
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Surface functionalization of polylactide-based fibrous scaffolds:
comparison of two types of plasma treatment
A.G. Korzhova, O.A. Laput
Scientific Supervisor: Assoc. Prof., Dr. lLA. Kurzina
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: korzhoval7@gmail.com

Abstract. The influence of two plasma modification methods (arc discharge in a nitrogen atmosphere and
glow discharge in an atmosphere of argon, air and diethylamine) on the surface properties of scaffolds
based on polylactic acid was investigated. It has been shown that treatment in a nitrogen atmosphere
promotes the grafting of more nitrogen atoms and the formation of a more hydrophilic surface, but the
number of groups containing a —C—N bond is greater when using diethylamine.

Key words: polylactic acid, surface modification, plasma, arc discharge, glow discharge.

Beenenue

[omunaxtun (IU]) siBisieTcst mepCneKTUBHBIM I MEULIMHBI OMOJeTpaAUPYEMbIM MTOTHUMEPOM,
KOTOPBI, OJarogapsi CBOSH TepPMOIUIACTUYHOCTH, TOIXOJHUT ISl TIPOM3BOACTBA M3ACIUN Pa3INIHBIX
¢bopM U sBISETCSA JOCTATOUYHO OMOCOBMECTUMBIM, YTOOBI HE BBI3bIBATh OCTPOro BocnayieHus. OmHako,
W3JIENMST U3 JTAHHOTO MOoJIMMepa o0afaroT ruapo(oOHO MOBEPXHOCTHIO, YTO, TIPU HEOOXOIAUMOCTH
B3aHMOJICUCTBUS C KUBBIMU KIJICTKaMH, SBJISIETCS HEraTUBHBIM (DaKTOPOM, HApsy C OTCYTCTBHUEM
crierpuueckux moispHeiXx rpynn [1]. Kak crmenctBue, HaOmogaeTcs HU3Kas aare3ds KIETOK K
Marepuaity, a TakKe IMOBBIIIACTCS PUCK BO3ZHHMKHOBEHMS BOCHAJICHUS B MECTE€ KOHTAaKTa IOJMMeEpa C
TKaHAMH. JIJIs1 IpeojoieHust 3TOH TPOOJIeMbl MTPUMEHNUMBI METO/BI YHEPreTHUECKOTO BO3JICHCTBUSI.
[Tna3mMeHHoe MOIU(UIIMPOBAHKE TO3BOJISET CO3/1aTh HA IOBEPXHOCTH MOJMMEPHOIO Marepuaia
(YHKIIMOHAITBHBIE TPYIIITBI, COCTaB KOTOPBIX 3aBUCHT OT COCTaBa I1a3Moo0pasyrolero rasa. M3sectHo,
YTO HAIMYME HA TOBEPXHOCTH MOJMMEPOB AMUHOTPYMIl CIHOCOOCTBYET aJre3uy KIETOK 3a Cyer
TIOJIOKUTENIFHBIX 3apsiIOB, KOTOPBIE MOTYT B3aWMOJICHCTBOBATh C OTPHIATENHHO 3apsDKESHHBIMH
OenkoBbiME Mosiekynamu [2]. Kpome Toro, mossipHble aMHUHOTPYIIBI CIIOCOOCTBYIOT CHIKECHHUIO
KpaeBoOro yriia CMauMBaHUs TMOBEPXHOCTH MaTepHalia BOIHBIMH CpEllaMH, TEM CaMbIM IIOBBIIIAs €€
rUApoGUIBHOCT. B OCHOBHOM I8 CO3JaHUSl  a30TCOAEPIKALMX TPYII HCHONB3YIOT —a30T,
a30TcoZieprKallMe rasbl (aMMHaK, BO3IYX), HpPeKypcopbl (auwiamuH, audTWiaMuH). [Ipu stom
HaOJII01aeTCsl 3HAYUTENBHOE Pa3IMYMe KaK MO KOJMYECTBY MPHBUTHIX XMMHUYECKUX TPYMI, TaK U MO
(YHKIIMOHATLHBIM CBOMCTBaM MaTepuaina. Llenb maHHoi paOoThI 3aKITFOYACTCSI B CPABHEHUH BIUSHHUS
Ha XMMHYECKMH COCTaB M CMayMBaE€MOCTb ITOBEPXHOCTH TOJMJIAKTUAHBIX MaTE€PUaJIOB ILIA3MBbI,
cozieprkalieill a30T B CBOOOJHOM COCTOSHMHM (IU1a3Ma a3oTa) M B BHUJE IpeKypcopa (Iia3Ma cocTaBa
aproH/BO3/yX C J00aBICHUEM MAPOB JUITUIAMHHA).

JKCNePpUMEHTAIbHAS YaCTh

MaTepI/IaJ'IBI Ha OCHOBC ITOJIMJIaAKTHU A ObLIH MOJIYYCHBI paHEC C UCIIOJIb30BAHUEM TEXHOJIOTHHU
ANEKTPOCTIMHHUHTA. B miepBoM ciiydae 00pabOTKy MOBEPXHOCTH MATEpPUANIOB IIa3MOM TyroBOTO
paspsama B arMmochepe azora ocymectBismin Ha ycraHoBke KOMIIUIEKC ¢ momomipio

Poccus, Tomck, 2326 anpens 2024 1. Towm 2. Xumus



XXI MEXJIYHAPOIHA S KOH®EPEHIMA CTYJEHTOB, ACITMPAHTOB U MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHIAMEHTAJIBHBIX HAVK»

132

mazmoreneparopa [IMHK. Tok pa3psaa coctaBimsut 5 A, Tok Hakana 120 A, MOIIHOCTB paspsizia
250 BT, Bpemst o6paboTku 5, 10 MUHYT, pacCTOSTHUE OT BBIXOAHOTO OTBEPCTHS TLIa3MOT€HEpaTopa
no obpasuna 150 mm [3]. Bo BropoMm ciydae mis (DYHKIIMOHATU3AIWK TIOBEPXHOCTH 0OpPa3IoB
WCIOJIb30BAJIHM TICIOIIMH pa3psill, TeHEPUPYEMbIi B ra30pa3psiiHOil cucTeMe U3 JIBYX KOaKCHalIbHO
PAcCIIONIOKEHHBIX TOJIBIX 3JIEKTPOJOB M CTEKISIHHOM TPYOKH ¢ OOKOBBIM OTBOZOM, ONHMCAHHOW B
pabote [4]. Uepe3 kaToa B CHCTEMY MOJAaBajid CMECh aproHa M BO3jyxa, yepe3 OOKOBOW OTBOJ B
00JIaCTh MOJOKHUTEIHHOTO TUIA3MEHHOTO CTOJI0a MHKEKTUPOBAIKCH Maphl AU3THIaMUHa. CKOPOCTH
pacxoja aproHa, BO3AyXa M JMATHIAMHHA COCTAaBIIAIM COOTBETCTBeHHO 130 cv’/mmH, 7 cM®/MuH,
0,7 cm®/mun. Cpemnuii Tok paspsaa coctapisn 40 MA, HanpskeHue roperus paspaaa 400 B, spems
00pabOTKH 5 MUHYT, PAacCTOSHHUE OT BBIXOJHOIO OTBEPCTHs IJIA3MOXHMHUYECKOTO peakTopa 10
obpasma 20 Mm.

DNEeMEHTHBI COCTaB M XHMHUYECKOE€ COCTOSHME AaTOMOB Ha TOBEPXHOCTH 00pa3loB
MCCIIEIOBANIN C TIOMOIIBIO0 PEHTICHOBCKOM (POTOIIEKTPOHHOMN CcrieKTpockonuu Ha nmpudope Thermo
Scientific K-Alpha Nexsa ¢ MOHOXpOMAaTH3UPOBAaHHBIM MCTOYHHKOM PEHTI'€HOBCKOTO HM3JyYCHUS
Al K Alpha npu 1486,6 »B. Marematuueckyro 00paOOTKy CHTrHajla OCYIICCTBISUIA C
ucnons3oBanueM [10 CasaXPS. Jlnsg u3yuyeHus: XUMHUYECKOTO OKPY>KEHHUSI aTOMOB Ha IMOBEPXHOCTH
0o0pa3noB ObUTa MPOBEACHA ICKOHBOJIOLHUS CIEKTPOB BBICOKOTO paspemieHus. CMaynBaeMOCTh
MOBEPXHOCTH OOpa3lOB OLIEHWBAIM MOCPEACTBOM M3MEPEHUS KpaeBOro yriia CMauyuBaHUs
KOHTaKTHBIMM JKUIKOCTSAMHU (BOJA, TJIMLEPHUH) METOJOM JiexKallell Kamiu Ha ycraHoBke EasyDrop
(KRUSS, I'epmanus) ¢ ucnonszoanueM [10 DSATL.

PesyabraTsl

CornacHo JaHHBIM PEHTICHOBCKOH (DOTORIEKTPOHHOHN CIIEKTPOCKOIMH, UCXOIHBIA 00pa3er]
XapaKTepU3yeTCsi HAIMYHEM B CIEKTpe JABYX (DOTOIICKTPOHHBIX IHUKOB, COOTBETCTBYIOILIMX
obomouke C1S ¢ sHeprueit cBs3u =~ 286 3B u obomouke OIS (= 533 3B). Jlns oOpa3moB c
MOJUGUIIMPOBAHHON TOBEPXHOCTHIO B CIEKTpax HAOJIOJAETCS HOBBIM CHTHAJl C DHEPrUeil CBS3H
~ 400 3B, coorBerctByromuii azoty N1S. Ilpu obpabotke mosepxHoctu [1JI 1urasmoii myroBoro
paspsna B atrmocgepe azora B TeueHHe 10 MMH cojepKaHH€ aTOMapHOIO a30Ta COCTABMIIO
25,2 at. %, B Teuenue S muH — 21,9 ar. %. [Ipu 0OpaboTke MIa3Moil TIEIOMIETO pa3psaa cOcTaBa
aproH/BO3IYX/AUATUIIAMUH Ha MOBEPXHOCTH 0OHapyxeHo 11,5 ar. % a3ota (puc. 1).

Ols Nls Cls Ols Nls Cls

[1J1 + nnazma N
10 MuH. )

[ + nna3ma
Ar/soznyx/JIDA

[1JI + nna3ma N:

Hucno uMnynbLCcoB/c, OTH.€/1.
Hucio UMNynscoB/c, OTH.€/1.

5 MHH, J W A
[1J1 I
900 800 700 600 500 400 300 200 100 900 800 700 600 500 400 300 200 100
Oueprus cpasu, 5B DHeprus ceazm, 2B
a) 0)

Puc. 1. Ob30opnvle cnexmpbl nosepxnocmu 0opasyos 00 u nocie MOOUPUYUPOBAHUs a) NAAZMOU 0Y208020 pa3paodd
6 ammocghepe azoma, 6) niazMol MieWe2o paspsaod 6 ammocpepe apeoua, 8030yxXa U OUIMUIAMUHA

Ha ocHOBaHMM JE€KOHBOJIOLIUU CIICKTPOB BBICOKOT'O pa3pClICHUSA, MPCAIIOIOKCHO, YTO Ha

MOBEPXHOCTH 00pPa3IoB O0Pa3yIOTCS aMHHOTPYIIBI W aMHIHBIC TPYIIIBI, XapaKTePH3YIOIIHECs
cBs3bto —C—N. Paccunrtannas nons csizu —C—N cocraBuia 15,2 % ans oOpasna, o6paboTaHHOTO
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ma3Moil azota B TeueHue S5 muHyT; 13,5 % mis oOpabOTaHHOTrO IMIa3MON a30Ta B TEUYCHHE
10 munyT u 21,5 % nns oOpasua, oOpabOTaHHOTO IUIa3MOW COCTaBa aproH/BO3AYX/IHUATHIIAMUH.
Bonbmas mons cBsizu —C—N B mocneaHem cirydae, MpeanoioKUTeIbHO, CBsi3aHa ¢ (GOpMHUPOBAHHEM
Ha MMOBEPXHOCTH 00pasiia ciiosi, CoJIePKaIIero CMECh MAaKpOMOJICKYJI, IPOU3BOIHBIX TUATUIIAMHUHA.
[Tocrme mmazMeHHOW 00pabOTKM MOBEPXHOCTH OOPa3IOB OBLIO OOHAPYKEHO 3HAYUTEIHHOE
CHIDKCHHE KpaeBOro yrjia CMaddBaHWs i1 OOCMX KOHTAKTHBIX JKHAKOocTed (puc. 2).
J{ns ucxoaHOTO Matepualia 3Ha4YeHUsl yriioB cocTaBiisuid 121,2° ¢ Bogoi u 122,7° ¢ rauuepuHoMm.
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Puc. 2. Cmauusaemocmo nOBEPXHOCMU NOJIUMEPHBLX Mamepualos 00 U nocie NIA3MeHH020 MO()M(Z)ML;MPOBGHI/I}I

Hcnonb30BaHrue TUTa3MBI COCTaBa aPTrOH/BO3MYX/IUATHIAMHUH TIO3BOJWIO CHHU3UTh 3HAYCHHS
KpaeBbIX YIJIOB cMauyuBaHus A0 56,3° miug Boxabl U 66,2° nns rnunepuHa. beuio mokaszaHo, yTo
NPUMEHEHHE TYroBOTO paspsjia B aTMocdepe a3zoTa okaspiBaeT Ooisiee 3pPeKTHBHOE BO3ACHCTBHE
Ha M3MEHEHUE CMaYMBAaEMOCTH MOJMIAKTHIHBIX MAaTEPUAIIOB, YTO XapaKTEPU3YETCs 3HAUCHUSIMHU
KpaeBbIX yrioB cmaumBanus 19,7° u 23,6° (s oOpasma, 0OpadOTaHHOTO B TEUCHHE 5 MHUHYT) H
15,4° u 22,4° (nns o6pasiua, oopadbotanHoro B Teuenue 10 MUHyT).

3akirouenue

VYcTaHOBIEHO, YTO B pe3yJsibTaTe IMJIa3MEeHHONW 00paOOTKM Ha MOBEPXHOCTH IMOJIMIAKTHIHBIX
MaTepHaaoB (GOpPMHUPYIOTCS XMMUYECKHUE CBSA3U C a30TOM, aTOMHOE COZEp)KaHHE KOTOPBIX 3aBUCUT
OT croco0a MO)II/I(bI/IHI/IpOBaHI/Iﬂ 1 onpeacsi€T CTCICHDb ITOBBIIIICHH A FI/II[pO(l)I/IJII)HOCTI/I ITOBCPXHOCTH.
ITokazaHo, 4To MOAM(UIMPOBAHHE AYTOBBIM pa3psiioM B aTMocdepe a3oTa MO3BOJSET MOIYyYUTh
MaTepHalibl C HanOoJiee BLICOKUM MMOKA3aTeIeM CMauYiBaeMOCTH MOJIAPHBIMHA KXKUAKOCTAMMU.

Hccneoosanue  gvinonneno  npu  noooepcke — Ilpocpammul  passumus — Tomckozo
2ocyoapcmeennoo ynusepcumema (Ipuopumem-2030).
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Optical and photocatalytic properties of bismuth silicates obtained by laser synthesis
at non-stoichiometric ratio of Bi-Si
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Abstract. In the present work, composite particles based on bismuth and silicon with a
nonstoichiometric Bi:Si ratio of 6:1 were obtained by laser ablation in water with additional laser
irradiation. Composition, optical and photocatalytic properties of the obtained materials were
investigated in comparison with bismuth silicates Bi»SiOs and Bi12SiO2. The composite particles
show better photocatalytic activity in the decomposition of Rhodamine B under LED irradiation
with A = 375 nm than monophasic bismuth silicates.

Key words: bismuth silicates, laser ablation, photocatalysis.

BBenenne

Ha ceroassiiinuii AeHb 3arpsi3HEHNE TPUPOJIHBIX BOJAOEMOB OPraHMYECKUMU COEIMHEHUSIMU
U3 CTOKOB IPOMBIIIJICHHBIX MPOU3BOJICTB SIBJISAETCS Cepbe3HOM MpoOieMoil Juist skosoruu. OJHUM
3 2(QQEKTUBHBIX U TEPCHEKTUBHBIX pEIIEHUN MJaHHOW MpoOieMbl sBIseTcss (OTOKATaIU3 C
HCIIOJIb30BAHUEM  TIOJYNPOBOJHUKOBBIX  KaTalM3aTOpPOB  JJISl  PA3JIOKEHUS  OPraHUYECKUX
3arpsizHuTened. I[lepcriekTMBHBIME — (DOTOKATaIM3aTOpaMy JUIsl TaKUX IPOLIECCOB  SBISIOTCA
cuwinkaTel BucMyTta [1]. Crexuomerprueckue nonynpoBoaauku Bi2SiOs u Bi12SiOzo u3-3a ObicTpoit
pEeKOMOMHALIMN 3apsA0B MMEIOT OTHOCHTEIBHO HEBBICOKYIO (POTOKATATMTUYECKYH0 AKTHBHOCTD.
JlaHHyt0 TpoOjeMy MOXKHO pEIIUTh MyTeM OOBEIMHEHHMS HECKOJIBKHMX MOJYMPOBOJHUKOB IS
MOAU(DUIIMPOBAHUS 30HHOM CTPYKTYpPBI M CO3JaHUSI T€TEpPONepexonoB s Oosee 3(h(eKTUBHOTO
pas3zieneHus 3apsAoB U yBEIUYEHUs BpeMeHHM pekoMOuHarmu. OgHUM U3 3PPEeKTUBHBIX METOJIOB
MOJIYYEHHUSl Pa3IMUHbIX HAHOCTPYKTYp JUIsl (POTOKATaIM3a SIBJISETCS METOJ UMITYJIbCHOM Jla3epHOM
abmsimuu (MJIA) B KMIKOCTH, KOTOPBIM 3aKJIHOYaeTcsi BO B3PHIBHOM HCIApeHMM MaTepuana ¢
MOBEPXHOCTH MUIIEHU MPHU BO3JEHCTBUU MOIIHOTO HMMITYJIBCHOTO JIa3epHOro u3inydeHus. Kpome
TOT0, MO’KHO BO3JIEHCTBOBATh JIA3EPHBIM HU3JIyUEHUEM HENOCPEACTBEHHO Ha KOJUIOMAHBIN pacTBop,
TEM CaMbIM CTHUMYJIMPYS B3aUMOJECHCTBHE MEXIYy YacTULAMU pa3IMYHBIX MaTepuaioB H
00pa3oBaHME CIIOKHBIX OKCUIOB MJIH KOMITO3UTHBIX 4acTull [2].

Lenbto naHHOM paOOTHI SABISETCS Ja3epHBI CHHTE3 KOMIIO3UTOB HAa OCHOBE BHCMYTa U
KPEMHUS NPU UX HECTEXMOMETPUYECKOM COOTHOILEHUH, MCCIENOBAHUE MX COCTaBa, ONTHYECKUX
CBOMCTB, a Takke (POTOKATAIUTUYECKON aKTUBHOCTH MpH pasznoxennu Ponamuna b.

JKCNEepUMEHTAIbHASA YaCTh

W3HavanbHO MONyyYanu WHAUMBUIyaAJbHBbIE KOJJIOMAHBIE pacTBOpel ¢ mnomouso MIIA
mutreneit Bi (99,5 %) u Si (99,99 %) B auctmimpoBanHO# Bojae ¢ ucrnonb3oBanuem Nd:YAG
nazepa (1064 um, 20 T'm, 7 HC), 3aTe€M KOJJIOWUIBI CMEIIMBAIUCH M JTOTIOJHUTEIHLHO OOIYyYaIHCh
nazepoMm. Meroauka cuHTe3a npuBezeHa B [1]. [lonyueHHbIe TOPONIKU OTXKHUTATUCh B My(eTbHOM
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neun. B pesynbrare ObuT mONydYeH psg 00pas3ioB npu cootHomeHnu Bi:Si = 6:1. [lns cpaBHeHUs
HCIOJIb30BAJIMCh QHAJIOTMYHO TOJYYEHHbIE CHJIMKAThl BUCMYTa B CTE€XHOMETPHYECKOM ATOMHOM
cootrotenuu Bi:Si = 2:1 s BipSiOs u Bi:Si = 12:1 mist Bi12SiOao.

[Tonyuennbie oOpa3ibl OBLIM WCCIIENOBaHBI METOAaMH peHTreHoda3oBoro aHanmm3a (PDA),
nnopakpacuoit (UK) cnekrpockonuei, ciekrpockonueit nugdysnoro orpaxenus (CHO).

doTrokaTanuTUYeCKass aKTUBHOCTb O0Opa3lOB OLEHUBAJIach IPH Pa3NIOKEHUU KpacUTess
Ponamuna b ¢ xonnentpanmeit 5 x 10° M. JIns storo B XuMMuueckuii cTakaH momemany 15 mr
uccaeayemoro ¢otokaranuzaropa u 30 mu pactBopa Pomammnaa b. Cucremy mnepemenuBaiu B
TEMHOTE B TeueHue | gaca Jjisi JOCTHKEHUSI COPOIIMOHHOTO paBHOBecHs, a 3aTeM obmyudanu LED c
A = 375 um. Ilo cmekTpaM TOTJIOMICHHUsS] PacTBOpa OMNpeNesuM KoHIeHTpanuio Pomamubua b B
TEYEHHUE BCEro SKCIEPUMEHTA.

Pe3yabTaTsl

Meronom PDA Ob11 ycTaHOBIEH (ha30BbIid COCTaB 0OPA3IIOB, Pe3y/IbTAaThI PECTABIICHBI B TabMIIe 1.
B ucxomHom ooOpasiie Bi:Si=6:1-hv 6e3 omkura mocje ja3epHOro oOMydeHHs] MeTauTueckoro Bi we
HaOmoaetcs, Ho dopmupyrotest haspl Bi(CO3)O2 u mBe daspl crmikaroB BucMyTa BioSiOs u BipSiOz.
Temmeparypusiii omxur ipu 400 °C nprBoaUT K (OPMHUPOBAHHIO U3 KapOOHATa BUCMYTHIIA OKCH/IA BUCMYTa
B-Bi203, pu 500 °C octarorcst TosbKo 11Be (asbl BizSiOs u BioSiOzo.

Tabnuya 1
Xapaxmepucmuru 06pasyos
®da3oBEIi cocTas, Macc. % Iupuna Koncranra
Ob6pa3zery Bi 3anpenieHHon CKOPOCTH
Bi,(CO3)0; | B-Bi20s | BizSiOs | Bi12SiOz 30HEI, 3B pEaKIuu, MUH*
MeTall
Bi:Si = 2:1-hv-600 - - - 98 2 3,7 (Bi2SiOs) 0,009
Bi:Si = 6:1-hv — 52 - 25 23 3,6 (Bi12SiO20) 0,030
Bi:Si = 6:1-hv-400 - - 73 27 - 2,3 (B-Bi203) 0,013
Bi:Si = 6:1-hv-500 — - - 27 73 3,2 (Bi12SiO20) 0,104
Bi:Si = 12:1-hv-600 - - - 2 98 3,1 (Bi12SiO20) 0,023

HNannsie UK cnextpockonuu coriacytorcs ¢ pesyiapratamu POA (pucyHok la). B cnektpe He
OTOOKEHHOTO 06pa3ia HabmoaaroTes Konebanus nona COs®” B coenunenun Bi(CO3)O; B 06mactn
~1300-1500 cm™ . BeccrpykTypHsle mosockl 10 650 cm™ mpuHamnexar xonebanmam cesasu Bi-O.
ITocne TemneparypHoro omxura npu 500 °C B UK cnektpax oOpa3oB NpUCYTCTBYIOT KoJeOaHus,
orHOcsamuecs kak k Bi2SiOs, Tak u k Bi12SiO2.

Ha pucynke 16 mpencranensl crektpel F(R), momydennsie w3 CJIO mpeoOpa3oBanuem
¢dbynkuuert KyOenku-Mynka. CrnexTpsl Bcex o00pas3llioB HMEIOT Kpaid TOJIOCHI TOTJIOIICHHS,
XapaKTepHBIA IS MOJYNPOBOAHUKOBBIX MaTepuanoB. lllupokoe miedo no 500 HM y oOpasna,
orosxxennoro npu 400 °C, xapaktepHo st B-Bi2Os. Tlormomenne oopasios Bi:Si = 2:1-hv-600 u
Bi:Si = 12:1-hv-600 cootBerctByer Bi2SiOs m Bi12SiO20. Kpait momocer mormomenus o0Opasna
HEeCTeXHOMETpHUeckoro cooTHomenus Bi:Si=6:1-hv-500, cocrosimiero u3 000MX CHIIMKATOB
BUCMYTa, Onm3ok K oOpasmy Bi:Si=12:1-hv-600. Pacuer mmupHHBI 3ampenieHHONH 30HBI ObLT
poBeieH MeTooM pou3BoaHBIX (DASF), pe3yabTarsl npeacTaBicHbl B Taduie 1. 3HaUCHUS IS
CTEXHMOMETPUYECKUX CUIMKATOB BUCMYTa COIJIACYIOTCS C IUTEPATYPHBIMU JAHHBIMU.

Ha pucynke 2a npezcraBieH TUIIUYHBIN criekTp ¢oTopaznoxenus Pogamuna b B npucyrctBun
¢dorokaraimzaropa  Bi:Si =6:1-hv-500. Co BpemeHeM O0O0ny4eHHs, KpOME YMEHBLICHHS
WHTEHCHBHOCTH TIOTJIOIICHUS, TIPOUCXOTUT TUIICOXPOMHBIN CABHT MakCHMyMa Imojiockl Pogamuna b,
KOTOpBI cBsi3aH ¢ oOpasoBanueM N-mestunupoBaHHoro mnpoaykra Pomamuua 110. KoncranTtsl
CKOPOCTH PA3JIOKEHHsT KpacHTeNss OBbUIM PACCYMTAHBl HAa OCHOBAaHWM CIIEKTPOB B MaKCHMyMe
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nornouieHus: Ponamuna b ipu 553 um (Ttabnuua 1). Ha pucynke 26 npeacraBlieHbl KHHETUYECKUE
KpUBBIC pa3iokeHus s PomammHa B B TPUCYTCTBHHM — Pa3sNUYHBIX — KaTaJIM3aTOPOB.
doTokaranuTUUYECKas aKTHBHOCTh KOMITO3UTHOTrO oOpasia Bi:Si=6:1-hv-500, cocrosiiero u3s
JBYX CHJIMKATOB BHUCMYTa, 3HAYHMTEIBHO BBINIC AKTUBHOCTH CTEXMOMETPHUYECKHX CHIIMKATOB
Bucmyta BixSiOs u BiSiOz, uto cBsizaHo ¢ ¢opmupoBanuem rereporepexona |l tuma
Bi2SiOs/Bi12Si0x0.

136
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3aki0ueHue

B pabore merogom WJIA B BOAe C JONOJHHUTEIBHBIM JIa3epHBIM OOJIy4YEHHEM U
MOCTIETYIOIIUM TEMITEPATyPHBIM OTXKHTOM TOPOIIKOB OBLI CHHTE3UPOBAaH KOMITO3UTHBIN oOpaserl,
cocrosimuii 3 aByx cuiukaroB Bucmyta BixSiOs m Bi2SiOz. Crpykrypa marepuana Obuia
noareepxkaeHa POA u UK cnekrpockonueit. CrnekTpsl mnorjomieHuss Y ®-uauMon o001acTu
CIIEKTpa COOTBETCTBYIOT MOJYHPOBOJHUKOBBIM YAcCTHLIaM C JAaHHBIMH (a3amMH. DKCIEPUMEHT
MoKa3aJl, YTo MaTepuall, MOJYyYEHHbI NpU CHHTE3€ W3 HECTEXMOMETPUUYECKOIO COOTHOILICHMS
Bi:Si = 6:1 u oOpa3yromuii KOMIO3UTHBIC YacTUIBI M3 CHIMKATOB BHCcMyTa Bi2SiOs/Bi2SiO2
o0nasaeT TydmuMu (HOTOKATATUTHYECKMMHU CBOWCTBaMH, yeM MoHOda3Hbie Bi2SiOs u Bi12SiOzo,
YTO CBsI3aHO ¢ popMupoBaHueM rerepornepexona Il tuna.
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of 5-Hydroxymethylfurfural
M.A. Krainyukova
Scientific Supervisor: Ph.D., E.D. Fakhrutdinova
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: krainyukovamarial605@gmail.com

Abstract. The work is devoted to the study of the mechanisms of photocatalytic selective oxidation of
5-hydroxymethylfurfural (5-HMF), the main product of biomass conversion. The study is aimed at
identifying the influence of the role of photogenerated radicals and other active particles on
conversion and selectivity using the “scavenger method”. It was found that photogenerated
superoxide radicals and singlet oxygen are the main driving force behind the conversion of 5-HMF,
but excess *O>" leads to the destruction of the furan ring. Selectivity increases with direct interaction
of photogenerated h* with 5-HMF.

Key words: 5-HMF, photocatalytic oxidation, scavengers

Beenenne

Ha ceronnsmHuii 1eHb OMoMacca NpHUBIEKAET OrPOMHOE BHHMaHHE Kak BO300HOBIIsIEMOE
YIJIEpOAHOE ChIpb€ W yCTOHYMBAs aibTepHaTHBa HEPTIHBIM pecypcaMm. OcoOblii HMHTEpec
npencraBisier co0oi mepepaboTka JUTHONEII0N03bl  [1], KoTOpas mnpu pa3ioKeHHUH JaeT
MHOXKECTBO TOJIE3HBIX TPOJIYKTOB, B TOM 4HCIE S-eudpoxcomemungypgypor (IM®D). [2].
C ucnonb3oBaHueM (POTOKATATUTUYECKUX TMpoLEeccoB (OKcuieHus, ruapupoBanus) I'M® moxkHO
n30upaTenbHO MPEeBpaIlaTh B Psii MHOTO(YHKIIMOHAIBHBIX (DypaHOBBIX MPOJIYKTOB C J00aBIEHHON
CTOUMOCTBIO: Oumemungpypan (JAM®P), ucrnonb3yemblii Kak BBICOKOIHEPI€THYECKOE TOILIMBO;
JIEBYJIMHOBYIO KHUCIIOTY, CUUTAIOIIYIOCS JICUIEBHIM XHUMHYECKHM CBHIPbEM B DJHEPreTHYECKOU
OpOMBIIUIEHHOCTH [3]; Takke MPOAYKTAMH PA3JIOKEHUS] MOTYT ObITh 2,5-(hypanouxapbonosas
kucroma (®AK), 2,5-oupopmunpypan (ADD), oucuopoxcumemunpypan (2,5-T'M®D), xotopsie
NPUBJICKAIOT BHUMaHuE Onarojgaps NPHUMEHEHHMI0O B KauyecTBE IPEKYPCOPOB s MOIUI(UPOB
bypaHOB, (papMaleBTHYECKUX MTpenapaToB, aHTHOaKTepualibHbIX cpencTs [4] (Puc. 1).

O/ i

\ ] / VO
pioly ) / l
o T o )WOH HOW

2,5-'Mo DJIK
Jlenynuﬂoaml
KHCIIOTA

Puc. 1. [Ipodykmoer 603m02icHbIX homorkamanumudeckux npeepaujeruil I MO
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CenektuBHO OKHUCHATE ['M® MOXHO C NOMOIIBIO TE€TEPOreHHOI0 KaTalau3a, MpU STOM
CEJIEKTUBHOCTh M KOHBEPCHUU MOTYT JOCTHIAaTh BBICOKMX 3HaueHUM. OJIHAaKO MPOBEIEHUE TaKUX
MPOLIeCCOB TPeOyeT BBHICOKHUX TEMIIEpaTyp U JaBJICHHUHN KUCIOPO/a, a TPUMEHSIEMbIC KaTaTn3aTOPbI
coJiep’kKaT Joporocrosimue OyiaropoaHbie MeTamibl. B mocnennue roasl (HOTOKATaIUTHUYECKOE
cenektuBHOE OKucieHHe ['M® BbBI3BIBACT TOBBIIICHHBIA WHTEPEC, KaK IMEPCIEKTUBHBIA, Oolee
9KOJIOTMYHBINA M JCIICBbIH CIIOCO0 MpeoOdpa3oBanus 10 GYHKIIMOHATBHBIX MPOIYKTOB [5].

Cy1iecTByeT MHOXECTBO (DaKTOPOB, BIUSIOMUX HAa (OTOKATATUTHYECKOE MpeoOpazoBaHUe
I'M®, ki1r0YeBBIMU U3 KOTOPBIX SIBJISIFOTCS: MIPUPOJIA U 3arpy3Ka (OTOKATAIU3aTOPa, KOHLIEHTPALIUS
cyOcTpara, MOIIHOCTh M CIIEKTPaJIbHBIC XapaKTEPUCTUKH MCTOYHHMKA oOmydenusi, pH cpexasr [6].
Tak kak npu (PoTOKATATUTUYECKOM MpeoOpa3oBaHUM IOBBIIICHHE 3HAYEHUN KOHBEPCHUH U
CEJICKTUBHOCTU BCE €III€ SIBJIACTCS aKTyalbHOM 3aja4yeil, MOATOMY HCCIICIOBAHUS, CBSI3aHHbBIC C
MeXxaHu3MaMH (POTOKATATUTUYCEKOTO OKUCICHHS TPEOYIOT OT/IEIHbHOIO PACCMOTPEHUS U aHAIN3A.

W3BecTHO, 9YTO KOHBEPCHUsSI M CEIIEKTHBHOCTH MpH (poTomnpedpazoBanuu ['M®D omnpenensiercs
reHeparmeii akTuBHBIX QopM kuciopoma (ADK), Takmx kak: cuHrIeTHsli kucmopox (O2)),
cynepokcua paaukan (*O2), ruapokcun pamaukan (OHe) [5]. Taxke BaHEHIIMMH YacTHLIAMU
ABJIAIOTCS (POTOreHepUpOBaHHbIe deKTpoHbl (€7) u apipku (h*), kak uHunMaTopsl co3nanus ADK.
OmHuM W3 METOJIOB HCCIICNOBAHUS TOSIBIICHUS paJHMKaia SBISICTCS «MemoO JIOBYULEK ).
Hcnonb3oBanne B  (OTOKATATUTUYECKOM OKCIIEPUMEHTE JIOBYIIEK MOXET MOMOYb IpHU
HCCICAOBAaHMU MeXaHu3MOB mpeBpaiieHus ['M®. Ilosromy B gaHHOM paboTe MPOBEIACH aHAJM3,
BIIUSIHUS POJIM aKTUBHBIX YaCTHII: ()OTOT€HEPUPOBAHHBIX YAaCTHUII, PATUKAJIOB U Jp. HA OCOOEHHOCTH
npeodpazoBanus [MO.

Pe3yabTaTsl

CymecTByeT 0OJBIIOE KOJIUYECTBO HCIOIB3YEMBIX <(JIOBYIIEK» HAa MEPEUYHMCICHHBIC BBIIIE
akTuBHBIC YacTuIlel. [Ipu mccnenoBanuu BousiHUS OHe Ha doToKaTtaauTHYECKHE TTPeoOpa3OBaHUe
I'M® 4acTo UCHONB3YIOT CIUPTHI, HAPUMED, 2-memuanponan-2-on [7]. Cea3piBanue OHe crimpTom
00 IPUBOJUT K HE3HAYUTEIIBHBIM U3MEHEHUSM, JINOO MPAKTHYCCKH HE BIHSICT Ha KOHBEPCHIO U
cenektuBHOCTh 1o JI®D [8], a mo mganueiM aBTOpoB [5] cBs3piBanme OHe yBemuumBaer
cenektuBHOCTH o0 DJIK.

[Tpu m3yuenun BnusiHus *O2” B KauecTBE «IOBYIIKH» UCHONB3YIOT 1,4-6enzoxunon u 5,5-
oumemun-1-nupponun-N-oxcuo. Astopsl pador [9] npu ngoGamnenuun 1,4-6enzoxunona B
PEaKIMOHHYIO Cpelly HaOIoJany 3HaYuTeNIbHOE 3ameanieHne KouBepcuu [ M®D, 4To TOBOPUT O TOM,
9TO CYNEPOKCH]I PaauKal SBISETCS TOMUHUPYIOIIEH YacTHIICH B IMPOIECCEe OKUCIEHHS, OHAKO
3Ha4YeHUs ceIeKTUBHOCTH 110 JIPD u OJIK npakTruecku He U3MEHSIOTCS.

[Tpu wuccrnenoBanuu BiIHsHUS (HOTOrEHEPUPOBAHHBIX JIEKTPOHOB HCTonb3yroT NaxS20g [6],
AgNOs [10], moGaBneHHe KOTOPBIX MPHBOANT K 3HAYUTEIBHOMY IMOHHKEHHIO KOHBEPCHH H
cenektuBHOCTH 1o JIDD. TlpenmnonoxurensHo, (oTOKaTATUTHYECKAsh aKTUBHOCTh TMOHMKAETCS
BBHJIy TOTO, YTO 3JEKTPOHBI Y4acTBYIOT B 0Opa3zoBaHuu *O2’, KOTOpbIE UTPAIOT OCHOBHYIO POJIb B
koHBepcun ['MO.

doToreHepUpOBAHHbIE B KaTalu3arope ABIPKU h' Takke yuacTBYIOT B MPOIECCE OKUCIECHUS
I'M®. JleiictBre h* yaie Bcero oLeHMBAIOT J00ABIECHUEM SMUIOUAMUHMEMPAYKCYCHOU KUCLONbL
i ee HatpueBbix codeid (DJITA). ABropsl pador [7] ormeuatot, uto nipu nobaske DJ[TA 3HadeHUs
KOHBEPCHH OCTAFOTCS MPAKTUICCKH HEM3MEHHBIMH, OHAKO CEJEKTHBHOCTH 10 JID®D 3HaUHTEIHHO
yMeHbIaeTcs. Takke oTMedaercsi, 4YTOo celeKTHBHOCTh 1o JIDPD pocturaercs 3a cdyer
B3aumoieiictBust h™ Hampsmyro ¢ TM® ¢ oOpa3oBaHMeM aIKOKCHJI-paMKaia, KOTOPbIA, B CBOKO
ouepeib, MPY B3aMMOJICHCTBUH C CYNIEPOKCH I-paiuKanoM mnpeodpasyercs B JDD.

Oco0bIit MHTEpEC MPEICTABIISAET ICHCTBHE CUHTIETHOTO KUCIOPO/Ia, TaK KaK KaTaTUTHIECKHE
OKHUCIIUTEIbHBIC PEAKIIUU UAYT MpH (HOTOBO3OYKAeHUH. [Ipy CBSI3bIBAHUH CHHIJIIETHOTO KHCIOPOaa
N-sununnupporudonom 3HaYNTENBHO CHUKaeTcss kKoHBepcus [9, 11], u uHruOupyercst BbIpabOTKa
JADD [9], uTo TakkKe CBUACTEIBCTBYET O YYaCTUU B OCHOBHBIX OKHCIIMTEIBHBIX MPOIleccax.
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3akio4enue

Takum oOpazom B X0JI€  TEOPETUYECKOTO  HUCCIECNOBaHMS  YCTAHOBJIEHO,  UTO
(doToreHepupOBaHHbBIC THAPOKCH PaJUKAIIbl HE BIUSIOT Ha Mpoliecchl npeodpazoanus [MOD,
OJIHAKO MPHUCYTCTBUE CYNEPOKCHJ paJuKajga U CHHIVIETHOTO KHCJIOpPOJA SBJIAETCS OCHOBHOU
JBIDKYIIEH CHIJION OKHCIUTENBHBIX mporeccoB. CTOMT OTMETHUTh, YTO HM30BITOUYHOE KOJIUYECTBO
*O2” NpUBOAUT K paspylleHHIO (QYpaHOBOIO KOJIbLA, YTO SBJIAETCS HEXeJIaTeIbHbIM IpH
npeodpazoBanuu ['M® 10 MHOTOQYHKIMOHATIBHBIX (YpPAaHOBBIX TMPOAYKTOB C J00aBIEHHON
CTOMMOCTBIO. TaKKe YCTaHOBJIEHO, YTO MPAMOE B3aUMOJICUCTBHE (POTOreHEPUPOBAHHBIX JIBIPOK h*
¢ 'M®, cnocoOCTBYET yBEIIMUEHHUIO CEIEKTUBHOCTHU 110 HEKOTOPBIM NpoaykTam okuciieHus (DD,
®JIK), a cBs3piBaHuE (OTOTEHEPUPOBAHHBIX HJIEKTPOHOB 3HAYMTENBHO CHID)KAET KOHBEPCUIO U
CEeNIEKTUBHOCTb, TAaK KaK AJIEKTPOHBI yYacTBYIOT B 00pa30BaHUU CYIIEPOKCH]T PAIHKAIIOB.

Pabomut evinonnena npu ¢punarcosoti noodepoicke PH® (I'panm Nel9-73-30026-11).
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Developing recycling method of down and feather waste
P.K. Krivolapenko, K.A. Isakova, L.E. Kalichkina
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Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050,
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Abstract. Disposal of feather waste from poultry farms is a significant and economically important
problem due to the increasing volume of poultry products in the world. Feather waste contains up to
90% keratin, which is a structural protein and is poorly degraded and, as a result, is weakly absorbed
when feeding animals. That's why feather processing is labor-intensive and energy-consuming. Thus,
the present work presents the laboratory method for processing feather waste, including feather
hydrolysis to obtain a keratin-containing product with varying keratin content from 5 to 60 %.
The product can be used further in the chemical, leather, textile and medical industries, as well as in
another fields.

Key words: feather waste; recycling; keratin.

BBenenne

C 2000-x romoB A0 CErofHsAIIHUX JHEH caMmoo0ecredyeHHOCTh Poccum mnpopykuuei
nrunedadpuk noausiack ¢ 38 % o 100 %. Takoit mogbeM NPOU3BOJICTBA YKa3hIBACT HA YBEIHMUCHHE
xo3stiicTBa NTHLIe(hadpUK, ClIe0BAaTENbHO, U IEPHEBBIX OTXOA0B, COCTABISIOLINX OKOJIO 7,5 % Macchl
ntuibl. CaMu IMyXo-TiepbeBble 0TXO/bI OTHOCATCS K |V Kiaccy omacHOCTH, coaepar Mpu 3TOM J0
90 % kepatuHa [1], mpuUBIEKaIOIIEr0 YUEHBIX CBOCH OHOPa3IaraeMoCThi0 B OMOCOBMECTHMOCTRIO ISt
pa3pabOTKK HOBBIX MaTEpPHAJIOB, YTO MO3BOJIAET UCIOIb30BaTh MX B 9KOHOMUKE 3aMKHYTOTO LIUKIIA.

Kepatnn — cTpyKTypHBI O€OK, MMEIOIIMN MOBBIIIEHHYIO MEXaHHYECKYI0 MPOYHOCTh M
rMOKOCTh. BBHJly 3TOro mNepcrneKTUBHBIM HAaNpaBiICHHEM NpPHUMEHEHHs KepaTHHa SBISEeTCS
MOJIy4EHHE HOBBIX HETOKCUYHBIX, OMOCOBMECTUMBIX U OMoOpa3niaraeMbIx BemecTs [1], ancopOeHToB
[2], rumporeneit, HaHOBOMOKOH [3].

Ha nanHbIi MOMEHT OCHOBHBIMH CIIOCO0aMU MepepadOTKH MyX0-MEPhEBbIX OTXO/I0B SBISIOTCA
XUMHYECKHUH, HeXUMU4ecKuidi 1 (pepmeHTaTUBHBIA [3]. OCHOBHBIM HEIOCTATKOM HEXMMHUYECKOTO
criocoba sBJSeTCs MI0Xask YCBaUBa€MOCTh KUBOTHBIMU OOpa3yroLIECcss MyKH; HA JaHHBI MOMEHT
(epMeHTaTUBHBIA METOJ — He MacluTaOupyemblil, a XUMU4eckuid — co3maer orxonsl Il kmacca
ornacHoCTH. Bce nepedriciieHHbIe BBIIIE METO/IbI HE PEIIAl0T MpobdieMy nepepaboTKU MyX0-IepheBbIX
OTXOJIOB, TOATOMY 3ajjadya OCTaeTcs akTyaidbHOH. Tak, menpio paboThl sABISETCA pa3paboTKa
abopaTOpPHOTO Crmocoba TEepepadOTKH IMyXO-TEPhEBBIX OTXOJO0B XHMHUYECKHUM CIIOCOOOM C
MOJTyYeHHEM KepaTHHCOAeprKalllero nNpoaykTa 6e3 oopazoBanust otxo10B |l kiacca onacHocTH.

JKCNePpUMEHTAIbHAS YaCTh

st pa3paboTku crocoba mepepaboTKH OTXOJI0B HMCIOJIB30BAIM CHIPhE, MPEAOCTaBICHHOE
JTUYHBIMHU TIOJICOOHBIMH XO03stiicTBamu Tomckoit obnactu. [loaroToBKy myxa W mepa K TUIPOIH3Y
IIPOBOAWIIN B 3 CTaJIuun. IMPOMBIBKa BOJHBIM MBIJIBHBIM paCTBOpOM; O6€3)KI/IpI/IBaHI/Ie OpraHn4€CKuM
pacTBOpPUTENIEM U CYIIIKA.

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

141

I'mpponu3 nepbeB NPOBOAMIM B KHUCIOW M IIEIOYHOM CPEle ¢ BapbUPOBAHUEM CIIELYIOLIHUX
napaMeTpoB: KoHIeHTparus menodn ot 1 mace. % a0 10 macc. % u remmnepatypa ot 20 °C mo 90 °C —
JUTSL BBISIBJICHUSI ONITUMANIBHBIX ycloBrid. HeoOxoauMo Obl1o moo0parh Takue yCIIOBUSI THAPOIIN3A,
B KOTOPBIX MOJYYEHHBIN KepaTHH OCTaBaJicsi Obl B HEM3MEHHOM BHJIE U J1ajiee B ATHX YCJIOBUSIX HE
nerpagupoBan. He mMeHee BakHBIM (DaKTOM TakKXKe SIBISETCS MOJYYCHHE KEpaTHHCOAEPIKAIIEro
pacTBopa, KOTOpbIil 0e3 TOMOTHUTEIbHBIX CTaIU BBIICICHUS U OYUCTKU MOKET OBITh HCIIOIb30BaH
B LEJUIOJIO3HOW,  JepeBOOOpabaThIBAIONICH, XHMHYECKOH, KOKEBEHHOW, TEKCTUIHHOU
MIPOMBIIITICHHOCTH. J{J1sl MpOBeIeHUs THAPOJIN3a B KUCIION Cpe/ie UCIIOIb30Balld CEPHYIO KHCIIOTY C
KOHIIeHTpauueil 5 macc. %; B IIENOYHOM cpene — pacTBOp THAPOKCHIA HATpHs C J00aBKaMu
BOCCTAaHOBUTENEH: Cynb(pUT HATpusi, KapbaMun, nepekuch, u 6e3 Hux. [lonHoe pacTBopeHue nepa
CUMTAJIM OKOHYaHMEM Tujpoin3a. KonmuecTBeHHOE coiepikaHue Oenka B MOIy4aeMbIX oOpasmax
onpenensui o metony Jloypu [4], a Takxke 1o ocakaeHuo GocHOpHON KUCTOTON 10 JOCTHIKCHUS
M303JICKTPUYECKOM Touku Oenka — keparuHa (pH = 4-5).

PesyabTaTsl

Ha nepBom 3tare paboThl ObUTH MPOBEACHBI SKCIIEPUMEHTHI 10 MTOJITOTOBKE Iepa, B PE3yJIbTaTe
KOTOPBIX OBLIT BEIOpaH OPTaHUYECKUN PACTBOPHUTEND I 00C3KUPUBAHUS, & TAKKE PEIKUMBI CYIIIKU
nepa. Ha BTopom stamne nmoaOupalid ONTHUMAalbHBIE YCIOBUS THAPOIHM3A MyXO-TIEPHEBBIX OTXOOB.
B pe3ynbrare ruaposiza mpoucXoauT PaCTBOPEHHUE Mepa, IPH dTOM Pa3phIBAIOTCS TUCYIb(OUTHBIC
MOCTHKH IIUCTUHOBBIX CBSI3€H, KaK MOKa3aHO HAa PUCYHKeE 1:

CcO CcO CcO CcO

| H, H, H, H, |
HC——C —S——S——C —CH + H,0 —» HC——C —SOH + HS——C —CH

NH NH NH NH

Puc. 1. Ilpoyecc decmpyryuu Oucyib@uoHblX MOCMUKOG

[IpoBeneHne KHUCIOTHOTO THUAPOIM3A IYXO-TEPHEBBIX OTXOJOB HE MPUBOAUT K UX
pacTBOpeHHI0 B KecTkux ycioBusax npu 90 °C B TeueHume 24 4., NOITOMY JAajbHEHIINE
SKCIIEPUMEHTHI B 3TOM HAINIPaBJICHUU HE IPOBOANIHCH.

IIpy 1menoYyHOM TUAPONIM3E C MOBBILIEHWEM TEMIIEPATypbl U YBEIMUYEHUEM KOHLEHTPALUU
mienoun B pactBope or 0,5 macc. % no 10 macc. % ymeHbIaeTcss BpeMsi pacTBOPEHHS Iepa, U
coJiepKaHue KepaTHHA B PaCTBOPE, UTO CBSI3aHO C €ro jerpajaanueit (puc. 2).

Meroa ocaxaeHus Meron Jloypu
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Puc. 2. Brusanue memnepamypbl U KOHYeHmpayuu weiounoco pacmeopa Ha Koauvecmeo 8b10ETISAEMO20 KepamuHa

CpaBHeHHE pe3yNbTaTOB M0 OCAXJIEHUIO U MeToay JIoypH mokas3bIBaeT, YTO MPH BbLAECTICHUN
KepatuHa (pochopHON KUCIOTONW MPOMCXOTUT €ro 3arps3HEHUE IPYTMMHU NPOAYKTaAMU THJIIPOJIH3A.
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Omnako, mpu Ttemneparype 70°C u 1 %-HOM pacTBOpe MIENOYM 3HAUCHHS OCKIAEMOTO H
OTIPENIENIIEMOTO B PACTBOPE KepaThuHa 1o MeTo Ty JIoypH cornacyrorcsi, 9TO CBUICTEINBCTBYET O YHCTOTE
BBIJICNIIEMOT0 B JJAHHBIX YCIOBUSIX Oerka. JIaHHBIA crmocod MOXKET OBITh MCIOIB30BaH JJIs TIOTYUSHHS
YHUCTOrO KepaTHHA B MEAUIMHE. BiHsHIE JOMOIHUTEBHBIX KOMIOHEHTOB B IEIOYHOM THAPOIIN3E HE
YIIaJIOCh OLIEHUTb, M3-3a UX MEIIAIOILETo ICHCTBHA Ha onpeenenue oenka o meroay Jloypu.

Takum 06pa3om, mocie BBIOOpa ONTHMATBHBIX YCIOBHIA: TPOMBIBKH, 00€3)KUPUBAHUS, CYIITKA
U TUApoNM3a Tepa Obuta pa3paboTaHa cxema Mo MepepadoTKe MyXO-MEepPheBBIX OTXOAO0B (puc. 3).
Cxema COCTOMT W3 TpeX JTAllOB — IOJATOTOBKA, INepepaboTka, BbiencHUE. [Ipu 3TOM MOXKHO
MOJIYYHTh J[BA BHUJA KEPATHHCOJIEPIKAIIETO MPOIYKTa — TBEP0E BEIIECTBO U PACTBOP, KAXKbIH U3
KOTOPBIX MOKET OBITh HCITOJIb30BaH B Pa3HBIX 00JIaCTX.
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N
* OuuIneHye MyX0-NepbeBbIX OTXOIOB B BOJIE
* O6e3KMpUBaHHE OYMIIICHHBIX MTyXO-TIEPHEBBIX OTXO/I0B B OPraHMYECKOM PacTBOPHUTEINE
* Cy1ika 00e3KupeHHoro rnepa
*PacTBOpeHHE CyXHX 00€3KUPEHHBIX OTXOJ0B B LIEJIOYH
ITepepaboTka )
N
» KepaTuHconepxaluuii pacTBOP-rOTOBbIH NPOAYKT ISl JaJbHEHIIEro HCIOIb30BAHUS
Boiiesienne * BricaxuBaHue Oelka ¥ UCIIOJIB30BaHUE €r0 B JaIbHEHINHX IIeNsX
>,

Puc. 3. Cxema nepepabomiu nyxo-nepvesvix omxo0os

3akJ/oueHue

Pa3zpaboran cnoco6 mepepaboTKH MyXO-MEPhEeBBIX OTXOJ0B NTHIE(PAOPUK C MOIydYeHUEM
pacTBopa, cojeprkaiiero keparut B quana3one ot 5,0 % no 60,0 %. BaxHbIM pe3yabTaToM paboOThI
SBIIACTCS TIOJIyYeHHE KEepPaTHHCOJEPIKAIIETO0 PacTBOpa, KOTOPBIA Cpa3y MOCie THUAPOJIN3a MOKET
OBITh WCIIOJIB30BaH B PA3UYHBIX OTPACISAX IMPOMBIIUICHHOCTH, BKIIIOYAs IEJUTIOJIO3HYIO,
JepeBoo0padaThIBAIOIIYI0, XUMHUYECKYI0, KOXKEBEHHYI0 W TEKCTWIbHYIO oTpacinu. Jns ero
MOJTy4EHUsT He TPeOyeTCs MOTOTHUTEIBHBIX 3TAllOB, TAKMX KaK BBIJCIICHUE M OYHCTKA, KOTOPBIC
MPUBOJIAT K 00pa30BaHUIO OTXOJIOB BTOPOTO KJIACCa OMACHOCTH.

Paboma evinonnena 6 pamxax IHIII «Aepobuomexy.
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Abstract. A study was carried out of the inhibitory effect of benzene and alcohol-benzene resins on
the formation of asphaltene aggregates. By studying the component composition of the samples, a
possible mechanism for inhibiting the formation of asphaltene aggregates was identified.
The component composition of the samples was determined by the “hot” Golde method. Based on the
results of the study, a conclusion was made about the suitability of using natural petroleum resins as
an inhibitor of the formation of asphaltene aggregates, and the main mechanism of inhibition was
identified - the homolytic transition of related compounds.

Key words: resins, asphaltenes, inhibitors, «hot» Golde method, component composition.

Beenenune

Hcromenue 3amacoB KiacCMYECKUX He(Ted MPUBOAUT K HEOOXOJUMOCTH HCIIOIb30BAHUS
QIbTEPHATUBHBIX HMCTOYHMKOB YIJIEBOAOPOAOB. IIpuMepoM uCHOIB30BaHUS albTEPHATUBHBIX
HCTOYHUKOB SIBJISIETCS pa3pabOoTKa TSHKEBIX U CBEPXTsKeNbIX Hedred. OnHako, JaHHOE ChIphbE, B
CHJly creuu(pUuKd CBOMX CBOMCTB, a HMMEHHO BBICOKOM BS3KOCTHM M HHM3KOW arperanroHHOM
YCTOMYMBOCTH, TpeOyeT MOAU(PUKALNN HUMEIOIIMXCS TEXHOJOTUH J0OBIYM W TPaHCHOPTHUPOBKH.
B wactHOCTH, pelieHreM TaHHBIX TPOOJIeM SBISIETCS UCIIOIb30BaHUE PA3IMUHBIX CTAOUIM3aTOPOB U
pazbaButeneit [1]. OmHako, B HACTOSAIIMA MOMEHT Ha TMPOMBICIIC HCHOJNB3YIOTCS pPa3IHYHbBIC
CHUHTETHYECKUE JT00aBKH, SBISAIOLIMECS YYKEPOAHBIMM KOMIIOHEHTaMH Uil He(TH, obsajaromue
BBICOKOW CTOMMOCTBIO, U OIPaHMYEHHON NPUMEHHMOCTHIO K pa3HbIM THnam HepTu. Kirodom k
CO3JIaHUIO YHHMBEpCaJbHOrO A(PGHEKTUBHOIO CTabMiIn3aTopa HEQTAHBIX JUCIEPCHBIX CHCTEM
SBJIIETCS TIOHMMAaHUE CTPOEHHUS JAHHBIX CHCTeM. Tak, He(Th NpeACTaBIseT COOONW MHOMXKECTBO
CIIO)KHBIX CTPYKTYpPHBIX €IUHMII, PACHpeAC]CHHbIX B 00BbEME >KMIKUX YIJIEBOAOPOAOB, TIe
HeTSHBIC CMOJIBI BHICTYIIAIOT B POJIH cTabmiin3aTopa acaabTeHOBBIX KiaacTepos [2]. Panee, Obuia
nokasaHa [3] Bo3MOKHOCTh IPUMEHEHHS CMECH HATUBHBIX HE(TSIHBIX CMOJI B KAY€CTBE HHTHOMTOPOB
mporiecca arperamnuu acGaibTeHOB Ha MPUMEpE JIETKOU U cpeaHeit HeTH.

Lesibt0 JAaHHOTO UCCIIEOBAHUS SIBJIIETCS pa3padOTKa YHUBEPCAIHHOIO HHTMOUTOpA Mpoliecca
KOaryJysiiuu acaabTeHOB Ha OCHOBE HATMBHBIX HEPTIHBIX CMOJI [U1d He(Tel pa3TuyHbIX TUIIOB.

JKCNepUMEHTAIbHASA YaCTh

Pa3paborana mmpokas nuHeiika UHTHOUTOPOB, C Pa3IUYHBIM COJIEp’KaHUEM OEH30JI0BOU U
cupT-0€H30JI0BOM (hpaKIiuu HATUBHBIX CMOJI. CMOJTBI OBLITH TIOJTYYEHBI SKCTPAKIIHNEH U3 UCXOTHOTO
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HE(TIHOTO ChIpbs. B KadecTBe 0OBEKTOB MCCIENOBaHUS BHIOpAHBI Jierkast Heh)Th MECTOPOKIACHUS
«Bepxnecanatckoe», cpeasss HepTb MecTOpokaeHUS «CHEXKHOEY, TsHKeIast HepTh MECTOPOKACHHS
«ITocenxoBoey, cBepXTsKenas HePTh MECTOPOKICHHS «Y CHHCKOEY.

B xome skcnepuMeHTa B HCXOIHYIO He(Th BHOCHIIACh CMEChb-MHTHOUTOp, IOCIE YEro
MOJTyYCHHBI 00pa3el] BBIIEPKUBAIM B TEUCHHWE CYTOK, 3aT€M MPOBOJIWIM TPABUMETPUUYECKUNA
aHaJIN3, YCTAHABIMBAIN KOMIIOHEHTHBIH COCTaB, U3MEPSUIM PEOJIOTHYECKHE ITapaMeTpsl 00pasIoB.
KoMMNOHEHTHBIN cOCTaB ONpEeAessUId MPHU MOMOIIM «Tops4Yero» Meroia lombpae, peonorndyeckue
napaMmeTphl ONPEAEISUIN IPU ITOMOIIM aBTOMAaTHYECKOTO BUCKO3UMeTpa-TioTHoMepa [lItabunrepa
(“Anton Paar GmbH”, Austria).

Pe3yabTaTsl

JlaHHBIE KOMIIOHEHTHOT'O COCTaBa CBHUJIETEIbCTBYIOT O JOCTATOUYHO BBICOKON MHTHOUpYIOLIEei
CIOCOOHOCTH MPUPOIAHBIX HE(PTAHBIX CMOJI B PA3TMYHBIX KOHIICHTPALIUSAX BBUIY TOTO, YTO OOJIBLIYIO
POJIb OKa3bIBAET COOTHOIICHUE COJIEP)KaHUS PA3IMYHBIX KOMIIOHEHTOB B HE(PTSHOW IUCIEPCHOM
cucreme. Tak, ans Tsokenod IlocenkoBoil HeTH ¢ HE BBICOKMM HAYalbHBIM COJIEPKAHHEM
acdanbTeHoB, O60dbIINUNA UHTHOUpYOMUK 3(h(dEeKT oka3piBaeT N00aBIECHHUE CMECH ABYX (pakiuil
HE(PTSIHBIX CMOJI B MAJIBIX KOHIICHTPAMOHHBIX KoymdyecTBax. sl cBepXTsHKeIon Y CHHCKON HedTh
C BBICOKMM HauaJbHBIM CcOJAEpkKaHHEeM ac(albTeHOB HauWOONbIINKA HMHTUOUpYIOIUNA 3PexT
OKa3bIBaeT A00aBiieHHE OCH30JIOBBIX CMOJ B MajOM KOHIEHTPAIMOHHOM COOTHOMIEHWH (puc. 1).
s nérkoii HedTH BepxHecanaTckoro MeCTOPOKISHHUS Kiacc M00aBISEMBbIX CMOJ HE HMMEET
3HA4YCHUsI — BBUJIY CBEPXMAJIOr0 KOJIMYECTBA ac(haabTEHOB JIFOOBIE CMOJBI JACHCTBYIOT OJIMHAKOBO
xopotuo. [l cpenneit Hehtu CHEXHOTO MECTOPOXKICHUS HAUOOIBIITUM UHTUOUPYIOINM dh(heKToM
o0anaroT OEH30JIbHBIE CMOJIBL. B 1enoM, npu 1006aBIeHHH CMECEH—MHTHOUTOPOB K UCCIIEAYEMBIM
oOpa3iam CHIKEHUE coJiepkaHus acarbTeHOB BapbUpyeTcs B peaenax ot 53 10 88 % mMaccoBbIX.

b
A
10—
1.5 4 247 .04
i ActhaTBTeHRL T

o 5 Berzonosas cwans: (¥ B18
E] a9 = 5.0
= ] Crngpr Hessonomiae cuom E & . 1
£ g 2 L4
= 1,86 < 692
E (] g 620 640
B s 6,20

. =
gL ‘ E
5 L1 1 26 1.26 113 F
= 1,13 =
u 1,06 o 44
E 1,04 0.9 =
= =
- 2
a 2
o L]
= 0.5 = 24
[V o

0,1 oo 0,87 %8
0. 0,06 0,0
0.0 r [ —1 0
¥II Cuece 1 Cumecs 4 Cumecs 3 Cumece 3 X Cmecs 1 Cumece 2 Cumeck 10 Cuecs 11
B | T

@
i

164 1542 1563 i

s = »
L i L
o
=

™
o
i
e
2

-

Coaep#aHHe KOMITOHEHTA, %o Mac.
A1

_‘l_

1,271 L1

O [N el -

XIT Cuecs 1 Cumece 3 Cumece 4 Cuecs 7 KII Cumece 1 Cueced Cumece & Cuecws 7

Cofepmaniie KoMIoHenTa, %o Mac
o0
1
i

Puc. 1. Komnonenmmuwiti cocmas cucmem «neghmv+unaubumopy,
20e A — m/p «Bexnecanamckoe», b — m/p «Cuescnoe», B — m/p «lloceaxosoey, I'— m/p «Ycunckoe»

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

145

CHuxeHue BbIXoJia ac(allbTEHOB COMPOBOXAAETCSI B OOJBIIMHCTBE CIy4aeB YMEHBIICHUEM
COJIEpKAHUS CHUPT-OEH30JI0BBIX U OCH30JOBBIX CMOJ, YTO IPSMO CBHUJETEIBCTBYET O TOM, 4YTO
CMOJIBI BBICTYNAIOT B KaueCTBE MHTHOMPYIOMIETO0 KOMIIOHEHTA, PAacTBOPSIONIETO ac(aabTeHOBBIC
qacTullpl. B 0ocHOBE Takoro MexaHnu3ma MHIMOMpPOBaHUS JIEKUT 00pa30BaHUE CONPKEHHBIX CHCTEM
3a CY€T T-M-B3aMMOJEHCTBHI MOJIEKYJ CMOJI U acdaibTeHOB. Taike HEMaJOBAXHBIM (aKTOM
ABJISICTCS YBEJIMYEHUE MACCOBOIO COAEP:KAHUSA Maceld, TaK KaK 3TO BIMSIET Ha KOJIMYECTBEHHBIH
BBIXOJ1 JIETKUX JUCTWILISATOB. B OOJIBIIMHCTBE ClTyyaeB YBEIMYCHHE KOJIMYECTBA Maces MPOUCXOAUT
Ha ()OHE CHMKEHHUS COJepKaHUs acPaabTEeHOB M OEH30JI0BBIX CMOJI, YTO CBUJIETEIBCTBYET B M10JIb3Y
THIIOTE3Bl MEKKIIACCOBOTO IIepepacpeieNieH sI KOMIOHEHTOB HEPTSIHOMN TUCTIEPCHOI CUCTEMBI.

OTMeTuM, 4TO UCIOJIB30BAHNE 00EUX CMecel IPU ONpeaesIEHHBIX KOHIIEHTPALUSAX IPUBHOCUT
3HAYUTENBHBIA BKIIAJ B MPOLIECC MHIMOMPOBaHUS ac(haabTEHOBBIX OTIOKEHUH, a 3HAUUT CMECh Ha
OCHOBE MPUPOAHBIX HEPTIHBIX CMOJI MOXKET CTaTh AJIbTEPHATUBON TPaJULIMOHHBIM MeTOJaM O0pbObI
¢ ACIIO.

3akJ/rouenue

AHanu3 KOMIIOHEHTHOT'O COCTaBa MOKa3bIBAET, UTO HaWOOJbIIIee MHIHOUPYIOLIee BO3ICHCTBIE
Ha oOpas3elr; C MCHBIIMM HAYaJIbHBIM COJEp)KaHUEM ac(albTeHOB OKa3bIBAeT J100aBIICHUE
OCH30JIOBBIX CMOJ, Ui 0Opasna ¢ OONbIIMM HAYalbHBIM COAEPKAHHEM — CHUPT-OCH30JIOBBIX.
Hecmotpst Ha 3T0 ans YCUHCKOW He(DTH HAaUMEHbBIIEE KOJIMYECTBO ac(haabTECHOB BBIACICHO MPHU
N00aBJICHUH MAJIOTO KOJM4ecTBa OEH30JI0BBIX cMOJ. J[aHHBIM (hakT CBUAETEILCTBYET O TOM, YTO
KJIFOYEBOE 3HAUYCHHE MMEET COOTHOIIEHHWE BCEX KOMIIOHEHTOB, BXOISIMX B cucremy. CTOUT
OTMETUTH MEXKIJIACCOBOE TMepepacipeesieHne CpOACTBEHHBIX Py (achaabTeHOB U OEH30JI0BBIX
cmodn). Ha ¢doHe cHmkeHus: KomdyecTBa ac(haabTEHOB CHMKACTCS COACPKAHME OCH30JIOBBIX CMOII,
YTO MOXKET TOBOPHUTH O OOJBIIOM BIUSHUM OEH30JOBBIX CMOJI Ha MPOLIECC WHTHOUPOBAHUS
oOpa3oBaHMs arperaToB. B OCHOBe MexaHHM3Ma JieKaT oOpa3yrolIHuecs B MPOIECCe HAPYIICHUS
TEPMOJAMHAMUYECKON YCTOMYMBOCTH PAa3JUYHOTO THUIIA COMNPSKEHHBIE CHCTEMBI, MO3BOJISIIOLINE
(hOpMHUPOBATH COJILBATHBIN CIIOW M TIOBBIIIATH YCTOWYHBOCTb.
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Honydyenne 1noopuaa HUPKOHUS 0€3BAKYYMHBIM 3JIEKTPOXYTOBBIM METO10M
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Production of zirconium diboride by non-vacuum electric arc-discharge method
A.A. Kuznetsova, U.S. Komkina, Yu.Z. Vassilyeva
Scientific Supervisor: Dr. A.Ya. Pak
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
E-mail: aak264@tpu.ru

Abstract. This paper presents the results of the synthesis of zirconium diboride ZrB, DC arc
discharge plasma in the open-air atmosphere. The synthesis is carried out due to the screening
effect of carbon monoxide formed at the beginning of the synthesis. Metallic Zr and amorphous
B powders were used as precursors. The phase composition of the synthesized powder was studied
and the parameters of the crystal lattice of the synthesis product were determined.

Key words: diboride, electric arc synthesis, non-vacuum method, X-ray diffractometry.

Beenenue

B nociiegnue roipl 3HaYUTEIBHO BO3POC UHTEPEC K YJIBTPABBICOKOTEMIIEPATYPHON KEpaMUKE,
0CcOOEHHO B CBSI3M C Pa3BUTHEM KOCMHYECKMX TEXHOJOTMH M MOMCKOM MaTEepHalioB, CIIOCOOHBIX
BBIJICP)KUBATh 3KcTpeMaibHble ycnoBus [1]. duGopun uwpkonust ZrBz sBisiercss ogHuM U3
KJIIOYEBBIX MAaTepHUaloB B OOJIACTH YJIbTPABBICOKOTEMIEPATYPHBIX KEPaMHUYECKUX MAaTepHajoB.
OTO CBSI3aHO C €r0 BBIAIOIIMMUCS CBOMCTBaAMM, TAKMMM KaK BBICOKas TeMIlEpaTypa IUIaBJIECHUS,
TepMHYECKas CTa0MIbHOCTh, CIOCOOHOCTH BbLIEPKHUBATh Temrepatypsl 10 3250 °C, cTOWKOCTh K
OKHCJICHHIO TP BBICOKMX TEMIIEpaTypax M BBICOKas MeXaHWueckas TNpo4YHoCcTh [2, 3].
Otu cBoiicTBa JenaroT ZrB2 wmaeanbHbIM MarepualoM IJsl UCIOJIb30BAaHUS B DKCTPEMAJIBHBIX
YCIIOBUSIX, TAKUX KaK KOCMHYECKHE Kopabiau u pakeTHble aApurarenu. Kpome toro, ZrB2 obnanaet
BBICOKOW TEPMHUYECKOM MPOBOJHOCTBIO, YTO JIEJAECT €r0 MACaIbHbIM MaTEPUAIOM AJIs TEIUIOBBIX
3alIUTHBIX CUCTEM. TakKe OH MCIONb3yeTcs B KauecTBE MaTepuaia JJis TOPMO3HBIX CUCTEM B
aBTOMOOMJIBHOM MPOMBIIIUIEHHOCTH, KOMIIOHEHTOB Il PAKETHBIX JABHUTraTeled U COMeN, PEeXyLINX
MHCTPYMEHTOB M a0pa3MBHBIX MaTE€pHalioB, W HJIEKTPOAOB JJS CBAPKU M 3JIEKTPOpazpsIHON
06pabotku [2—4]. CyiiecTBYIOT pa3inyHble METOAbI CHHTEe3a ZrB2, BKIIOUYas: MEXaHOXUMHUYECKUI
cuHTe3 [5], CHMHTE3 ¢ HCHONB30BAHMEM XHUMHUYECKOTO OCAKACHHS U3 MapoBoil ¢asbl [6],
O0OpOTEepMHUYECKOE BOCCTAHOBJIICHHE OKCHAOB [7], mMomydeHHE C HCHOJIB30BAaHHEM HCKPOBOTO
mwiasmMeHHoro  cnekanuss  [8].  IlepednciieHHBIE  METOMABI  XapaKTEPH3YIOTCS  BBICOKHMHU
SHEPreTHYECKUMH 3aTpaTaMy Ha Ipolecc CuHTe3a ZrB2 M Maloll IPOU3BOAMTENIBHOCTBIO, YTO
3aMETHO CKa3bIBa€TCs HA CTOMMOCTH TOTOBOTO MpOAyKTa. B CBA3M C 3TUM mpeansaraercs
HCIOJIb30BaHNE 0€3BaKyyMHOTO JJIEKTPOJYTOBOTO METOJIa, MO3BOJISIIOIIETO OOECIEeYUTh CHUHTE3
yabTparyromiaBkux OopumoB [9, 10]. Peanmsaumsi mporecca cCHHTE3a B OTKPBITOH BO3JYLIHOM
Cpelie C HCIOJIb30BAHUEM IUIa3Mbl AYTOBOTO pa3ps]ia MOCTOSHHOIO TOKAa MO3BOJUT 3HAUYUTEIHHO
CHU3UThH DHEPro3arparhl, 3a CUeT OTCYTCTBUSA HEOOXOJIUMOCTH CO3/IaHUS U MOJAEpKaHUS BaKyyma
Y UCHOJb30BAHUS MHEPTHOM Cpeibl, YTO 3HAUYUTEIHHO MOBBICUT 3HEProd((HeKTUBHOCTh Mpolecca
nojydeHust ZrBy v CHU3UT CTOMMOCTB TOTOBOTO TipoaykTa [11, 12].

Lenpto ngaHHON poOOTHI SBISETCS TMOJIyuYeHHE JUOOpHUIa LHMPKOHUS U3 IOPOIIKOB
METAIJINYECKOT0 IIUPKOHUS U aMop@HOro Oopa O€3BaKyyMHBIM 3JIEKTPOJYTOBBIM METOJIOM H
n3yueHue (a3oBOro cocraBa M napaMeTpoB KPUCTAIIITMUECKON PELIETKH MPOAYKTa CUHTE3A.

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

147

JKCNEePUMEHTAIbHAN YaCTh

CuHre3 nubopuaa LUUPKOHMS MPOBOJIMIICS Ha DJIEKTPOJYTOBOM PEAKTOpPE C BEPTUKAIBHBIM
PacTOIOKEHUEM IIEKTPOJIOB, ONMMCAHHOM B paHee OIMyOJIUKOBaHHOU padoTe [9]. AHO BHINIOJIHEH B
dbopme crepkHs quameTpoMm 8 MM U TMHHOM 100 MM, KaTo B BHJI€ TUTJIA B TUTJIE C BHYTPEHHUM
auaMeTpoM Maioro turis 20 MM M BHYTpeHHUM auamerpom Oombirero 30 mMMm. B kauectBe
HCXOJHOTO CHIPbsl ObUT B3AT KOMMEPYECKHI MOpOIIOK ZI 4ucToToi He xyxe 99.9 % co cpeanum
pasmepom yactul 10 10 MkM 1 amopdHBIN YepHbIi 00p uncToTOM HEe XYy)e 99 %. CMmech HUPKOHUS
1 00pa rOMOreHHU3UPOBaach B maHerapaoil meiapauie Retsh PM100 B teuenue 30 munyt. B xome
HKCHEPUMEHTa pa3psii UHULIUUPOBAICSA, BHYTPH TOJIOTO KaTo/a, BBHIIIOJHEHHOTO B (OpPME THIJI,
npu cuie Toka 200 A U IMTENBHOCTH MOJACpKaHus 1yroBoro paspsnaa 60 c. PentreHoda3oBbrit
aHanu3 ObUI IPOBEJIEH Ha peHTreHoBckoM audpakromerpe (Shimadzu XRD 7000s, A = 1,54060 A).

Pe3yabTaTsl

B pesynbraTe cHHTE3a COIJacHO MJAaHHBIM PEHTTEHOBCKOM TU(PPAKTOMETPUU TOTYYEH
onHoda3Hblil MOpoIIoK aubopuna uupkoHuss ZrBy ¢ rexcaroHanbHOU pemreTkor Tuma AlBg,
Ha pucynke 1 mpencraBieHa TuUnMuYHAas KapTHHA PEHTTEHOBCKOW mudpakuuu. [ludpakumnoHHbIe
MaKCUMYMBbI, HICHTU(UIIUPOBAHHBIC HAa KAPTHHE PEHTTCHOBCKOW ITU(PAKINU, COOTBETCTBYIOT
ATAJIOHHBIM JU(dpakMOHHEIM MakcumyMmaMm (as3el ZrB; u3 kaprouku B 6aze PDF4+ 75-1050.
TlomydeHsl 3aHaYeHHs HapaMeTPOB KPUCTAJLIMUECKOil pemeTku, pasHble: a — 3,1700 A, ¢ — 3,5330 A
u c/a — 1,1145, cooTBeTcTByIOIINE STAJOHHBIM 3Ha4YeHHIM (a3bl ZrBy w3 kaprouku B 0Oase
PDF4+ 75-1050: a—3,1700 A, ¢ —3,5300 A u ¢/a—1,1136.

4 ® 7B,

MHTEHCUBHOCTS, O.€.

10 20 30 40 50 60 70 80 90
20, rpag.

Puc. 1. Tunuunas xapmuna penmeeHo8cKou OUPPaKyuu CUHmMe3uposaHHo20 NPOOYKma

3akaoueHne

B xo/ie MpoBeIEHHBIX IKCIIEPUMEHTAIBHBIX HUCCIICIOBAHHUI JIOKa3aHa BO3MOXHOCTh CHHTE3a
nubopuna mUpKoHUS ZrBy M3 MOPOMIKOB METANTMYECKOro IMpKOHHUS W amopduoro Oopa
0e3BaKyyMHBIM 3JICKTPOIYTOBBIM METOJIOM. BBUT poBeieH peHTreHO(pa30BbIid aHATN3 U TIOTyICHBI
3HAYECHHUS TIApaMETPOB KPHUCTAIIMYECKON PpEIIeTKH, TMOATBEepkKAarone cuHTe3 (aser ZrBy,
coryacyroruecs ¢ JaHHbIMU U3 6a3pl PDF4+.
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brazooapnocmu: 6 pabome npumensinoco oobopyoosanue LIKIT HMHT TI1Y, noddepacantozo
npoexmom Munooprayxku Poccuu Ne 075-15-2021-710.

Qunancuposanue: paboma 6vINOIHEHA NPU YUHAHCOB0U Noddepicke Munucmepcmea HayKu
u svicue2o obpazosanus Poccutickou @edepayuu (npoexm Ne FSWW-2023-0011).
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Solid phase extraction and determination of tetracycline using a polymethacrylate matrix
D.E. Kuznetsova
Scientific Supervisor: PhD., N.V. Saranchina
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Abstract. Tetracycline and its derivatives shall apply in agriculture, provender milling, food
industry, etc. due to their broad spectrum of action, antibacterial activity and low cost. It is
important to ensure quality control of food and environmental objects containing residual amounts
of antibiotics. This research consists of the extraction of tetracycline with a polymethacrylate matrix
to develop a method for the solid-phase spectrophotometric determination of tetracycline. Indicated
that the greatest extraction of tetracycline by a polymethacrylate matrix from solutions is observed
in the pH range 8.9-9.6 in the form of H>TC™ with an absorption maximum at a wavelength of
380 nm. To visualize the analytical signal, the diazotization reaction of tetracycline in the matrix
was carried out and a product colored yellow with an absorption maximum of 430 nm was
obtained. This will allow for colorimetric determination of tetracycline content in objects by
measuring the color coordinates of the polymethacrylate matrix.

Key words: Tetracycline, polymethacrylate matrix, solid-phase spectrophotometry.

Brenenne

AHTHOMOTHKH IIUPOKO HUCIOIB3YIOTCS B MEIUIIMHE, CEIHCKOM XO3SICTBE, MPOW3BOJICTBE
KOpMOB, U 1p. CeMeicTBO TETPAlMKINHOB UMEET ITUPOKUN CIIEKTpP EHCTBUS, aHTHOAKTEPHAIBHYIO
AKTUBHOCTH ¥ HU3KYIO CTOMMOCTE. B ¢Bsi3u ¢ 3tuM TerpanukiuH (TL]) u ero mpou3BogHBIC TTUPOKO
MIPUMEHUMBI. B CebCKOM X03sIICTBE UX MCTIONB3YIOT KaK CTUMYISITOP POCTa, a TakxKe A7t 60pbObI ¢
OakTepua bHBIMH WJIM TPUOKOBBEIMH 3a00JIeBaHUSMU pAacTeHUH. B  KUBOTHOBOICTBE IS
NpoQUIAKTUKA PaA3TMYHBIX HWHMEKIHOHHBIX OOJe3HeH TEeTPalUKINH U €ro MpPOU3BOIHBIC
NOOABISIIOT B TMHTHEBYID BOMY WM KOPM JUJIs JICUEHUS WM TPEIOTBPAIICHUS Pa3TUIHBIX
MH(DEKIMOHHBIX 3a0oeBanuii [ 1, 2].

Kpome TOr0o, aHTHOMOTHKH HCIIOJIB3YIOT B IHINEBOW MPOMBINIICHHOCTH, B TOM YHCJIEC W B
OyTUITUPOBAaHHOM BOJE, Kak aHTHOaKTepuadbHBIE U MPOTUBOTPHOKOBBIC Mpemaparbl. B mporiecce
pa3IMBKA MUHEPAIBHOHN BOIBI U3 pe3epPBYapOB B OYTHUIH, IS COXPAHCHHSI CTEPHIIBHOCTH CHCTEMBI,
yepe3 Hee MPOMYCKAIOT AHTUOMOTHUKH, KOTOPHIE YAaCTUYHO IMOMAJal0T B BOAY. AHTHOMOTHKHU
cofieparcs B CTOYHBIX BOJAX MPEANPUATHH, B MYHHUIUIMAIBHBIX CTOYHBIX BOAAX, MOA3EMHBIX
BOJIaX M TOYBAX, a TakK)Ke B MUTheBOW Boje. [Io JaHHBIM MOHHTOpPHUHTA BOJ CpeIy aHTHOMOTHUKOB
HanOoJIee PaCIpPOCTPAHCHHBIMHU 3arpS3HUTEIIIMU  SIBIITIOTCS  aHTHOAKTepUaIbHBIC IperapaThl
TETPALMKINHOBOTO psia [3].

N30bITOYHOE TIpUMEHEHHE JTOTO JIGKAPCTBEHHOIO IIperapara, o00JaJlalomiero BhICOKOM
TUAPOPUILHOCTHIO M OMOJOTHYECKON CTa0MIBbHOCTBIO, IPUBOANUT K €r0 HAKOTUICHUIO B MPOIYKTaX
MMUTaHUS JKABOTHOTO Y PACTUTEIHHOTO MPOUCXOKICHHS, a TAK)KE B 00BEKTaX OKPYKAIOIICH CPeIbl:
MOYBaX, MOBEPXHOCTHBIX W TPYHTOBBIX BOAAX M MHUTHEBOM BOJE, Kyda OHU MOTYT TOIMACTh CO
CTOYHBIMH BOJaMHU (DapMaIeBTUYECKUX W CEIbCKOXO3SHWCTBEHHBIX Tpeanpustuid. [loBbimeHue
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Colep)KaHUsl aHTHUOMOTHMKA OKa3blBaeT HEraTWBHOE BIMSHUE Ha 370pOBbE 4YeNOBEKa U
HKOJIOTUYECKHUI OajlaHC OKPY)KAIOUIeH Cpebl, MPUBOIS K Pa3BUTUIO YCTOHYMBBIX K aHTHOMOTHKY
dbopm Oaktepuili W CHIKCHHIO J(PQPEKTUBHOCTH B BONpocax OOppObI C OakTepuaibHBIMU
uHpeKusaMu. i 3a1IUTh 3I0pPOBBS YEIOBEKa M 00eCIIeUeHUs POJOBOJILCTBEHHOM 0€3011acHOCTH
ObUIM BBEJCHBl HOPMATHBBI, KOHTPOJMPYIOIIME Ka4eCTBO NPOAYKTOB MUTAHHUS >KUBOTHOTO
npoucxokaeHus. CaHUTApHO-TUTUEHHYECKUE TPEeOOBaHUS K CONICPKAHHWIO TETPAlMKIMHA B
IIpOoAYKTax NuTaHus pertameHTHpyroTcs cormtacHo CanlluH 2.3.2.1078-01 [4]. IloaTomy BaxHO
o0ecreynTh KOHTPOJIb KauecTBa TMPOAYKTOB TMHUTAaHWS H OOBEKTOB OKPYKAIOUICH Cpelbl,
COZIEpIKaIINX OCTATOYHOE KOJIMYECTBO AHTUOMOTHUKOB.

[lens nmaHHOW pabOTHI 3aKIIOYAETCS B HMCCICAOBAHUHM JKCTPAKIHMH TETPAIMKINHA
MOJIMMETAaKPHIIATHOM MarpHIen ISt pa3paboTku METOTUKH TBepaodazHo-
CIEKTPO(POTOMETPHUECKOTO OIPEICIICHHS TETPAIIUKITHHA.

JKCNepUMEHTAIbHAS YaCTh

Cunmes nonumemaxpuramuvix mampuy. B pabore B kauecTBe TBepA0(ha3HOTO SKCTPAreHTa
MPUMEHSUTA TToMMeTakpuiaryro marpuity (IIMM), koTopyro mojydayid paauKaibHOH OJouHOU
MOJIMMEPH3AICH C HCIIOJIb30BaHUEM METHIIMETAKpUIaTa C JOOABIICHUEM MOJUITHIICHTIIHKOIIS
(puc. 1). JIns paboTel U3 UCXOAHOTO 0o0Opa3ia ObUIM MOJyueHBI MIacTuHbl pasmepom 0.4%0.4 cMm u
tommuHou 0.5+0.6 MM.

CH —£0°C t=
73 H4C 0 .0 CH, T=60°C, t=3 4
CH,=C N Se—cZ 0c'0 >C—C// — ‘
" he? S0 07T ch, ‘
METILIMETaKpILIaT METAKpILIAT KabIis n

I12I" 400

Puc. 1. Cunmes nonumemaxpuiamuou Mmampuyvl u 00pasybl Mampuy

Pe3yabrarsl
HccnenoBanue tBepaoda3Hoil skcTpakiuu Terpauukinia [IMM nyrem u3ydeHus copOouuu B
3aBucuMocty oT pH pacTBopa nmokasaino, 4To BO BceM AuanasoHe pH cpenbl Ha BceM HCCIeTyeMOM
UHTEpBaje JUIMH BOJH PErUCTPUPYIOTCA IIOJIOCHI IONIOLICHUS PA3JIM4YHOM HHTEHCHUBHOCTH.
HaubGonpimas oskcrpakius TterpauukinHa [IMM w3 pactBopoB HaOmofaercss B JIuama3oHe
pH 8.9-9.6 B popme HoTC . Makcumym nornoienus ykazannoit popmsl TL B [IMM nHabmronaetcs
npu januHe BoiHbl 380 HM. Jlng yBenwueHus SkcTpakuuu TeTpauukinHa [IMM  mpouece
JKCTparupoBaHusi mposoxuiau mnpu Temneparype 70 °C. Cxema mporecca 3KCTpakLUU
TETpaLMKINHA C UCTIOIb30BAHUEM MOJUMETAKPUIIATHOW MaTpUIlbl IPUBE/IEHA HA PUCYHKE 2.
A
MM
0,09 -

0,06 -

0,00 ‘ ; =
300 350 400 450 A HM

PactBOp Tepmomeiikep PotamuorHbIH mefiKkep KrogeTa g IIMM CrektpodoToMeTp Crnextpsl normomesns TIT 8 IIMM
juss MTH-100 Multi BioRS-24 Shimadzu UV-1800

Puc.2. Cxema onpedenenus mempayukiuna ¢ ucnonvsosanuem IIMM
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Jns  Bu3yanu3alMd W YCHJIEHHs aHalIMTU4YecKoro »sddexra mporecca IKCTPaKIUH
terparukinHa [IMM npoBoawim peakinuio auazotupoBanus TI[ B marpuie ¢ ucCnoiab30BaHUEM
JIMA30TUPYIOILETO peareHTa MO peakiuu, MPeACTaBIeHHOW Ha puc. 3 (a). s 3TOro miacTUHbI
I[IMM nocne skctpakuuu TI[ omyckanm Ha 1 MHUH B pacTBOp AMA30TUPYIOIIETO pearcHTa B
miesiouHo cpene. [Ipu atrom B [IMM 00pa3oBbiBasics OKpallIEHHBIM B SPKO-)KEITHIA L[BET MPOLYKT
NAa30TUPOBAHUS TETPALMUKINHA C MakcuMyMmoM mnoriouieHuss 434 HM. CHeKTpbl MOMIOMICHUS
npoxaykra auasorupoBanus TL] B pacteope [5] u B [IMM coBnanatot (puc. 3 06).

H

bl =N
NaNOz a A G 6
i \ |
H* —
80 2 wmrin

SOH 03 1\
Sulfanilic acid Diazonium salt

Di’::;i”m Tetracycline Colored azo compound 300 400 500 A, mM

Puc. 3. Peaxyuu nonyuenus ouazomupyiouje2o peazenma u Oua3omuposanus mempayurkiuna [5] (a);
cnekmpul no2noujerust npooykma ouasomuposanust TL[ ¢ [IMM (6)

OOpa3oBaHue OKpAIIEHHOTO MPOAYKTa PEAKLUU I03BOJSET MOBBICUTh YYBCTBUTEIBHOCTh
onpenenenus TL[ ¢ ucnonp3oBanuem [IMM. Kpome TOro, 3170 OTKpBIBAET BO3MOKHOCTH IIPOBOANTH
onpenenenue TI[ mMeTonoM LBETOMETPUHM C UCIOJIB30BAHMEM JUIsl PErMCTPAlMU aHAJIUTUYECKOIO
curHana (xkoopaunar 1Bera R, G, B wmim useroBoe pasznuuue AE) nBeTopeructpupyrommx
YCTpPOMCTB: 1U(ppoBoi (OoTO-, BHACO- U ONTUYECKOM oO¢pucHOM TexHuKu. HarmsaHocTs,
TEXHMYECKas IPOCTOTa M JOCTYMHOCTh METO/a IBETOMETPHUM JEJIAaloT IIeJIeCO00pa3sHbIM €ro
aKTHUBHOE BHEJIPEHUE B aHAJINU3 Pa3IMYHBIX 00BEKTOB Ha CO/IEpKaHHE TETPALMKINHA.

3akioueHue
B pesynbrare mNpoOBENECHHBIX MCCIEAOBAaHUN ITOKa3aHa BO3MOXKHOCTH onpeneneHus TLI
¢ ucnonb3oBanueM [IMM meronamu TBepaoda3HON CieKTPOHOTOMETPUHN U IIBETOMETPHUHU.
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Consolidation and physical and mechanical properties of ceramics
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Abstract. The paper studied the physical and mechanical properties of ceramics based on
zirconium carbonitride, consolidated by hot pressing. Consolidation was carried out at a
temperature of 2000 °C. It has been established that the complication of the crystal chemical
structure leads to an increase in mechanical properties, but also leads to an increase in the porosity
of the samples. During the research, such mechanical properties as the Vickers hardness of the
samples and the elastic modulus of the samples were determined. It was found that among the
studied samples, ceramics with an equimolar composition of zirconium carbide and zirconium
nitride have the highest hardness. Moreover, this sample had the highest porosity and the highest
elastic modulus.

Key words: ceramics, physical and mechanical properties, consolidation, zirconium carbonitride

Beenenne

PazpaboTka KepaMMUYeCKHMX MAaTepHajoB Ha OCHOBE COEIMHEHMH METaJIOB IEPEeXOJHBIX
rpynn ¢ a30TOM UM YIVIEPOJOM  SIBJISIETCS NEPCIEKTUBHBIM  HANpPaBIEHUEM  Pa3BUTHUS
MaTepHalioBeIeHUsl Ojarojaps COUYETAHHIO YHHMKAJIBHBIX CBOWCTB y Takux wmarepuanon. Ilpu
MOJIYyYEHUN JAHHBIX COCJUHEHUM M UX KOHCOJMJIUPOBAHUU B IUIOTHBIE OOBEMHBIE 00pa3lbl
HaOIoAaeTcsl JOCTH)KEHHE BBICOKMX TBEPAOCTEH, TemIeparyp IIJIaBlIeHUsl, HU3HOCOCTOMKOCTH,
CTOMKOCTH K arpecCHBHBIM XuMHuYeckuM cpenam [1]. Tlpu 3ToM cpenn coearHeHHN MEpeXOoTHBIX
METAJUIOB BBIACNSETCS COEJUHEHMs KapOuaa W HUTpUJa LUpKOHUS. JlaHHBIE CcOeTUHEHHUs
MEPCIIEKTUBHBI Oylarofaps BO3MOXKHOCTH IIOJIy4€HHS KapOOHUTpUIA LHUPKOHUS, CO CIIOKHOM
KPUCTAJNIOXUMHUECKONW CTPYKTYpPOH, M BBICOKMM TemIieparypam Iuiasienus, 3475 °C nna kapOuaa
u 2970 °C mis wutpunma [2]. Llenpro npencTaBieHHOW pabOThI  SIBJISUIOCH IPOBEACHHUE
KOHCOJIMUPOBAHUSA KEPaMUKH Ha OCHOBE KapOOHUTpHUAA IMPKOHMUA M ompeaeseHue (U3UKo-
MEXaHUYECKHUX CBOWCTB MOJIyY€HHBIX 00pa31oB.

JKCNepUMEHTAIbHASA YaCTh

B npoBenenHoit pabore uccineayembie 00pasibl ObUTM KOHCOTUANPOBAHBI METOJIOM TOPSYETrO
npeccoBanus npu temmneparype 2000 °C. IIpousBoamioch KOHCOIUAUPOBaHUE 00pa3loB KapOuaa
LUPKOHUS, HUTPUAA IMPKOHMS, MX SKBUMOJSIpHOW cmecu. M3mepenue TBepaocTeil 00pasioB
npousBogmwiock Ha [IMT-3. Onpenenenue monyneit ynpyrocreid oOpasloB ¢ aHAJIM30M KPUBBIX
Harpykenuss mnpousBommiock Ha Nanolndenter G200. Omnpenenenue MmIOTHOCTEH 00pa3oB
MIPOBOAMIIOCH C TPUMEHEHUEM METO/1a THIPOCTATUUECKOTO B3BEILIMBAHUS.
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B pesynbpraTte ompezeneHus MIOTHOCTEH HCCIEIyeMbIX KOHCOIUIUPYEMBIX 00pa3lioB ObLIO
YCTaHOBJICHO, YTO HAaMOOJIbINEH TUIOTHOCTBIO CPEeI UCCIEAYEMbIX KepaMHK 00JIaJjaeT KepaMHuKa Ha
OCHOBE HUTpUJA LIUPKOHUS, HAUMEHbIIEeH KapOua UMpKOHUs, Tabnuna 1.

Inomnocmoe uccnedyemuvix 0bpaszyos

CocraB ITnotHOCTH, T/eM®
ZrN 6,96
50 m011.% ZrC - 50 mon.% ZrN 6,5
ZrC 6,48

Tabnuya 1

boun onpenenensl TBepocTH 10 Bukkepcy uccienyeMbpIx cOCTaBOB KEpaMUK. Y CTAHOBJIEHO,
9T0 HauOOJNbIIEH TBEPAOCTHIO OONAgaeT KepamMHKa Ha OCHOBE KapOOHHUTpHUIA IMPKOHHMSA,

SKBHUMOJISIPHOTO coctaBa (puc. 1).
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Puc. 1. Teepoocmu uccnedyemuvix 006pazyos

Ha Nanolndentrer G200 ObII0 BBIMOJHEHO WHACHTHPOBAHHE C AHAIM30M KPHBBIX

HarpyxeHus (puc. 2).
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Puc. 2. Kpusas naepyaicenus uccredyemozo obpasya
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I[Tpu aHaM3e yrita HAKIIOHA OTPE3Ka KPUBOW COOTBETCTBYIOIICH pa3rpy3Kke ObUTH ONpPE/IeICHbI
MOJYJIH yrpyroctu (puc. 3).

600 ~

ZN
50 mon.% 2ZrC - 50 mon.% ZrN

)

n

o

o
1

200

Mogaynb ynpyroctu, Ma

0 -

Puc. 3. Mooyns ynpyzocmu ucciredyemvix o6pasyos

3akiroueHne

B pe3ynbpTaTe mMpoBeIEHHBIX MCCICAOBAHUN YCTAHOBJICHO, YTO HAMOOIBIINMHU TBEPIOCTHIO U
MOJyJIEM YIIPYrocTH 00JiajaeT KepamMHKa SKBHUMOJSPHOIO COCTaBa, YTO CBS3aHO C YCIOKHEHUEM
KPUCTAUNIOXUMHUECKOTO CTpoeHus. CleayeT OTMETHTh, YTO HaumOONbIIeH IUIOTHOCTHIO CpEeau
UCCIIEyeMbIX COCTaBOB O0JIaJacT KepaMHUKa HAa OCHOBE HUTPHAA LUPKOHMS, a HaUMEHbIIEH
KepaMHuKa Ha OCHOBE KapOuaa mupKoHUs. [Ipu 3TOM 71 SKBUMOJISIPHON KEPaMHKH HE COXPAHSICTCS

3aBUCHMOCTb, OCHOBaHHAasi Ha IPaBWJIE aJJUTHBHOCTH, YTO CBUAETEIBCTBYET 00 YBEIUYCHHU
MOPUCTOCTH 00pasIa.
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Crystal structure features of imidazolium barbiturates,
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Abstract. At present, barbituric acid and its derivatives play an important role in coordination and
supramolecular chemistries, where they are used as building blocks to construct various compounds
with intriguing properties. In the current study, we synthesized three novel salts of barbituric (H2BA)
and 2-thiobarbituric (H.TBA) acids with imidazole (Im) and characterized them by elemental CHNS
and thermal analysis, FT-IR and UV spectroscopy, single-crystal and powder X-ray diffraction. Also,
solubility studies for the initial acids and the obtained salts were performed. As a result, it was shown
that HIm(H(T)BA) are thermally stable in air up to ~/00 °C and are more soluble in water than
H>(T)BA. Also, the structures of salts revealed non-typical crystal packing of the barbiturate anions.
Thus, the obtained results complement the comprehensive and systematic investigations of
barbiturates and expand the currently available knowledge about their supramolecular organization.
Key words: barbituric acid, 2-thiobarbituric acid, imidazole, polymorphism, crystal structure.

BBenenue

bapouryposas (BK, H2BA) u 2-tuobapouryposas (TBK, H2TBA) kucnotsl — mpocreiiime
MIpe/ICTaBUTENHN Ki1acca 0apOUTypaToB, UHTEPEC K KOTOPHIM B MOCIEAHHUE IECATUIIETHS 00YyCIOBIEH
0COOEHHOCTSIMH UX MOJIEKYJIIPHOH U cynpamosiekyisipHoi opranuzanuu [1]. Tak, (T)BK yuactByror
B (DOPMUPOBAHUM PA3HOOOPA3HBIX HEKOBAJIEHTHBIX B3aUMOJIEHCTBUM, BKIIIOYAsl BOJIOPOAHbBIE CBSI3U
U TT-B3aUMOJICHCTBHS, @ TAKXKE CYILIECTBYIOT B BUJIE PA3JIMYHBIX TAYTOMEPHBIX (POPM U MOTUMOPPHBIX
Moauduxamuii [2]. XapakrtepHoil uepToil OapOUTYpaTOB SBISETCS CKIOHHOCTh K OOpa30BaHUIO
LUKIMYECKUX CYIPAMOJIEKYISpPHBIX MOTHBOB R3(8) mocpenctBom N—H---O MeXMONEKYISPHBIX
BOJIOPOJHBIX CBsI3€H, 00bEANHIONINX OapOUTypaTHbie (hparMeHThl B 0ECKOHEUHbIE 1IN WU JIEHTHI
[3]. Ocoboe BHUMaHUE 3aCTy)KUBAIOT COSTUHEHUSI, COJIEPIKAIINE, TOMHUMO 0apOUTYpaToOB, MOJICKYJTbI
JpYTUX OpraHMYECKUX BemiecTB. B "acTHOCTH, W3BECTHBI OApOUTYpAT TUAOKAMHMUS, 001 aroIHii
HEJIMHEHHO-ONTHYECKUMH CBOMCTBaMH, O0apOUTypaT MeNaMUHUS, SBISIONIMICS KOBaJIEHTHBIM
OpraHMYEeCKUM KapKacoM, 0apOuTypaThl HA OCHOBE PA3IMYHBIX aHTUOHMOTUKOB (PTOPXHUHOIOHOBOTO
psiza, MpesCTaBISAIoNINe COOOM COJM, COKPUCTAIUIBI U COJIEBBIE COKPUCTAILIBI (hapMalleBTUYECKOTO
Ha3HAYCHUS, a TAKXKE PSI APYTUX MPou3BoaHbIX [4]. Takum 06pazom, 6apOUTypaThl UMEIOT IIUPOKUE
BO3MOXXHOCTH U1l MH)KEHEPUH KPUCTAJIJIOB ¢ OTEHLUAIBHO NOJE3HBIMU CBOMCTBAMH, BO MHOTOM
3aBUCSIIMMU OT BbIOOpa BTOPOrO KOMIIOHEHTa, B KadecTBE KOTOPOro B HacTosuled padorte
UCTOJIb30BaH umuaazol (Im).
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Ilenp wucciaemoBaHusi — TIONYYCHHE HOBBIX COJIEM Ha OCHOBE 0apOUTYypoBOH U
2-Tn00apOUTYpOBOM KUCIOT C UMHIa30JI0M, a TaKXKE M3yUYE€HUE UX KPHUCTANIMYECKOW CTPYKTYPBHI,
BKJIIOYass OCOOCHHOCTH CYNPaMOJICKYJSIPHON oOpraHu3aiuu, U (U3HKO-XUMHUYECKHX CBOWCTB
(TepMuUecKOl yCTOMYMBOCTH Ha BO3/1yX€ U paCTBOPUMOCTH B BOJIE).

JKCNepUMEHTAIbHAS YaCTh

B pabore wucnonb3oBanbl OapOutypoBas (x.4., Peaxmm, Poccusi) m 2-tmobGapOuTypoBas
(x.4., [lnasm, Poccust) kucimorsl, uMuaa3on (x.4., Sigma-Aldrich, CIIIA), cBepxuucras Boga (tur |)
U dTHIaneTar (X.4., 9koc-1, Poccus).

Cunte3 Gapourypara umuaazonus HImM(HBA) (1) npoBoaunu myreM 100aBiICHHS HaBECKH
Im (354,0 mr, 5,2 MMoub), pa3/eliecHHOW HA JIBE paBHbIC MOPIMH, K BOAHOU cycreH3uun HoBA
(334,8 mr, 2,6 mmounb; 10 mu). [anee monyuernyto cmech (PH 7—8) Beiaep:kuBaIi Ha BOASHON OaHe
(80 °C, 10 MuH) mpU TOCTOSIHHOM MEPEMENIMBAaHHUHM M OCTABISUIM HAa CYTKU NPH KOMHATHOMN
temreparype. OOpa3oBaBiImiics O€XeBblil 0CalOK OT(PUILTPOBBIBAIM U OTOpachiBajiu, a puiabTpar
MOJIBEprajii MeJUICHHOMY ucrnapeHuto. Crnycts Henenro chopMUpOBABIIHICS OJIeTHO-OPaHKEBBIM
KPUCTAINTNYECKHH 0CaZl0K OT(OUIBTPOBBIBAIIU, ITOCIEA0BATEIHHO MPOMBIBAIH JeIIHOM Boa0#H (1 M),
sTIiIaneraToM (2 X 5 M) M 3aTéM BBICYUIMBAJIM Ha BO3JyXe INpPU KOMHATHON Temmeparype
710 TIOCTOSIHHOM Macchl. Beixos mpoaykTa coctaBui 428 mr (86 %).

Haiineno, %: C 41,60; H 4,65; N 29,40.
Jnsa C7HgN4O3
BBIUMCIEHO, Y0: C 42,86; H4,11; N 28,56.

Cunre3 2-tuobapourypata umunasonus HIM(HTBA) (3) nmpoBoauIu aHATOTHYHBIM 00pa3oM
nyrem B3aumopencteus 245,1 mr Im (3,6 mmons) ¢ 259,5 mr H2TBA (1,8 mmons). Cnycrs nBe
Hee M 00pa30BaBIIKMECs B X0/ MEIJICHHOI0 ucnapenus Gpuistpata (PH 7-8) GeskeBbie Hroib4aThie
KPUCTAJUIBI OT(OHIETPOBBIBAIH, TIPOMBIBATI BOJIOM, ATHIIAIETATOM M BBICYIITUBAIH J0 TOCTOSHHON
Macchel. Beixog npoaykra coctaBui 299 mr (60 %).

Haiineno, %: C 40,75; H 4,83; N 27,69; S 14,11.
Jns C7HgN4O2S
BBIUHCIEHO, %0: C 39,43; H 3,78; N 26,28; S 15,04.

Kpome toro, ams HIM(HBA) Obuta monydena u apyras noiumopdHas moaudukaims (2),
CHHTE3 KOTOPOii onucaH B padote [4].

Bce BblieneHHble coeuHEHUs ObLIM oxapakTepu3oBaHbl Mmeronamu HK-cnekTpockomnuw,
PEHTTeHOBCKON H(ppakTOMETpUu (MOPOIIOK MW MOHOKPHUCTAILI), CHHXPOHHOTIO TEPMUYECKOTO
aHanmu3a, Y®D-cnekTpopOoTOMETpUH M PACTBOPUMOCTH. MOHOKPHUCTAIIBI, NPUTOAHBIE IS
PEHTT€HOCTPYKTYPHOTO aHaJM3a, BBIOMpAM HEMOCPEICTBEHHO M3 O00med Macchl OCaJIKOB.
[ToapoOHOE onucaHue YCIOBUiT MPOBEACHHBIX SKCIIEPUMEHTOB MPEICTaBICHO B padote [4].

PesyibTaTsl

VY CTaHOBJICHO, YTO BBIICICHHBIC COCTUHEHUS TMPEICTABISIOT COOOW CONM HMMHIA30JUS C
MoHomnpoToHupoBaHHbiMU aHnoHamu (T)BK cocrtaBa 1 : 1, uTo coriacyercst ¢ TEOPETHYECKUMH
NPE/ICTABICHUSMH, COTJIACHO KOTOPHIM 00pa30BaHUE COJIM HanOOJiee BEPOSITHO B TOM CiIydae, eCilu
ApKa = pKa (mpotonupoBanHoro ocHoBauusi) — PKa(kucimoter) > 2 wim 3 [4]. Hdus obeux
uccneayembix cucreM ApKa > 3 (ApKa = 3,35 mis HoBA-Im u ApKa = 4,74 nis HoTBA-Im), ato
yKa3bIBaeT Ha BO3MOKHOCTH KHCJIOTHO-OCHOBHOT'O B3aMMOJCHCTBHS MEXKIY paccMaTpHBAEMBIMH
KOMITOHEHTaMH.

Becbpma uHTepecHbIM ObLT TOT (hakT, uro HIM(HBA) ciocobeH cymiecTBOBaTh Kak MUHIMYM B
BUJIC JBYX MOJUMOP(HBIX MOAU(DUKAIMKA, KPHUCTAUTU3YIONMXCS B MPOCTPAHCTBEHHBIX TPYIIIAX
C2/m (a=21,3255(17) A, b=12,1156(10) A, c = 14,6128(12) A, B = 119,235(3)°, V = 3294,6(5) A3,
Z=16) nna (1) u P1 (a =12,0971(3) A, b = 12,1081(3) A, ¢ = 13,3996(3) A, a = 80,9330(10)°,
B =73,8040(10)°, y = 60,9000(10)°, V = 1646,31(7) A3, Z = 8) nna (2). B 06oux caydasx aHHOHBI
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HBA™ coenunensl npyr ¢ npyrom mocpenctBoM Nusa—H:--O BomopomnbIx cBsizeil U o0Opasyror,
TakuM 00pa3oM, OECKOHEUHBIE JICHTHI BIOJIb OCH @, KOTOpPbIE O0BhEAMHEHBI MEXIy COOOM B CIIOU C
nomoinsio Nuim—H: O BoZOpOIHBIX CBsA3eil, peanusdyeMbix ¢ ydyactueM karuonos HIm™. Kpome
TOTO0, B CTPYKTYpax Takxke HaOII0Aat0TCs clabble MEKMONIEKYIspHble KOHTAKThl CHim—H: - O.

B HIM(HTBA) (3), BblIeNeHHOM B BUJE MOHOKJIMHHBIX KpHCTawIoB (4 = 8,5356(4) A,
b =11,9051(6) A, c =10,5692(4) A, p = 112,3500(10)°, V = 993,33(8) A3, Z = 4, npocrpaHcTBeHHAs
rpynma P21/m), annonst HTBA™ taxke 00pa3ytoT OeCKOHEYHBIE JICHThI, 00bEANHEHHBIC B CJIOU TIPH
yuyactun KatoHoB HIm™. Oxnako B janHoM ciyuae cinadbie MexMoeKyaspabie koaTakTel (C)H:--S
OTCYTCTBYIOT. Pasznuuuns Mexay kpuctaummdeckumu crpykrypamu (1)—(3) moapoOHO paccMOTpeHbI
B pabore [4].

L{BeT coeaunenuit, ux koHctantbl pactBopumocTs B Boje (Ks; t = 25 °C), a Taxke 3HaUCHHUSI
TEeMIIepaTyp MJIABJICHUS U Pa3JI0KEHUS MIPeICTaBICHBI B Ta0J., U3 KOTOPOIl CIIeIyeT, YTO: BO-TIEPBBIX,
BBIJICTICHHBIC COM OoJiee pacTBOpuMEI B Bojie, ueM (T)BK, a (2-tno)6apOuTypar-uoHbI B UX COCTaBE
JEMOHCTPUPYIOT OONBIIYI0 TEPMUUYECKYIO YCTOMYMBOCTD 110 CPABHEHUIO C UCXOAHBIMU KUCIIOTAMU;
BO-BTOPBIX, 0apOUTypar uMuaa3omus 0ojee paCTBOPUM, YeM aHAJIOTMYHBIN 2-THO00AapOUTYpaT, B TO
Bpems kak ansa camux (T)BK nabGnromaercs oOpaTtHas 3aKOHOMEPHOCTh; B-TPEThUX, TOTUMOP(DHBIE
moudukaimn (1) u (2) MOXKHO pa3IHYUTh MKy cO00# 1Mo ux okpacke (Tadu. 1).

Tabnuya
Dusuko-xumuueckue ceolucmea ucxoonvix (2-muo)bapoumypoewix kuciom u ux umuoazonuesvix coneti (1)—(3)
CoenuHeHne Lser —lgK; tu (¢ pasnox.)?, °C

H,BA Oenblit 4,90 + 0,031 245

H.TBA GeKeBbIi 3,89+ 0,07 251

1 6neHO-opanKeBsIii | 2,08 + 0,01 257

2 OJ1e THO-KENTHII — 252

3 OeXKEBLII 2,58+0,14 271

L Ho(T)BA@m) <= H' o) + H(T)BA ), Ks = [H*][H(T)BAT].
2 [InaByienue ¢ OJHOBPEMEHHBIM Pa3JIOKeHHEM s (2-THO0)6apOUTYpaTHOH COCTABIAIOMIEH.

3aki0ueHue

Takum oOpa3om, B HacTosuleld paboTe MOJNyuyeHbl TPU HOBBIE COJH (2-THO)0apOUTYpPOBBIX
KHCJIOT C HWMHAA30JI0M, CTPOEHHE KOTOPBIX YCTAHOBJIEHO IIOCPEACTBOM MOHOKPUCTAIBLHOTO
PEHTIeHOCTPYKTYpHOrOo aHanmu3a. J[1s BBIIENEHHBIX COEIMHEHMH M3ydeHa TepMHUYecKas
YCTOMYMBOCTh Ha BO3YX€ U pPAaCTBOPUMOCTD B BOJIE.
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Regularities of oxidation of cumene with air in low temperature plasma of a barrier
discharge: influence of reactor temperature
A.V. Leshchik
Scientific Supervisor: Dr. S.V. Kudryashov
Siberian Branch Institute of Petroleum Chemistry, Russia, Tomsk, Akademicheskiy str., 4, 634055
E-mail: ms.leshzchik7@gmail.com

Abstract. The regularities of direct oxidation of cumene by air in barrier discharge plasma at
different temperatures of the plasma-chemical reactor have been studied. The main product of the
synthesis is acetophenone and dimethylphenylcarbinol the total content of which does not fall
below 70% wt.. Benzaldehyde and benzoic acid were also detected, the total content of which
reaches 12% wt. Among other products, light oxygen-containing compounds (acetone, methyl
formate) were identified. It is shown that the control of the reactor temperature during the oxidation
of cumene in the barrier discharge plasma is expedient for controlling both the cumene conversion
and the composition of the reaction products.

Key words: barrier discharge, non-thermal plasma, direct oxidation of cumene

BBenenne

AJNbTEepHATUBHBIE METOAbl OKHUCIEHHS apoOMaTHYECKMX COEAMHEHHUH He TepsiloT CBOei
aKTyalbHOCTH yXe J0Jirue rojsl. B npenpiiynmx pabotax mo okucieHuto 0exsona [1] u Tomyona
[2] B munasme OapbepHoro paspsna (bP) mpomeMoHCTpupOBaHO BIMSHHE TEMIIEpaTypbl CTEHOK
peakTopa Ha KOHBEPCHUIO M COCTaB MPOAYKTOB peakuuu. /laHHas paboTa sBiseTcs MPOAOKEHUEM
UCCIIEIOBaHMS 10 M3YYEHUIO 3aBUCMMOCTU KOHBEPCHUU U CEJIEKTHUBHOCTU 00pa30oBaHUs MPOJYKTOB
peakuuu OKHCIIEHUS apOMaTHYECKHX YIVIEBOJAOPOJOB OT TEMIIEpAaTypbl CTEHOK pEaKTopa.
WccnenoBanue OyneT Mosie3HO MpPU MOJEIMPOBAHUM IIa3MOXMMHUYECKHX MPOIECCOB C y4acTUEM
YTJIEBOOPOIOB, B TOM YHCIE Ul pa3pabOTKH TEXHOJOTHM KOHBEPCHH YIIJIEBOI0POJICOIEPHKAILETO
CBIPBS C IPUMEHEHUEM IJIa3MOXHUMUHU.

[IpencraBneHsl pe3ynbTaThl UCCIEIOBAHUS OJHOCTAMHHOIO OKUCIEHHS M30MPONMIOeH301a
(kymona) BO3AYyXOM B HHU3KoTeMIeparypHoil mnasme bBP, u pesynbratel TemmneparypHOil
3aBUCHMOCTH Ha OCHOBHBIE [TAPaMETPbI OKUCIUTEIBHOTO CUHTE3A.

JKCNepUMeHTAIbHAA YaCTh

DKCIepUMEHTHI M0 OKHCIEHUIO apOMaTHYECKUX YIJIEBOAOPOJOB MPOBOJAMIM Ha YCTaHOBKE
[1], mo3BosjsrolmEll B NPOTOYHOM PEXKHUME OKHUCIATH KUCIOPOJAOM >KMJIKHE YIJIEBOJOPOJIBI.
Hcnonb30Bancss CTEKISHHBIA peakTOp € JIBYMS KOAKCHAJIbHO PACHOJIOKEHHBIMH CTEKJISTHHBIMU
TpyOkamu (crekso mapku «Ilupekcy).

VYcinoBus 3KCIEpUMEHTOB: Temneparypa peaktopa 12—40 °C, pacxon apoMaTHYeCKHX
yraeBonopooB — 0,26 cm®/Mun, pacxon Bosmyxa — 60 cM>/MHUH, BpeMs KOHTAKTa UCXOIHOM CMECH ¢
pa3psAIHON 30HOW peakTopa coctaBwio 7,3 ¢, maBieHue — atmocdepHoe. YacTtoTa MOBTOpPEHUS
UMITyJIbCOB HanpsikeHus paBHsnack 400 ['u. AktuBHas MomHocTh bP cocraBuna 1,6 Br.
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CMech TpPOAYKTOB W3 MNPHEMHHMKA AHATM3UPOBATH METOJOM Ta30BOM xpomaTtorpaduu
(razoBerii xpomarorpad «HP 6890» c miamMeHHO-MOHHM3AIMOHHBIM JIETEKTOPOM, KaNWJUISIpHAS
KojoHKa «HP—1»).
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Pe3yabTaTsl

KonBepcust kymona mpu OKHUCICHHHM BO3IyXOM B HCCIEIyeMOM JHAara3oHe TeMIepaTyp
(puc. 1) nonyuyeHa 3a 0IMH MPOXOJ UCXOJHON CMECH Yepe3 ra3opa3psIHblid IPOMEKYTOK PEaKTopa.
[Ipu n3menenun Temreparypsl cTeHOK peaktopa ¢ 12 °C go 40 °C koHBepcHsi KymMoJia BO3paCTaeT ¢
0,7 % mac. 1o ~1 % mac., uTo cooTBeTCTBYET 3Hepro3arparam 13,9 u 11,2 kBT u/kr.
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Puc. 1. Konsepcusa kymona npu oxucienuu 8o30yxom 6 BP npu paznuunoil memnepamype cmeHok peakmopa

Oxkwuciienre u3onpornuioeH3ona Bo3nyxoM B BP conpoBoxaaercs 00pa3zoBaHieM B OCHOBHOM
arnieroeHoHa U JUMeTWwI(peHnIKapOrHoIa, olliee cofep)KaHue KOTOPBIX HE OIyCKAaeTCs HUXKe
BennuuHbl 70 % wmac. (puc. 2). Takke oOHapyxeHbl OeH3anbAerua M O€H30HHas KHUCIIOoTa,
CyMMapHO€ CcoJiepKaHue KOTOpbIXx Jocturaer 12 % wmac.. Cpennm OCTalbHBIX HPOIYKTOB
UICHTUQUIUPOBAHbl JIETKHE KHUCIOPOJACOAEpkKAllUe COeNMHEHUs (aleToH, MeTuiadopMuar).
OctanbHble COEIMHEHHMS JOCTOBEPHO HE MICHTU(UIMPOBAHBI, COJEP)KaHHE OTIEJIBbHBIX
coequHeHnil He mpesblmaer 1-3 % wmac., ogHaKo UX oOIIee KOJIMYECTBO B CPEAHEM MOMKET
nocturath BenuuuHbl 20 % mac.. deHona U Ipyrux COEIMHEHUHN C THIAPOKCUIBHOW Tpylmoi B
OEH30JIbHOM KOJIblie He 0OHApPYKEHO.

VYcTaHOBIIEHO, YTO NpPU OKHMCIEHWH KyMoOJla BO3JYXOM COJEpXaHHE aleTopeHoHa B CMecu
IIPAKTUYECKH HE WM3MEHsETCsl (3HaueHue Bapbupyercd B mpenenax 35-39 % mac.). Yeenuuenue
TeMIepaTypbl OKHCIEHHS KyMOJIa BO3yXOM MPUBOJUT K HE3HAUUTEIIbHOMY CHHKEHUIO COJIEpKAHUS
TUMeTUI(PEeHUIKapOruHOIa B CMECH MPOAYKTOB peakiuu B npenenax 21-25 % wmac. (puc. 2).
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Puc. 2. Cocmas npooykmos oxucienusi Kymona o30yxom ¢ bP
npU pasiuduHol memnepamype CmeHoK peaKxmopa:
B — codeparcanue ayemogeHona 6 cmecu npooyKmos peaxyui,
A — cooepocanue oumemuapenurkapOUHoNa 8 cmecu NPOOYKMo8 peakyuu
3aki0ueHue

N3y4eHpl 3aKOHOMEPHOCTH OKHCJICHHUS H3OMPONHIOeH307a BO3IyXxoM B BP B ycmoBusax
3¢ (GEKTUBHOTO BBIBOJA MPOAYKTOB peakiuu u3 peaktopa. OkuciaeHne Kymoia Bo3ayxoMm B bBP
COIIPOBOKAAETCS 00pa30BaHMEM B OCHOBHOM aleToeHOHa M TUMeTUI(peHnIKapOrHoIa, oo1ee
CoJiep’)KaHUE KOTOpbIX He omyckaercs Hwke BenuuuHbl 70 % wmac.. Takke oOHapyKeHbI
OeH3anbaeru] 1 OeH30MHas KMCII0Ta, CyMMapHOE Cofiep)KaHue KOTOphIX Jocturaet 12 % mac..

BerBreHHBIE 3aKOHOMEPHOCTH TO3BOJISIIOT Pa3paboTaTh CIIOCOOBI YMpaBIICHHS IMPOIECCOM
OKHCJICHMsS apoMaTUYeCKHX YIJIeBOJOPOJOB B HHU3KOTemIepaTrypHoi Iuiasme BbP Ha ocHoBe
KOHTPOJISI TEMIIEPATyPhl TIPOBEIEHHS ITPOIIECCa.

Uccneoosanue evinonrneno 6 pamkax eocyoapcmeennoco 3aoanuss HXH CO PAH,
Qunancupyemoco Munucmepcmeom Hayku u evicuieeo obpazosanusi Poccuiickoi @edepayuu,

npoexm FWRN-2021-0003.
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I'esib HA OCHOBE XUTO03aHA U XJIOPH/IA HATPUS KAK TeCT-CHCTEMA
KOpPpOo3UOHHOTo noBeaeHus ciiapa AZ91A-ASTM B
JIn Xaonans, I'oy [1un, JIn Xyarun
Hayunsbiit pykoBogutens: nouent I'.B. Jlssmuua
HanumonaneHblii ncciie1oBaTebCKuil TOMCKUI MTOTUTEXHUYECKUN YHUBEPCHUTET,
Poccus, r. Tomck, nip. JIeanna, 30, 634050
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Gel based on chitosan and sodium chloride as a test system
for corrosive behavior of alloy AZ91A-ASTM B
Li Haonan, Gou Ping, Li Huating
Scientific Supervisor: Ass. Prof. G.V. Lyamina
Tomsk Polytechnic University, Russia, Tomsk, Lenina str., 30, 634050
E-mail: haonan3@tpu.ru

Abstract. In this work, acetic acid will be used to dissolve chitosan to prepare a sol, and the chitosan
will be gelled by controlling the temperature to evaporate the acetic acid and excess water in the
sol. The gel will be used as a quasi-solid electrolyte to simulate the human body environment to
evaluate the corrosion resistance of medical alloys. In order to simulate the human body
environment more accurately, the main liquid component in the gel will be controlled to be a NaCl
solution with a concentration of 0.9 %, and the liquid component will account for 60% of the gel
mass. In the work, it is necessary to design a method to evaluate the water content of gel, test and
summarize the proportion and preparation process of this kind of gel, and discuss the influencing
factors that affect the water content of gel.

Key words: polymeric gel, chitosan, medical allow, corrosion

Beenenue

l'enn pa3nu9yHOrO COCTaBa MPEACTABISAIOT co0OW ceTdyaThlii Kapkac (aucmepcHas aza) ¢
KHUJKOW HempepbIBHOW (a3oii, pacnpeneNeHHOW B MHMKpPOINOpax. OTO HMEET OIpeAeseHHOe
CXOJICTBO C OMOJIOTMYECKUMH KIeTKaMH. brmaronmapst aTomy B 0o0iacTn OMOMEIMIIMHBI TEIH 4acToO
UCIIOJIL3YIOTCS. B KAuyeCTBE MOJENeil JUIs HMMUTAlMM TKaHEeH 4YeloBeKa IPU TECTUPOBAHUH
(OpMaKoJIOTHYECKHX TperapaToB, WCCIEIOBAHUM IMOBEJCHUS OakTepwii W mp. B dwactHOCTH, B
HACTOSIIEee BpPEMs HCIOJB3YIOT T'elId Ha OCHOBE arap-arapa [1], momuBuHMIOBOTO crupra [2],
METaKpPHIOBOM KUCITOTHI [3].

B mocnenHee BpeMsi aKTUBHO pa3padaThIBAIOTCS COCTABbI HA OCHOBE MOJIMMEPOB KHUBOTHOT'O
MNPOUCXOXKCHUS, HAampuMmep, XxuTo3aHa (XT) Ui MEIMIMHCKUX NprMeHeHud. Ha ero ocHoBe
W3rOTABIMBAIOT TOBS3KHU JIJIs 30KUBIICHHS PaH, KOCMETHUYECKHE CPEJICTBA, XUPYprudeckue HUTH [4].

B mHamem wuccriegoBaHMM MBI TOMBITAIMCH HCIIONB30BATh €r0 JUIS  IPUTOTOBIICHHUS
MOJMMEPHBIX TEJIEBBIX JJIEKTPOJIIMTOB, HMUTHPYIOIIUX CpPEly OpraHu3Ma YellOBEeKa, NMpPU OLCHKE
KOPPO3UOHHOTO MTOBEJICHUSI MEAUIIUHCKUX CIUIABOB.

Ilens paboThl — CHHTE3MpOBATh Telib Ha OCHOBe xurTo3aHa W pactBopa NaCl u omenuts

BO3MOXXHOCTh €0 MPUMEHEHHS B KAa4eCTBE AJIEKTPOJIHTA IJI OICHKH KOPPO3HOHHOW CTONKOCTH
MmeauiuHckoro cruiasa AZ91A-ASTM B.

JKCNepUMEHTAIbHASA YaCTh

B pabote O6buIM MCIIONB30BaHBI 'elIM U3 XMTO3aHa, IIIMLEPUHA U XJIopuaa HaTpus. [ nurepun
(I')1) mcnonp3yloT Kak MIacTULMPYIOIIUN areHT, a XJ0pHUA HaTpusl, KaK (U3NO0IOTHYECKUI pacTBOP.

I'enueBble MIEHKU MOJIyYaiau cieayromuMm odpasoMm. PactBopsiiu 400 mMr xutozana B 20 mi
2 %-to pactBopa CH3COOH B TeyeHne cyTok. PacTBop XxuTo3aHa MOMEIIANN B CYIIMIBHBIN TITKad
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npu 70 °C mis ynaneHwst ®uakou (asbl, coaepikamiell yKcycHyro kuciaory. OOpa3oBaBIIyIOCS
IEHKY cHOBa pactBopsuid B 10 Mi1 BOAbBI, BBOAWIM 2 MJI TJIMLEPUHA U OCTAaBISUIM HA CYTKH.
IInenxu u3 pactBopoB nosyyanu B yamkax Ilerpu mpu 70 °C.

Jliia onieHKu mporecca GOpMUPOBaHUS MJICHOK U3MEPSIN U3MEHEHHE MX MacChl B MPOLIECCE
CYIIKH 0€3 TIHUIEePHHA.

CHekTpbl 3JEKTPOXMMHUYECKOTO UMmIeaanca nojaydyanu Ha noreHmnuocrtate CorrTest CS310.
B kadecTBe 3JEKTPOJUTOB HCIOJIb30BaIK ToauMepHbIid reib u 0,9 % pactBop NaCl; B kauectBe
pabouero snekTpona — MeauuuHCKU criaB AZ91A-ASTM. B sueiike ¢ KHIKUM 3JIEKTPOJIUTOM
MIPUMEHSUIA HACBIIIEHHBIE XJIOPUIACEPEOPSHBIC AJIEKTPOJBI, KaK BCIIOMOTATEeILHOTO AJICKTPOaa H
AJIEKTPO/Ia cpaBHEHUS. B sueiike ¢ reiab-37eKTPOIUTOM MPUMEHSUIH IpadUT, Kak BCIIOMOTaTeIbHBIH
AJNEKTPO U HUKEJb, KaK dJIEKTPO]] CPABHEHUSI.

Pe3yabTarsl

KonnuecTBo KaXXAOro peareHTa pacCUUTHIBACTCS HCXOJS W3 COOTHOILIEHUS TBEPABIX U
KUJKUX  KOMIIOHEHTOB B  opranusMe denoBeka, 40%, wu 60 %, COOTBETCTBEHHO.
B pa3pabateiBaeMOM Telie >KeIaTeIbHO COXPaHUTh JaHHbIe Hpomnopruu. Takum oOpazom, 40 %
JIOJDKEH COCTaBIIsATh XUTO3aH, a 60 % xwunkas daza 0,9 % pacrBopa xjopuaa HATPUS WIH JTHOOOTO
apyroro cocrtaBa. l[IpuHuMas BO BHHMMAaHHE BO3MOXKHOCTh TOTO, YTO TMPOIECC HCIAPECHUS
OCTaTOYHOM YKCYCHOW KHCJIOTHI OKa3bIBAE€T BJIMSHUE HA CKOPOCTh MOTEPH BJIATH, MBI CPABHUIH
CKOPOCTh MCHAPEHUS KUIKOCTH U3 MATPUIIBI Telisl IPe BTOPOM M TPEThEl CYyIIKe MPH TeMIepaType
70 °C. B nepBom ciryuae konnentpanus CH3COOH cocrapmnsier 2 %, Macc, BO BTOPOM U TPEThEM —
COJICP>KUTCS B CJIEIOBBIX KOJMYECTBaxX. Pe3ynbratel Anig 2 v 3 CyIIKM MpeACcTaBlIeHbl Ha puc. 1, Ha
OCH OpAMHAT TIOKA3aHO COJEpXKAaHWE BOJBI, pacUMTaHHOE M3 oOImeld Maccel rens. BumnHo, 4to
KHCIIOTa YCKOpSET MOTEpI0 BOJbI TOJIBKO Ha HAYaJbHOM 3Tame HarpeBa. IJToT 3(dexT oueHb
KPaTKOBPEMEHHBIM ¥ HeoueBUIHBIN. CleqoBaTeibHO, MOXHO CUHMTAaTh, YTO OCTAaTOYHOE
COJiep’)KaHuEe YKCYCHOM KHCIIOTBI HE OKa3bIBAaeT CYIIECTBEHHOTO BIMSHMS Ha BOJOYIEP>KUBAIOIIYIO
CTIOCOOHOCTH Teiist. XOTs, UCXOASl U3 PACCUUTAHHBIX CKOPOCTEH peakIyy TPETHI LUK HCHapeHUs
BIIaTU MpoxoauT ObicTpee. HeoOxomumoe coaep:kaHue BOABI, OJHAKO, YIEPKUBAETCS B Tele
Henoiro, He 6osee 10 MuHyT. B 2TOM CBS3M B COTaB reiisi HEOOXOAUMO BBOJIUTH JOTIOJHUTEIHHBIC
KOMITOHEHTBHI, CIIOCOOCTBYIOIINE yIEP>KAaHUIO PACTBOPUTEIIS.
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Puc. 1. H3menenue codepoicanusi 600bl 6 cocmage 2eiisi U npu 6Mopoll U mpembeti Cyuke
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I[HSI TCCTUPOBAHU A 6H0pa3naraeM0ro MCIUIIMHCKOI'O CIililaBa B COCTaB TICJIsI BBOJUIIHU
TJUIEPHUH, KaK IUIacTHQUIUPYIOMMKA W CHIMBAIOIIMN areHT, YBEJIWYMBAIOIIMI ITOJBIKHOCTD
IUIEHOK 0€3 MoTepH MEXaHUYECKUX XapaKTepUCTHK. i cCpaBHEHHSI CIEKTP UMIIeIaHCa MOTyJalii B
KHUIKOM 3JekTponuTe. Kak BHAHO Ha puc. 2, mpolecchl NPOTEKAIOIIM Ha TpaHMIE pasjena c
KHUJKUM U Te€Jb- EKTPOJIMTAaMU OTIIMYaeTcs cymecTBeHHo. B 0,9 % pacTBope Xxjopuaa HaTpus
COIPOTUBIICHHE IEPEHOCY 3apsijia HW)KE, BEPOSTHOCTh BO3HUKHOBEHHS KOPPO3MM BHINIE, a B
0o0JacT HU3KHX YacTOT HMEETC HHAYKTHUBHOCTb, YTO HC CHOCO6CTByeT TOYHOM OLICHKC
KOPPO3UOHHOI CTOHKOCTH METUIIMHCKUX CIIJIABOB.

= 0.9% NaCl
e Xt-17-NaCl
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Puc. 2. Juacpamma snexmpoxumuyeckoeo umnedarnca cniasa AZ914-ASTM B

3ak/royeHue

1. TlokazaHo, 4TO OCTaTOYHAas YKCYCHas KHCJIOTa B Telie¢ HE OKa3bIBaeT CYIIECTBEHHOIO
BIIMSIHHS HA TIOTEPIO BOJIBI TEJIEM.

2. YCTaHOBJIEHO, YTO COMPOTHBIIEHHE UMIIEIaHCa B MOJMMEPHOM Telie Ha 3 TOpsAKa BHIIIE,
9eM B JKHJIKOM IJICKTPOJIUTE TIPH OIIEHKE IEKTPOXUMHYEcKoro noseaenus cruiaa AZ91A-ASTM B.

Paboma evinonnena na obopyoosanuu L{KII HOUL] HMHT TI1YV.
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JlucnepCMOHHBIN AaHAJIHU3 HAHOYACTHUI] METOIOM Ja3epHON JudpaKkumu:
BJIMSIHHE HH/IEKCA OTPAXKECHUS
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Dispersion analysis of nanoparticles by laser diffraction: influence of reflection index
U.A. Likhanosova
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Abstract. The laser diffraction method is extensively used for dispersion analysis of nanoparticles,
but the variety of particles produced does not allow the identification of patterns between
nanoparticle properties and the results obtained. This work focuses on determining the effect of the
laser beam reflection index from the material surface on the resulting particle size distribution in
aqueous suspension for titanium dioxide nanoparticles, in the form of anatase (40 nm) and rutile
(150 nm). It is experimentally shown that for anatase nanoparticles, when the reflection index
increases relative to its true value (from 2.40 to 2.80), the particle size distribution shifts to the left
(toward decreasing particle size), and when it decreases (from 2.40 to 2.10), it shifts to the right
(increasing particle size). For rutile nanoparticles the change of reflection index in the range from
2.10 to 2.80 does not affect the shape of particle size distribution.

Key words: titania nanoparticles, laser diffraction, particle size distribution, reflection index.

BBeaenue

Meton naszepHoi audpakuuu obecrieunBaeT ObICTpOE MOMyYeHHE JAHHBIX Ui TOCTPOCHUS
KpI/IBBIX pacnpez[eneHI/m qacTuil I11o pa3MepaM B BOJHBIX CyCHeHSI/IﬂX, qTO JACJIaCT €ro BaAXXHBIM
WHCTPYMEHTOM [UIsl JMArHOCTUKM HAHOYACTHII B OHMOMEIUIIMHE, TOKCHKOJOTHHU, CEIbCKOM
XO35HCTBE, JIETKOM MPOMBIIUICHHOCTH U Pa3HBIX HAay4YHBIX UccienoBaHusx [1]. B ocHoBe meToma
JNEKUT aHamu3 JOUQPaKIMOHHBIX KapTUH, (QOPMHPYEMBIX TpU B3aUMOJEHCTBUU JA3€PHOTO
U3JIyYeHHs C YacTHIAMH B JucriepcHbIX cucrtemax [2]. [Ipu stom mo Teopuum Mu i pacuera
pa3MepoB HAHOYACTHUI[ HEOOXOJMMO 3HATh ONTHYECKHE XapaKTepUCTHUKU MaTepuana TOTO Ke
COCTaBa, HAIPUMEP, TOUHBI HHAEKC OTPAXKEHUS.

AHanu3 MHOTOYMCIEHHOW JIMTEpaTyphbl MOKa3all, YTO Ha Pe3yJbTaTbl MU3MEPEHHUM METOJIOM
Ja3epHOM MU(paKkIIuu MOTYT BIHATH JOpMa, pa3Mep, COCTAB U KOHIIEHTPAIIHS UCCIEAYyEeMbIX YaCTHII,
croco0 mepeMenuBaHus CyCIeH3Hi, a TakKe COCTaB U CBOWCTBA AMCIIEPCHOHHOM cpenbl. OHAKO, B
CTaTbhiAaX OT CyTCTBYIOT JTAHHBIC 110 BIIMAHUIO BBOAWUMBIX OIITUYCCKUX XapaKTepI/ICTI/IK, I/ICCJ'IG)IyeMI)IX
HAHOYACTHI] HA PE3YIBTATHl U3MEPEHUS.

[enpro maHHOM PaOOTHI SBJISIOCH ONMPECICHUE BIUSHUS 3HAUYCHUS MHACKCA OTPAKECHHS Ha
pacmpeseneHne HaHOYACTHII [0 pa3Mepam, MoIydaeMoe ¢ MOMOIIBI0 METO/1a JIa3epHOM nudpakiuu.

JKCMepuMeHTAIbHAA YaCTh

B pabore ucnonb3oBanu Hanouactuilsl 1102 B Buje nByx ¢a3: anaras (PlasmaChem GmbH,
type P25, I'epmanust) u pytun (Plasmatherm, Poccust) co cpennum pazmepom vactuil 40 u 150 HMm,
coorBercTBeHHO. O003Haummu obOpas3isl kak T102-A u TiO2-R. Bce cycneHsuu roToBmid Ha
IMCTHJUTMPOBaHHOU Boje (muctwmsarop 13-4, Menuko, Poccus, pH = 6,2+0,2).
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JlMcriepCHOHHBIN aHaIU3 CYCIIeH3UH MTPOBOIMIIM C TIOMOIIBIO METO/1a Ja3epHON MU paKIINU Ha
nazepHoM aHanmu3atope pasmepa yactuir SALD 7101 (Shimadzu, Simonus), cHaGKXEHHOTO KBAPIIEBOM
KIOBETOH U Ja3epoM C AIUHOM BoHBEI A = 375 HM. [lepen HauaaoM sKcrepuMEHTOB ObLI TPOBEPEH
¢dboH (IUCTHIIIMPOBAaHHAS BOJA) HA HalW4He 3arps3HeHuil B ktoBeTe. CyXue 4acTUIIbl 3acChINaif B
KOHYCO0Opa3HbIli CMECHTENb, OCHAIEHHBIN YJIbTPa3BYKOBBIM HOTPYKHBIM reHeparopom (40 Br) u
monacTHOW Mmemankoi. KonnenTparmuss wactury coctaBuia ot 1 go 10 mr/mu.  Jocturamu
KOHLEHTPALUIO, IPU KOTOPOH IpUOOp pErucTpupoBal BOCIPOU3BOIUMBIE PE3YIIbTAThI 10 YCIOBHOM
koHctante noryiomeHus (ot 0,1 mo 0,25 ya. exn.). [lomydeHHbIe SKCIEPUMEHTAIBHBIC PE3YyIbTAThI
UCIIOJIL30BAJIH JJIsl pacyeTa CpeHero pazmepa yactuil o ¢popmyie (1):

_ q(%)
dep = 2.d 100(%)’ (1)
rne deop — cpennuii oObeMHBIM guaMeTp wactui, O — pasMep 4YacTHIl B JHCICPCHH;
g — muddepeHnUaTbHOE paclpeneieHne dYacTull B aucnepcud, %. OOpaboTKy JaHHBIX

AKCIIEPUMEHTA UCTIOb30Bau porpammy Excel 2019 Microsoft Windows.
[Tpu npoBenenun ananuza unHiekc orpaxenus (RI) 3amaBanm B amanazone ot 2,1 mo 2,8
IpU XapaKTePHbIX HHICKCAX Ul aHaTas3a u pyTtiia 3,35 u 2,8, coorBeTcTBEeHHO [3].

PesyabTaTsl

CornacHo TONYyYEHHBIM IaHHBIM, 00a THUMA YaCTHUI[ XapaKTEPU3YIOTCS MOHOMOIAIBHBIM
pacmpenenenueM ¢ xapakrepHoil momoil mpu 251 um (29 %) mis TiO2-A u 200 um (38 %) mis
TiO2-R (puc. 1). Takue naHHbIC OTYYEHBI TPH BBEICHUU RI, COOTBETCTBYIOIIECTO aHATA3Y U PYTHILY.

45
40
35 mTIOFA
30 0TioR

15
10

Hons yactuu, %
N
o

63 100 158 251 398 631 1000
Paamep yacTul, HM
Puc. 1. Pacnpeodenenue wacmuy no pasmepy oas TiOz2-A u TiO2-R.
Owubka paccuumana 05t 08YXKPAMHO20 IKCHEPUMEHMA

HezaBucumo ot tuma yactui, uzMeHeHue RI He moBmusio Ha Mpoduiib pacupeneseHui,
HO MOBJHSUIIO Ha auana3oH U BenuuuHy mojsl. Jns TiOz-A mpu yBenuuenun RI pacmpenenenue
caBuraeTcs BieBo (puc. 2a), B To Bpems kak s TiO02-R usmenenune Rl cnabo Biusier Ha pazMepHbIe
cBoiicTBa pacrpenaenenus (puc. 26). Hanpumep, mis TiO2-A npu usmenennu Rl ot 2.40 (mis TiN)
10 2.80 (mys pyTria) pacupeneaeHue CIBUHYJI0Ch B CTOPOHY MEHBIHX pa3mepoB ¢ 158...1000 um
10 79...631 um (puc. 2a). JJns TiO2-R npu Benuumne unaekca 2.10 (wist Zn0), 2.40 (mas TiN)
n 2.80 (s pyTria) pactpeaeneHusi O9eHb OJIM3KU U cocTaBisioT 158...794 HMm (puc. 20).
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Puc. 2. Pacnpeoenenue uacmuy no pazmepam ons TiO2-A (a) u TiO2-R (6) npu pasuvix unoexcax ompadicerusi.
Ouiubra paccuumana 05t 08YXKPAMHO20 IKCREPUMEHMA

Ycpenuéunsie  pesynabTarhl g TiO2-A  49acTHYHO — COMVIACYIOTCSL €O CHICJIAHHBIMU
npenBapuTenbHbIMU BbiBojamu. Tak, st TiO2-A mpu RI=2.1...2.35 cpennuii pasmep yactuil
MPAaKTUYECKH HE MeHsAeTcss M coctaBisieT ~353 M (Tabxn.1). Ho mpu yBenuueHuu wuHIEKca
1o 2.40 cpennuii pazmep yBenuuuaetcs Ha 3.7 %, a npu ganpHelnieM yBenandenuu a0 2.80 pa3mep
YaCTHI] YMEHBIIIAECTCS MPAKTUYECKHU B 2 pasa.

Tabruya 1
Brusnue undexca ompasicenus Ha cpednuti pasmep wacmuy (dep)
Cpennuii pasmep yactul e £SD, HM
Tun gactun 2.10 2.35 2.40 2.80
OkcHa IUHKA AmHarta3s Hutpun turana Pytun
TiO2-A 354,2+29,2 353,2+10,3 366,0+35.4 178,1£1,2
TiO2-R 271,9 249,7+£5,6 251,6+0,7 243,4+5.6

Taxxke pe3ynbTaThl MOKa3ajiH, YTO MOTPEUTHOCTh U3MepeHuid y onbIToB ¢ TiO2-A 3HaUNTENBHO
Oonbiie, yemM B ombiTax ¢ TiO2-R. Hampumep, cpemnsisi ommbOka coctaBmia 9.67 u 0.28 %,
cootBeTcTBeHHO, Ui Ti02-A u TiO2-R npu Rl = 2.40.

3akirouenue

Taxum 06pazom, B paboTe OKa3aHO, YTO PH YBEJINICHUN WHACKCA OTPAKEHHUS OTHOCUTEIHEHO
ero uctuHHOro 3HaveHus (ot 2.40 mo 2.80) pacmpeseneHue YacTHIl MO pa3Mepy Ul HAHOYACTHI
anataza (ucxomHelii pasmep 40 HM) cMmemiaeTcs BieBo, a npu yMmeHbmenuu (ot 2.40 mo 2.10) —
cMmentaercs Bnpano. [t HanowacTui pytuia (150 HM) U3MeHeHNe UHIeKca OTPaKEHUS B MHTEpBaJie
ot 2.10 mo 2.80 me BruseT Ha GopMy pacIpeesICHUs YacTHI] 10 pa3Mepam.
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HccnenoBanue BaMsIHAS MEeTALUIOB uIaTuHOBo# rpynmsl (Pt, Ir, Rh)
Ha (OTO3IeKTPOXMMHUYECKHE CBOIiCTBA rPaduTONO00HOTr0 HUTPU/A YIJIepoaa
B.A. Jlomakunal?, JI.B. Mapkosckas'?

Hayunslii pykoBoautens: npodeccop PAH, n.x.H. E.A. Ko3nosa
'HoBocubupckuii HaupoHanbHbINA HCCIEN0BATENbCKUIM TOCYIAPCTBEHHBIH YHHBEPCHTET,
Poccus, r. HoBocubGupck, yi. ITuporoga, 2, 630090
2MuctutyT kartanmusa uM. I'.K. Bopeckoa CO PAH,

Poccus, r. HoBocuGupck, np. Akagemuka JlaBpentseBa, 5, 630090
E-mail: v.lomakina@g.nsu.ru

Study of the influence of platinum group metals (Pt, Ir, Rh)
on the photoelectrochemical properties of graphitic carbon nitride
V.A. Lomakina?, D.V. Markovskaya'?
Scientific Supervisor: Prof. RAS, Dr. E.A. Kozlova
!Novosibirsk State University, Russia, Pirogova str., 2, Novosibirsk, 630090
Boreskov Institute of Catalysis SB RAS, Pr. Ak. Lavrentieva, 5, Novosibirsk, 630090
E-mail: v.lomakina@g.nsu.ru

Abstract. In the present study, the photoelectrochemical properties of carbon nitride modified with P,
Ir, Rh were investigated. All samples were studied by a set of methods including cyclic voltammetry,
impedance spectroscopy, and the Mott — Schottky method. The presence of noble metals led to the
improvement of the open-circuit voltage. It was confirmed that this effect was caused by better charge
separation process. The correlation between short circuit current density and the firaction of the Pt’
phase has been revealed for the samples modified with both Ir and Pt simultaneously.

Key words: g-C3Ny, photoelectrochemistry, noble metals

Beenenune

[TocTostHHO pacTyuii CIpoc Ha PHEPTUIO0 B COBOKYIMHOCTH C COBPEMEHHBIMU TPEOOBaHUSIMU
9KOJIOTMM W COKpallaloUIMMUCS 3arnacaMd MPHUPOAHBIX HCTOYHMKOB TOIUIMBA JIUKTYIOT
HEO0OXOJIMMOCTh B MOMUCKAX aJIbTEPHATHBHBIX BO30OHOBISEMBIX MCTOYHHUKOB JHEPIUH, TAKHX Kak
Connne. OnHOM M3 MEPCHEKTUBHBIX CTPATETHil peleHHs YHEPreTHUecKo MpoOiaeMbl sBIseTCS
npeoOpa3oBaHue COJIHEYHOU SHEPTruu B INEKTPUUYECKYIO c HCII0JIb30BAHUEM
(OTORNIEKTPOXUMHUECKUX sueeK. B kadecTBe Marepuanga JUIsl 3JEKTPOAOB  HCHOJIb3YIOT
MOJIYTIPOBOTHMKOBBIC HAHOMATEPUAJIbI, HAIPUMEp, rpaduTonono0HbIil HuTpu yriaepoaa (g-CaNa).
Onnako ero 3((eKTHBHOCTh W BpeMs CTAOMIBHONW pabOTHI JTOBOJIBHO HHM3KUE H3-3a OBICTPOH
pexoMOMHaKK (OTOMHAYIIUPOBAHHBIX 3JIEKTPOH-IBIPOYHBIX Map, YTO JENAeT 3aTPYyJHUTEIbHBIM
npaktndyeckoe npumeHeHune ¢-Cs3Ns  [1].  MuorooOemammmM  METOJOM  HOBBIIICHUS
(hOTOATIEKTPOXUMHUUECKUX CBOMCTB MOJJOOHBIX CHCTEM SIBJISIETCSI HAHECEHHE 0J1arOpPOIHBIX METAJIIOB
Ha noBepxHOCTh §-C3N4, criocoOcTBytOLIIEE JTyUdllIeMy IPOCTPAHCTBEHHOMY Pa3JIeIEHUIO 3apsa0B U
MOBBIIICHUI0 WX BpemeHW >ku3HU [2]. Ilenpto nmaHHOW pabOTHI SIBISETCS HCCICIOBAaHHE
(OTORIEKTPOXUMHUECKUX CBOUCTB I'paUTONOI00HOI0 HUTPUIA YIiIepoaa, MOAU(DUIIMPOBAHHOTO
Pt, Ir, Rh wu Pt u Ir ogHOBpEeMeHHO.

JKCNEepUMEHTAIbHASA YaCTh

Hutpun yrnepona CHHTE3HMpOBaIM IyTEM TEPMOJIM3a CYNPaMOJEKYJISPHOTO KOMILIEKCA
MeJITaMUH-IIMaHYHPOBOM KHCIOTHI MO METOJAWKe, mpencraBieHHod B [3]. [lnatuny, upumuit wim
pOIuii HAaHOCWJIM Ha INOBEPXHOCTh HUTPUAA YIJIEPOAA METOJOM MNPONUTKU MPEIIECTBEHHUKOB
METAIIIOB C MOCIeIYIONINM TIPOKATMBAaHKUEM B TedeHHe Jaca npu TemmepaType 350 °C—400 °C [3, 4].
B kadecTBe  IpENUIECTBEHHMKOB  IUIATHHBI,  HUPUIUA W pPOAMS  MCIONb30BaIU
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((MesN)2[Pt2(n-OH)2(NO3)s], rpan-[Ir(H20)3(NO2)3], [Rh2(H20)s(1-OH)2](NO3)4, cooTBeTCTBEHHO.
ITo omucanHo# Meromuke ObUIM cuHTE3upoBaHbl o6pasmbl  0,1%Pt/g-C3Na, 0,5 %Pt/g-C3Na,
0,5 %Ir/g-C3N4, 0,01 %Rh/g-C3Ns, 0,05 %Rh/g-C3N4, 0,1 %Rh/g-C3Na. Jlist  cuHTe3a
OMMETAIUTMYECKMX O0pa3loB IMPOU3BOAMIOCH IOCIEIOBATEIPHOE HAHECEHHWE Ha IOBEPXHOCTD
g-CsN4 cHavana Pt, a 3aTem Ha momydeHHbBIH (oTOKAaTamM3aTOp HaHOCWIHM If B COOTBETCTBUU C
METOAUKAMM,  OIIMCAHHBIMU  BEIIIE. [Tonyyennbie  oOpa3upl  ob6o3Hauensl  XIr-0,1Pt
(x %Ir/0,1 %Pt/g-C3Na), xIr-0.5Pt (x %Ir/0,5 %Pt/g-C3N4), rae X — maccoBas mous Ir.

Bcee (OTOIIEKTPOXUMHUYECKUE IKCTICPUMEHTHI ObLTH BBITTOJIHEHBI Ha
noreHuuocrare-ranpanocrare P-45X (Poccus) ¢ MoayieM HM3MEPEHHUs 3IIEKTPOXUMHUYECKOTO
nmrienanca FRA-24M npu ocBelieHUH CBETOAMONOM C JiuHOM BoJHBI 400 HM. M3mepenwus
NPOBOJIMIM B JBYXIJIEKTPOJHOW sueiike. B kauectBe pabouero 3JieKTpoja HCIOJIb30BAIN
TokomnpoBojsaniee crekio FTO, Ha TOBEPXHOCTh KOTOPOTO METOJOM HAHECEHUs W3 Karelb
sakperu 30 Mr wucciemyemoro (Qorokartanuszaropa. [IpoTHBOINEKTpomOM OblIa JIATYHB C
HaHeceHHBIM cioeM cyinbbunaa meau (I). M3mepenus mpoBoauiau B pactBope 3iekrpoiuta 0.5M
NaxSOs4. Jlns ymydimeHuss KOHTAKTOB OJCKTPOABl CkuManu. OOpas3ipl U3ydaad METOJAaMHU
[UKJIMYECKON BOJIbTAMIICPOMETpHH B auama3oHe Hanpsbkenudd ot —0,8 mo +0,8 B, ckopocth
pasBepTkyu notennuana papaa 0,02 B/c; criekTpockonmuy uMIeanca B auanasone gactor 0,8-10° 'y
¢ ammumutynoid 10 MB npu moctosiHHOM 3HaueHuH mnoteHnuana, pasHom 0,2 B; Morr-1lloTTkn B
nuarnasone Hanpsbkenuit ot —0,6 B 1o 0,7 B ¢ ammumutynoii 10 MB nipu mocTosiHHO# yacToTe, paBHOM
1000 I'w.

Pe3yabTaThl U HX 00Cy:KIeHHE

Ha mepBom »srtane pa®OThI ONpeAesii BIUSHUE KOHIEHTPAMM ¥ TPHPOIBI MeTaslia
IUIATUHOBOM Tpynmbl Ha (DOTORIEKTPOXMMHUYECKHE CBOMCTBa 00pa3noB. bbuio moka3zaHo, 4To
HaHeceHue Oaropomnoro meramia (Pt, Ir wm Rh) Ha moBepXxHOCTh HUTPHUAA yIiIepo/ia OBBIIIACT
3HAYEHHE HAMPSDKSHUS X0J0CTOro xoaa ¢ 289 MB (mist Hemoaudurmposaruoro g-C3N4) mo 434 mB
(st 0,1 %Pt/g-C3Na), mo 386 MB (st 0,5 %Ir/g-CsNs) u mo 502 MB (ms 0,01 %Rh/g-C3Ns), HO
MIPH 3TOM CHIIKAET 3HauU€HHWE TOKOB KOPOTKOTO 3aMbIkaHUs. Habmiomaemble sSIBIEHUS CBSI3aHBI C
oOpazoBannem Oaprepa llloTTku Ha rpanuiie pasaena Ga3 MeTauT/HUTPU YTIIEPOIa U YBEIIUUEHUEM
paboThI BEIXOA JIEKTPOHA C OIarOpOIHBIX METAIIOB MO cpaBHEHHUIO ¢ J-C3Na.

WNHuTepecHO M3ydnTh W3MEHEHHE (DOTOIICKTPOXMMHUYECKUX CBOWCTB IPHU OJHOBPEMEHHOM
HaHECEHUH HECKOJIBKUX METAIIJIOB, HAIPUMED, UpUAUS U raTuHbL. MeTogom PODC Gbuto mokaszaHo,
YTO MIATHHA U MPHAHI IPHCYTCTBYIOT B 00pasiax B ABYX (opmax — merammuueckoii (Pt0, Ir%) u
oxucnensoit (Pt?*, Ir**). BpIlo mokaszaHo, YTO C yBENTMYEHHEM JONHM METa/IHYecKOil IIATHHBI B
oOpa3sie HaOIroaeTcs pocT ToKa KOPOTKOTo 3aMblKaHu (puc.l).

0,141 :

0,12 } |

—#0.10-

mA/cm?

0,08+ %

T T T T

50 55 60 65 70
PL/(PL+Pt), %
Puc. ]. 3a6ucumocmb njaomuocmu mokKa KOpomrko2co 3aMblKaAHUs om me Mema/l/luleKofl niaiamuHsl 6 06pa3ue
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Haubonee aktuBHBIME OOpasuamu Obutn ¢orosnexTponsl XIr-0,5Pt, nanbomnblnee 3HaueHHE
IJIOTHOCTH TOKA KOPOTKOTO 3amblkaHUsl coctaBmio 0,129 MA/cM? st obpaszma 0,051r-0,5Pt, uTo
MoYTH B JBa pa3za Hmke, yem mius oopasua 0,5 %Pt/g-CsNs. Takum oOpa3om, OMMeTanTHuecKue
o0pasisl B 1es1oM MeHee 3((HEKTHBHBI IO CPABHEHUIO ¢ MOHOMETAITMYECKIMH.

Jlanee Bce MONMy4YeHHbIE OOpPA3Lbl M3YyYaId METOJOM CHEKTPOCKONWH HuMIenaHca. bwuio
MIOKa3aHO, YTO MaJEeHHE TOKOB KOPOTKOTO 3aMBIKAHUS CBS3aHO C IOBBIIMICHUEM CONPOTHBIICHHS
00pa3loB B COOTBETCTBHM € 3akoHOM Owma. Jlns anmpokcuMaiuy MOJYYEHHBIX JaHHBIX ObuIa
IpeAIoKEeHa MO/IENb SKBUBAICHTHOMN JIEKTpu4ecKoi renu (puc. 2), rae R1 — conpoTuBieHne rpanun
3epeH; Rz — compoTuBiieHHE, CBA3aHHOE C MEPEHOCOM 3apsa Ha MOBEPXHOCTh 00pa3er/3neKTpo/;
R3 — mryHTHpYIOIIEe COPOTUBIICHUE, SBISIONIEECS TOCTOSHHBIM IS BCEX 00pasIoB.

— R3 ——

Puc. 2. Cxema srxeusaienmnoil 31eKkmpuiecKkoll yenu, UCnoib308aAHHOU 015 CUMYISYUYU YACMOMHBIX 3A8UCUMOCTEN
UMNeOanca dINeKMpoOXUMUYECKol uelKu

Hcnonb3oBaHue METOAa Mortt-IIOoTTKH 10O3BOJIUIO OIpCAC/INTh, YTO BCC HCCICAYCMBIC
CUCTCMBI O6JIaI[aIOT IMPOBOAVMOCTBIO 3JICKTPOHHOI'O TUIIA, a4 IMOJYUCHHBIC 3HAYCHUSA IMOTCHIUAIOB
IUIOCKMX 30H IO3BOJMIM OOBICHHUTH NaaCHUuEe TOKOB KOPOTKOI'O 3aMbIKaHUSA IIPU YBCIWNYCHUU
KOHOCHTpAalMU MCTAJIJIOB B MOHOMCTAJINIMICCKUX 06pa3uax: YCM BBIIIIC KOHIOCHTPpAUuUs METaJljia, TCM
MCHCC OTpHULATCIICH TIIOTCHIHAJI IUIOCKUX 30H U, CJICAOBATCIIBHO, TEM XYK€ IPOUCXOAUT
IMPOCTPAHCTBCHHOC PasACICHUC 3apAJ0B U TCM HUKC TOKU KOPOTKOI'O 3aMbIKaAHUA.

3aki0ueHne

B pe3ynbpTare npoBeeHHBIX UCCIIEAOBAaHUMI ObUIO MOKA3aHO, YTO HAHECEHHUE Ha MMOBEPXHOCTh
g-CsN4 meraiuioB mmatuHoBo# rpymmsl (Pt, Ir, Rh) moBsiiaer 3HaueHns: HaNpsHKEHUST XOJIOCTOTO
X0/la, HO CHMXKAET IUIOTHOCTU TOKOB KOPOTKOTrO 3aMblkaHMs. [Ipu 3TOM majeHue Toka KOPOTKOTO
3aMBIKaHHUS CTAHOBHTCS 0oJiee BBIPAKCHHBIM TpU TO0OABIEHWH BTOPOrO MeTamia. Takke Juis
OoumMetaumueckux oopasuon cepun XIr-0,5Pt Obina HalineHa nMuHelHas 3aBUCMOCTb MEX]Ty TOKAMHU
KOPOTKOTO 3aMBIKaHUS U JIOJICH METAITHYECKON TUTaTHHBI.
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Implementation of the Cook-Gordon mechanism in composites
of the TiB2—ZrB2-SiC-h-BN system
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Abstract. The paper deals with implementation of the Cook-Gordon mechanism in the bulk
TiB2-ZrB>-SiC-h-BN composites consolidated by hot pressing. The effect of low-modulus h-
BN content on mechanical properties of ceramic composites (flexural strength, fracture toughness
Kic) was evaluated using three-point method. Our analysis suggested that an increase in flexural
strength and fracture toughness Kic were obtained by TiB>—ZrB>—SiC-h-BN bulks with 5 vol. %
of h-BN.

Key words: Boride ceramics, fracture toughness, Cook-Gordon mechanism.

Beenenne

Kepamuueckne KOMIIO3UTBI Ha OCHOBE TYTOIUIABKUX OOpHIOB NEPEXOJHBIX METAIIOB
V-V rpynn oxBaThIBalOT pa3iuyHble 00JIaCTU NPUMEHEHUS, IOCKOJIbKY CIIOCOOHBI BBIIEPKUBAThH
IKCTpPEMaNIbHBIE YCIIOBHUS dKCILUTyaTalllH, 00J1a/1asi BRICOKOW TeMIepaTypoi IUIaBJIeHHUs, TBEPIOCTHIO
U TpovyHOCThI0. OHAKO TMOTEHIMAIBHOE TPHUMEHEHHE KEpaMUK OTrpaHHueHO BBHIY HX
XapakTepHo XpynkocTH. [103ToMy akTyanbHBIM HAaIlpaBlIEHHEM HCCIIEOBAaHUM SBISETCS MOUCK
MO/IXOJIOB K YBEJIMYCHHUIO TPEIIMHOCTOWKOCTH KEPAMUK M KEPAMUYECKUX KOMIO3UTOB [1].

M3BecTHBI MOAXOJBI IO YBEIMUYEHHIO TPEUIMHOCTOMKOCTH KepaMHMK 4epe3 BBEJCHHE
Pa3IUYHBIX APMUPYIONIUX BKIIOUCHHI. B KadecTBe TakuxX BKIIFOYCHUI MOTYT UCIOB30BaThes SIC,
yrIepoaHble HaHOTPYOKH [2], oOnamaroiine BBICOKOH TBEPAOCTBIO, KECTKOCThIO. MHON moaxon
OBbLT MpecTaBlieH B pabdoTe [3], Te aBTOPHI MOKa3ajH, YTO BBEJCHHE B MATPHUILY HU3KOMO/IYJIBHBIX
BKJIFOYEHUH CIIOCOOHO YBEJIWYHMTh TPEIIMHOCTOMKOCTh 3a cYeT OudypKauu TpeUMHbl Ha
OTHOCHUTEIIBHO CIIA0bIX TpaHUIAX MAaTPUIBI-BKIIOYECHUS. [JIaBHBIM yCIOBHEM pealH3aiuu
mexanuszMa Kyka-I'opyioHa siBisiercss pasindue B MPOYHOCTH MEXJy MaTpuled u uHtepdeiicom
MaTpHIa/BKIIOUCHNE, KOTOPOE JTOJDKHO COCTAaBIISTh HE MeHee 4eM B 5 pa3. Bmecte ¢ TeM, psgom
aBTOpPOB OBUIO IOKa3aHO, 4YTO peanusanus MexaHusma Kyka-T'opmoHa Bo3MOoXHa W mpu
AQHAJIOTHYHOM pa3IMYM¥ B BEJIWYMHE MOIYJEH YIMPYroCTH, KOTJa BHICOKOMOMYJBHAsT MaTpHuIla
HATOJIHIETCS HU3KOMOIY/IbHBIMH BKIIIOUEHUSIMH. B KauecTBe TakuX BKIIOUYEHUH MOXET BBICTYNATh
rpaduT 1 rekcaroHajgbHbId HUTpUA 6opa h-BN [4].

Ilenb HACTOSIEro HCCIEAOBAHMS 3aKJIIOYAeTCs B W3YYEHHM BIUSHUS HHU3KOMOJIYJIBHBIX
gactuil h-BN Ha TpemmHOCTOHNKOCTh KOMIO3UTOB cHCTeMbl TiB2—ZrB,—SIC, mosjy4eHHbIX MpH
KOHCOJIMJIAIIMM METOAOM TrOpsiYero MpeccoOBaHUs.

JKCIEePUMEHTAJIbHASA YaCTh

B kaudecTBe HCXOJHBIX MaTepUANIOB I U3TOTOBJIEHUS KEPAMHUUECKUX KOMIIO3UTOB B CHCTEME
TiB>—ZrB>-SiC-h-BN wucnons3oBamuce mopomku ZrBz, TiB2, SiC u h-BN. Iloaroroska
MOPOIIKOBOM CMECH OCYIIECTBIsUIach B IIaHeTapHOM aktuBarope AI'O-2 B cpene Ar B TedeHHe
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3 MHHYT C HCHOJb30BaHUEM Memonmx Ten u3 ZrO;. KoHcomuparnus MexaHOAKTHBHUPOBAHHBIX
MOPOIIKOBBIX cMecel Ha ocHoBe OopuaoB Zr, Ti, SiC u h-BN mpoBoauiace ¢ MoMoOIIbI0 METOIa
ropsiuero npeccoBanus noj nasieHueM 40 Mlla mpu temneparype 1850 °C ¢ m3oTepMuyUecKoi
BBIJICPKKOU B TeueHue 20 MUHYT.

OTHOCcHTENbHAS  IUIOTHOCTH  OOpa3slliOB  HM3MEPsUIaCh  METOAOM  THAPOCTATHYECKOTO
B3BemMBaHus, cormacio ASTM B962. MukpocTpykTypa UCCiIea0BaIach C TOMOIIBI0 PacCTPOBOTO
AJIEKTPOHHOTO MHKPOCKONA M ONTHUYECKOTO0 MHKpPOCKONa. MexaHWdeckue CBOWCTBa (Ipeneln
MPOYHOCTU TMPU TPEXTOUEYHOM M3rMOE€ M TPEIIMHOCTONKOCTb) OIpPEAETeHbl C IMOMOIIBIO
yHuBepcanbHoit Mammubel  Devotrans GP 30KN mnpu moctosiHHO#M ckopocTd  jaedopmanuu
10 Mm/MuH. TpEIIMHOCTORKOCTH ONpeIeIeHa MEeTOIOM TPEXTOUeuHOro H3ruba obpasna B Gopme
6anku ¢ V-Hagpe3oMm B cooTBeTCTBHHU co cTangaprom ASTM C1421.

Pe3yabTaTsl

B rtabmune 1 mpeacraBieHbl COCTaBbl O0Opa3lOB M HMX OTHOCHTEIbHAs IUIOTHOCTb.
PentrenodasoBslii aHanu3 Mokaszai HaIMYKe ciaeayomux ¢as: TBepabiii pactBop ZrB2-TiBy, SiC u
BN B rekcaroHaibHBIX MOJU(HKAIMIX ¢ HeOombImM coxepkanueM ZrO2 B MOHOKJIMHHOW
Mo HUKAITIH.

Tabnuya 1
Cocmaswl uccneoyemvix 06pazyos u ux OMHOCUMENbHASL NIONMHOCITb
06. % ZrB,, 06. % TiBy, 06. % SIC. 06. % OTHOCI/ITGJ‘ILP(I)aH
TUIOTHOCTh, %o
Marpumna 100 69 16 15
Brmouenus h-BN 0 - ; : 98,00
Marpuma 97 69 16 15
Brmrouenns h-BN 3 - B} . 99,05
Martpwuia 95 69 16 15
Brmrouernnst h-BN 5 - _ - 99,24

Ha pucynke 1 mpeacraBieHsl pe3yabTaThl UCIBITAHUHN 10 OMPEAETICHHUIO TPEIIMHOCTOMKOCTH
U TPOYHOCTH TIPU TPEXTOUYEUYHOM H3THMOe. BUAHO, YTO MPOYHOCTH TPU TPEXTOUEYHOM H3THOE
KOMIIO3UTOB TOBBIIIAETCsl ¢ yBenuueHueM coxepkanus h-BN. Tlomumo »storo, 3HaveHwus
MPOYHOCTH TMOJYYCHHBIX KOMIIO3UTOB B cucteMe TiB>—ZrB,—SiC mnpeBwIialoT 3HaYCHUS
UHIUBUAYaIbHBIX aAubopunoB ZrBz, TiB2 [1] u TBepabix pactBopoB ZrB.-TiB2 [5]. D10 Moxer
OBITh OOYCIIOBJIIEHO OCTaTOYHBIMHA TEPMHUYECKHMH HANpSHKCHUSMHU, KOTOpPHIC BBI3BAHBI PasHHUIICH
k02 duieHToB TeroBoro pacumpenus ZrBz u TiB: [1]. Takum 00pa3om, pacTsruBaromiye
HaNPSDKSHUS CO3/IAI0T MPETIITCTBUS TSl PA3BUTHSI TPEIIHH.

Kpome Toro, u3 pucynka 10 BugHo, uto BBeseHHe h-BN Takike MPHBOIUT K YBEIUYCHUIO
TPEHIMHOCTOMKOCTH, YTO MOXKET OBITh 00ycCJOBIeHO peanu3anuend Mexanusma Kyka-I'opmona.
BumHo, 4TO 3HAYeHHWs TPEIIMHOCTOWKOCTH KOMITO3HUTOB B cucrteMe TiB>—ZrB>-SiC Ttakke
NPEBBIIAIOT 3HAYCHUST MHAMBUAYalIbHOTO ZIB2 m TBepapix pactBopoB ZrBx-TiB2 [6, 7]. Baxuo
otMeTuTh, uTo h-BN 0Onamaer upe3BbUaifHO BBHICOKOW JHEprueill akTUBALMU CIICKaHUS W OYCHb
HU3KOH M (Hy3NOHHON aKTUBHOCTHIO MPH BBICOKHMX TeMIIEpaTypax, YTO MPUBOJNUT K 0OPa30BAHUIO
cnalObIx TpaHWIl paszena Marpuna-pkimodeHus h-BN. KoHrakTupys ¢ OTHOCHTENIBHO Cl1aObIM
Mex(pa3zoBbIM HHTEpPEIicoM, TpelrHa peTepreBaeT Oudypraiuio.

W3BecTHO, YTO MPOYHOCTH NMPHU U3rHOE U TPEUIMHOCTONKOCTh SIBIISIOTCS B3aMMOOOPATHBIMHU
xapaktepuctukamMu [8]. BBemenwe B MaTpuUIly  BKJIIOYCHHH, CHOCOOHBIX  MOBBICHUTH
TPELIMHOCTONKOCTh, NPUBOJUT K CHIKEHHIO OOIIed NPOYHOCTH, HANpUMep, B IOPUCTHIX
KepaMHKax, /ISl KOTOPHIX XapakTepHBI KpaiiHe HH3Kas TPOYHOCTh M BBICOKAs CTOHKOCTh K
Pa3sBUTHIO TPEIIMH, TIOCKOJBKY TpPEUIMHbl OCTaHaBIUBAalOTCI Ha mopax. OjgHako B
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paccMaTpuBaeMoOi CHCTEMe 3TOT Oapbep NpeojosieBaeTcs 3a cueT Oudypkanmuu TpemuH Hu
JMCCHUIIAINN X SHEPTHH, YTO MOITBEPIKIACTCS YBEIMUCHUEM TPOYHOCTH.
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a 6
560 - 62 -

y = e00629360x x 4213777
R?=0.88

o, MMNa
K., MMNa x m*2

4,8 -
= @001k » 50752612

y
R?=097
4,6 -

4,4 4

430 T T T T T T 42 7I
0 1 a4 5 o 1 2 3 4 5
Copepanue h-BN, 06. %

Puc. 1. Bauusnue cooepacanus nHuzkomooyavnozo h-BN na mexanuueckue ceoticmea kepamuueckux KOMRO3umos:
a) npounocme npu uzeude u 6) mpewurocmotiikocms Kic

2 3
Copepskanue h-BN, 06. %

3ak/ro4yeHue

Takum 00Opa3oMm, BBEICHHE HH3KOMOIYIbHBIX dacTuil h-BN NpUBOAUT K YBEIHUYCHHUIO
TPEIIUHOCTOWKOCTH KOMITO3UTOB cucTteMbl TiB>—ZrB>—SiC, monydeHHBIX NpH KOHCOJWIAIAH
METOJIOM FOpPSYEro MPecCOBaHUS.

Paboma evinonnena 6 pamxax eocyoapcmeennozo 3zaoanusi UDIIM CO PAH, mema

FWRW-2021-00009.
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Application of gels based on chitosan and polyethylene glycol for cleaning copper surface
Liu Tingting, Wang Tao
Scientific Supervisor: Ass. Prof., Ph.D., G.V. Lyamina
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Abstract. In the present study, we propose the use of chitosan-based gels for the purification of copper
and bronze. To create good adhesion of the films, citric acid and polyethylene glycol were introduced
into the matrix. The addition of citric acid leads to an increase in the electrode potential of copper.
The gel allows for gentle cleaning of the surface within 1 — 2 days.

Key words: Chitosan, polymeric gel, copper, cleaning of metal surface

BBeaenue

[TonumepHsble reau MoayYuiIn IUPOKOE TPUMEHEHUE JIJIsl OYUCTKU MOBEPXHOCTH METAIJIOB U
HUMCHOT MHOXCECTBO CYHIGCTBCHHI)IX HpGI/IMYIIIeCTB 1o CpaBHeHI/IIO C XHMAKHMMHU COCTaBaMMU.
BO3MOKHOCTh OYMCTKH TIPEIMETOB CJIOKHOH (OpMBI, XOpoIas ajare3us K IOBEPXHOCTSIM,
BO3MOXXHOCTh KOHTPOJISi TMpOIEcca, YTO OCOOCHHO BAaXKHO TIIPH PECTaBpallid OOBEKTOB,
MPEACTABIAIOIINX HCTOPHUYECKYIO 1IeHHOCTh [1]. [Iporecc ouncTku, 6osee maasaiuii mo CpaBHEHHIO
C KHUCJIOTaMH H nasepaMH. I/ICHOJ'IBSOBaHI/Ie HOJ'H/IMepHOFO TSIl TAaKXKE MABIISICTCA YHI/IK.’:UII)HI)IM
pELIEHUEM ISl YIAJIEHUS ITPOAYKTOB KOPPO3UH C MEU U €€ CILJIaBOB.

Hanpuwmep, B pabore [2] ream u aucrnepcuu ObUTH MPUMEHEHBI B KAuyeCTBE OCHOBBI IS
pacTBOpPOB, OOBIYHO HCHOJB3YEMBIX TpH 00paboTke MeTawioB. KcaHTaHoBas kamenpb, Teld Ha
OCHOBE KOJUIar€Ha, IOJUAKPUIOBOM KHUCJIOThI, COCIMHEHUNW HA OCHOBE UEJUIIOJIO3bI IMOKa3aIn
XOPOILIYI0 COBMECTUMOCTD € KUCIIOTaMU, HEUTPAJIbHBIMU areHTaMU U OCHOBAaHUAMU. TeCTUpPOBaHUE
resiei MpOBOAMIIA Ha apXEOJIOTHYECKUX 00BEKTaX: MOHET U3 MOCepeOPEHHOT0 METHOTO CIUIaBa.

B Hammei paboTe MBI Iipe/yiaraeM HCIoib30BaTh XUTO3aH, KaK TBEPAYIO (a3y rens, Tak Kak OH
0e3Bpe/IeH JIs YeIOBEKa U MOJIYYeH Ha OCHOBE TPUPOTHOTO CHIPHA.

[enb paboTsl: pazpaboTka COCTaBOB MOJUMEPHBIX T'eliell Ha OCHOBE XUTO3aHa, INIUIIEPUHA U
ITOJITUDTUIICHTJIUKOJISA HJISI OUUCTKU MEAHU OT HpO)IyKTOB KOppOSI/II/I.

JKCIepUMEHTAJIbHAS YaCTh

B pabore ObuiM ucnosib3oBaHbl renu K3 xuro3aHa (XT), coctaBel M (HOTO KOTOPBIX
npuBeacHHbIe B Tabmuie 1. [TogpoOHO onTuMu3aliust CocTaBoB onucana B pabdore [3]. Imunepun (')
UCMOJB3YIOT KaK IUIACTHUIMPYIOUIMI areHT; JMMOHHYIO KHCIOTY — KaK CIIMBAIOUIMHA areHr,
o0ecreunBaOIIUi MEKMOJIEKYISIpHbIE B3aUMOJIEUCTBUS BHYTPU MATPHUIbl, a MOIUITUICHTIIMKOIIb
(TI3I" 200) — kak MeHee KOPPO3MOHHO-aKTHBHBIH PACTBOPUTEIH IO CPABHEHHUIO C BOJION.

I'enueBble mieHkH monydanu cienyromum odpasom. PactBopsuin 400 mMr xuto3ana B 20 mi
2 %-ro pactBopa CH3COOH B Teuenue cyrok. PacTBop xuro3aHa nmomemany B CyIIMIbHBIN HIKad
npu 70 °C mus ymaneHus >KUAKoW (asbl, comepikaiieil YKCycHyr Kuciory. OOpa3oBaBIIyIOCS
IJIEHKY CHOBa pacTBopsau B 10 mi Boasl, BBogwin 5 mu [I910, 2 mn rmnepuna u 0,5 r AMMOHHOM
KHMCIIOTHI M OCTaBJISUTM Ha cyTKU. [lienku u3 pactBopoB nonyvanu B yamkax [lerpu npu 70 °C.
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Tabauya 1
Cocmasul 2eneii Ha ocroge xumosana ¢ 1191
O6pasen | I'n, | X, | II3T, ®oto O6paseny | HCit, | I'm, | Xr, | IIOT, ®oto
MI | T MIT r MI | T MIT
Xr-I19r- | 2 | 04 5 Xt-I19T - 0.5 2 04 |5
I HCit-I'n

B kauyectBe 0OBEKTOB WCCIIEIOBAHMS HCIOIB30BAIM MEIHBIE 00pa3ibl U MEIb, MOKPHITYIO
naTuHOW. VICKYCCTBEHHYIO KOPPO3HWIO MEIW TMPOBOJWIM B PACTBOpPE XJIOpUIA HATPHUS C
MOCJIEIYIOLIEH BBIACPKKOW HAa BO3/1YX€E B TEUEHHUE 2 YACOB.

O‘-II/ICTKy MCIU OT HNPOAYKTOB KOPPO3WH IMPOBOAUIIM, TOMCHIAA IVICHKY I'CJISI Ha MTOBECPXHOCTDH
MeTajuta MO0 MOKPBIBas MEJIb IOMOJIHUTEIILHO allFOMUHUEBOH (oibroit (meton Pozenbepra). [locne
KQKJI0T0 [UKJIA OYUCTKH TOTy4Yalld U300pakeHre 00pasioB Ha CKaHepe.

V3MeHeHue 3IIEKTPOAHBIX MOTEHIIMAIOB MEIH IIPOBOIMIIM B IBYXAJIEKTPOIHOM stueiike (puc. 1).
B xadectBe pabodero 3eKTpoaa UCIONB30BATH MEIHBIC 00pa3ilbl, & B KQUeCTBE BCIIOMOTATEIILHO
ANIEKTpoAa — rpaduT UITH aTFOMHUHHMA.

17 MM
-————

PaGouun PR

2% 3 rene ™ dnektpormt — renb
15 MM' BenomoratensHen 7 rpacgur
anekTpon
(cpaBHeHuUA)
[
AnomMnHueBas
MynbTumeTp
chonra VC9805A

Puc. 1 Cxema sueex 0 usmepenuss 21eKmpooOH020 NOMEHYUana

PesyabTaTsl
B Tabn. 2. [IpencraBnens! ¢poto 0O6pa3LoB nocie OYUCTKU. BUIHO, UTO renb yaanseT yacTb
MIPOJYKTOB KOPPO3UHU C MOBEPXHOCTH uepe3 cyTku. OJIHAaKO MpU JalbHENIIed BblIepkKe oOpaszer
TEMHEET U, OYEBHJIHO, TPOUCXOIUT «CTAaOMIN3aLNs KOPPO3UN», BbI3BaHHAs TOBTOPHBIM OKHCICHHEM
U YIPOYHEHUEM OKCHUIHOIO cJiosl. TO XopoIio BuaHO nocie 10 cyrok Beiaepkku. Takum oOpa3om
Oosble 2 CyTOK MPOBOAUTH OYMCTKY HElesecoo0pa3Ho, XOTs 3TO 3aBUCUT OT UCXOAHOTO COCTOSIHUS
MTOBEPXHOCTH.
Tabauya 2

Ouucmra nosepxnocmu cnaasa nonumepHoim eenem Xt-II2T-HCit-I'n

Jlo ouncTKu 1 menn 10 gueit Jo ounctku 1 neun 5 nHei

B cnydae, ecim ynaneHune OKHCICHHOTO CIJIOSI NPUBEAET K MOTepe penbeda MOKHO
UCMOJIb30BaTh MOAUGHUIMPOBaHHBIA MeToa Po3zenbepra. B aTom ciydae pecraBpupyeMblii 00BEKT
UCHOJB3YIOT KaK KaTo[, Fellb — KaK JIEKTPOJIMT, a ATFOMUHUEBYIO (DOJIBIY — KaK aHOI.

Poccust, Tomck, 23-26 ampens 2024 r. Towm 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

175

J{ns BBIABIEHUSI OCHOBHBIX OTJIMYMK B IPOLECCAX, NPOXOIAIIMX HA TPaHULIE pasfesna Inpu
HCTIOJB30BAHNN TAIBBAHWYECKOTO JJIIEMEHTA, MBI M3MEPWIH DJJIEKTPOJHBIE TOTEHIHWAIbl B

CIICIUAJIBHBIX siueiKax (puc. 2).
EB E,B

e

"'}—-Q-O-H—LH—Q—H

o
@

044

o
o

024

0 10 20 30 4 50 60 0 10 2 30 4 50 60
£, MuH

EB EB
060 r

S

| Y

0 1 2 30 4 35 6 70 10 20 3 & S0 60

LaMH t NuH

054

044

034

Puc. 2. H3menenue 21ekmpoOHbIX NOMeHYUuaIo8 medu (depHoie Kpugble) u mMeou, NOKpulmol NamuHou (Kpachle
Kpugvle) 6 siuetikax ¢ nonumephvim 2eiem Xm-IDI-I'n (a, 6) u Xm-TIDI-HCit-Ix (s, 2), usmepennvle
OMHOCUMENbHO 2papumosoeo (a, 8) u anomunuesoo (0, 2) BCNOMO2AMenbHO20 1eKMpood

BumHo, 94TO MpW MCTHOIB30BAHUHM ATIOMHHHS OOpaslbl MEIH M MEIU, TMOKPBITOW MaTUHOM,
MEHSIOTCS MecTaMU. Meb CTAaHOBUTCS KaTOJOM, 3TO XOPOIIO 3aMETHO JUIsl TIOBEPXHOCTU YHUCTOU
meau (puc. 2, B, r). COOTBETCTBEHHO, NpeJiaracMblii MOJXOJ IMO3BOJMT HW3MEHUTh MEXaHU3M
Mpoliecca Ha TPaHUIIE pa3jena.

3akirouenue

B pesynbrare Obita mpoBeneHa anpobarus reneit cocraoB Xt-I13-HCit-I'm u X1-TT3I-HCit-I'n
IUISL OYMCTKH MEIM OT TPOIYKTOB KOppo3ud. Ha OCHOBaHMM 3HAYEHWH SJIEKTPOJHBIX MOTEHIIHAIOB
IMOKa3aHO, YTO NPUMCHCHHA AITFOMHUHUEBOM (i)OJ'II)l"I/I B KQUECTBC aHO/Ja ITIO3BOIAECT MCHATH MCXaHU3M
peaxnuu Ha rpaHuLe paszena. JlodaBieHne TMMOHHON KHCIIOTHI IIPUBOAUT K YBEIUUESHUIO JIEKTPOIHOTO
MOTeHIaa Meau. ['eJb MOo3BOJISET MPOBOIUTH IAISIIYI0O OYUCTKY MTOBEPXHOCTH B TeUeHHE 1—2 CyTOK.
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Abstract. Iron-containing metal-ceramic composites are advanced photocatalysts for oxidative
pharmaceutical wastewater treatment. In the present study, photocatalytic activity of composites
during the degradation of pharmaceutical pollutant diclofenac (DCF) was evaluated. Optimal
conditions for the degradation of DCF were found.

Key words: metal-ceramic composites, advanced oxidation processes, diclofenac (DCF).

BBenenne

B mocnennue necstunetus mpodiemMa 3arps3HEHUST BOJHOW KOCHUCTEMBI OPraHWYECKHMU
dapmanepTuueckumMu 3arpssHutensamMu (Od3) crama akTyalbHON BO BceM mupe. TpaaulinoHHBbIE
CIIOCOOBI OUYUCTKH BOJIBI OCTAIOTCS Maj03(PEKTUBHBIMH IO OTHOLICHUIO K JIAHHBIM BelecTBam [1],
a WX TMOJIHOE YyJaJieHHE CBA3BIBAIOT C MPUMEHEHHEM MEPEeIOBBIX OKHCIUTENIbHBIX MPOIECCOB,
3(PEeKTUBHOCTH KOTOPHIX 00YCIIOBIIEHA T€HEPAIMEN BRICOKO PEAKIIMOHHOCITOCOOHBIX YaCTHII.

I'omoreHnHble (POTOKATAIUTHYECKUE TIepeOBble MPOIECChl OKUCIEHUS B JKUAKOW (haze
OCHOBaHbI IJI1aBHBIM 00pa3oM Ha cucteMe Gpoto-PeHToHa, KOTopas 00pa3yeT peakImOHHOCTIOCOOHBIE
THAPOKCHIbHEIE pagukainsl: Fe? + H,02 — Fe¥'+ *OH + OH~. I'my6okoe okucnenne O3 cBA3BIBAIOT
M C TIPUMEHEHHEM TEXHOJIOTHH Ha OCHOBE O30HHMpOBaHHWS. Tak, coderaHHWe O30Ha C
yIbTpaduOJIETOBBIM 00ydeHHEM criocobcTByeT oopazoBanuio ‘OH-pagukanos: Oz + H2O + hv —
02+ 2°0H.

VceraHoBieHO [2], 4TO jKenne30coAepKalie METaNIOKepaMUYECKHe KOMIIO3UThI HA OCHOBE
HUTPUIOB OOpa, KPEeMHHUS W XpOMa TIPOSIBIISIIOT BBICOKYIO aKTHBHOCTH B TPOIIECCE AETPajaluu
mmpokoro kpyra O®3. D¢ppeKTUBHOCT KOMIIO3UTOB OOYCIIOBJICHA HAJIMYUMEM B KEepaMHUYECKOH
MaTpHIle MOTYIPOBOJIHUKOBBIX COCTUHEHUN M (ha3bl METAJUIMYECKOTO JKeJe3a, YTO B MPUCYTCTBUU
H202 co3maer ycnoBust ans oKHCIUTENbHOM aecTpykiun O®d3 1mo mMexaHU3My IeTepOreHHOIro
(doToKaTanM3a ¢ yyacTueM roMOT€HHOT0 npoiiecca hpoto-PeHToHa.

Lenp HacTosmel paboThl — OKUCIUTENbHAS ASCTPYKIUSA (apMaleBTHUECKOTO 3arps3HUTEIN
muknopernaka (DCF) B BOAHBIX pacTBOpax €  HKCIOJB30BAaHHMEM METAJIOKEPAMHUYECKUX
KENEe30COIepPKAIIUX KOMIIO3UTOB TPU COYETaHUH YCIOBUM Y@ o00mydeHHs, O30HHPOBAHMUS,
npucyrctBus H202 s naubosee s dexTruBHOTO ynaneHus aukiopeHaka u3 pacTBopa.

JKCNEepUMEHTAIbHASA YaCTh

B pabore wuccnenoBaHbl METAJUIOKEPAMUYECKHE KOMITO3UTHI, TOJIY4YE€HHBIE METOJ0M
aBTOBOJIHOBOTO TOpeHms deppocuiuius B atMochepe azora ¢ gobaBkamu mryHruta (Ne 3, 4) u
MoueBUHBI (Ne 2, 4). ®Da3z0oBblii COCTaB KOMIIO3UTOB YCTAaHOBJIEH METOJIOM DPEHTI€HOBCKON
mudpakun. ManukaropusiM meroaoM ['ammera u Tanabe ¢ ucrnosb3oBaHueM 17 MHIUKATOPOB

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

177

M3YUYEHO pactpenesieHne neHTpoB ajacopounu (PLIA) Ha mOBepXHOCTH KOMIIO3UTOB MO KHCIOTHO-
OCHOBHBIM CBOMCTBaM. MeToIMKa dKCIIeprMenTa omnrcana B pabore [3]. KoHIeHTpaIiio akTHBHBIX
LIEHTPOB JAaHHOW cuibl (), SKBUBAJICHTHYK KOJMYECTBY aJCOpPOMPOBAHHOIO KpacUTENs,
paccuMThIBaIU 10 GopMyIIe:

Ap—A Ag—A CindXVi
| 0 1|+ | 0 2| X ind ind (1)

my my Ao
e Cipg ¥ Vipg — KOHIIGHTpausi 1 00beM WHANKATOpa; 1My U M, — HABECKU KOMIIO3uTa; Ay, A1, A, —
OITUYECKasl MIIOTHOCTh PAacTBOpa MHAMKATOpA JI0 COpOLMH, MOCie COpOIMH U B XOJIOCTOM OIBITE
COOTBETCTBEHHO. 3HaKu (+) U (—) OTBEYAIOT PA3HOHAIIPABIECHHOMY WJIM OJHOHAIPABIECHHOMY
U3MEHEHUI0 A U A, OTHOCHUTENIBHO Aj.
CopOrmorHyl0 u  (OTOKATATUTHYECKYI0 AaKTUBHOCTH KOMIIO3UTOB IO OTHOIIEHUIO K
DCF (makcumym nornomenust — 276 um, pKa = 4,1) onpenensiiu o Metoauke: 100 Mr KoMmo3ura
momMeniaau B crakas, 3aauBaad 10 mi pactBopa DCF (Cpcp = 25 Mr/i) u craBuiIM Ha MarHUTHYIO
Memianky s nepememmuBaHus Ha 10 wmunyt. Ilpu mnpoBeaeHun (POTOKATAITUTHYECKOTO
JKCIIEPUMEHTA MEIIAIKy pPAcloiaraidi HAmpOTHB HMCTOYHWKA Y D-HM3IydeHus, a s mporiecca
doro-Penrona B pacrBop BHOocunu 0,1 min H20z2 (Cy,o, = 0,1 Monb/1). O30HHpOBAHUE CHCTEMBI
MPOBOAMIIA C TIOMOIIBIO O30HAaTOpa, O0apOOTHUPYIOLIEro 030H cO CKopocThio 0,8 Mr/muH.
[To ucreyeHnr BpEMEHU PACTBOP OTACISUIM OT KOMIIO3WTA MEHTPH(PYTHPOBAHUEM, OCTATOUHYIO
koHueHTpauuto DCF onpenensimu cnektpodoToMeTpuueckuM MetofoMm Ha mpubope CD-56.
Crenenb yosutu qukiodpenaka (R, %) Beraucisui o popmysie:
R, % = <DCFuas~ CDCFoct » 1) 0y, @)
CDCFyay
rae Cpcr,,, ¥ Cpcr,,, — HauaIbHas ¥ ocTaTo4Has Konuenrpauun DCF B pactsope.

PesyabTaTsl

®da30BbIil COCTaB KOMIIO3UTOB IpecTaBiieH B Tabuuue 1. B cocraBe kepamMuueckoil MaTpULIbI
BCeX 00pa3ioB mpucyTcTBYIOT (aser B-SisNs u Merammmueckoro o-Fe, B oopasmax Ne 2 u Ne 4
obHapyxena ¢aza C3N4, B oOpasmax Ne 3 u Ne 4 (cuHTE3 ¢ MCIOIB30BaHUEM IIyHTUTA) — a3el SiC
n Si2N20. Kpusbie PIIA Ha mnoBepxHOCTHM KoMmo3uToB B uHTepBaie pKa -0,29...+12,80
MPEJICTAaBIICHBI HA pUCYHKE 1. AKTHBHOCTh KOMITO3UTOB B (DOTOKATAIUTHIECKOM IPOIIECCE 3aBUCHT
OT KHCJIOTHO-OCHOBHBIX CBOMCTB IOBEPXHOCTH, KOTOpPbIE ONPEACISAIOT HUX PEaKIMOHHYIO
CIIOCOOHOCTH M U30UPaTENbHOCTD aJICOPOLINH.

1.20 ——Nel —— Ne2
1,00 pKa =41 —&— Ne3 —— No4
0.80
0.60
0,40
0.20

0,00
2 -1 0 1 2 3 4 5 6 7 8 9 10 11 12 13 14
pKa

(. MKMOJIB/T

Puc. 1. PIJA unouxamopos Ha nogepxHocmu 0opasyos

B tabnuue 1 npuBeneHs! pe3yabTaThl HCCIEI0BAHUS aICOPOIIMOHHON U (POTOKATAIUTHYECKOM
aKTUBHOCTH 00pa3roB no otHomennto k DCF. Jluknodenak sBisiercst cnaboil KHCIOTOW U MOXKET
a7icopOMpOBATHCS Ha COOTBETCTBYIOIIMX KHCIOTHBIX LeHTpax bpencrema. B mernom, mist Bcex
00pa3moB HAOMIOAAETCS TOCTATOUYHO HU3KAsI a7ICOPOIIMOHHAS AaKTUBHOCTD, UTO COTIIACYETCS C MAJIBIM
KOJINYECTBOM aKTHUBHBIX IIeHTpOB ¢ pKa 4,1. Tem He menee, myumas aacop6uust DCF nabmonaercs
Ha oOpasmax Ne 3 u Ne 4, umeronux 0oJibIiee KOJTUIECTBO COOTBETCTBYIONINX aKTUBHBIX IIEHTPOB.
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Tabauya 1
Daszoevwill cocmas komno3zumos u cmenenv decmpykyuu (R, %) DCF
(Cpcr = 25 me/n, Cy,o, =110 monv/n, Ma = 1x10" 2, 7 =10 mun)
Kommosur da30BEIi coCcTaB R, %
AI[COp6L[I/I$[ Yo Hzoz/ Yo H202/ Yo Os/yq)
(pH = 6) (PH=3)
Ne 1 B-SisNg, a-Fe 4 17 13 58 78
Ne 2 B-SiaN4, a-Fe (C3Na) <1 12 11 74 61
Ne 3 B-SisNa, SiC, SizN»0, a-Fe 7 13 19 67 82
Ne 4 B-SiaNg4, SiC, SizN20, a-Fe (C3Na) 6 16 23 84 87

ITpumeuanue. ITorpemHuocTs pe3ynpTaToB He npeBbimact 10 %.

HeBricokasi oToKaTaIUTUYECKAs aKTUBHOCTh KOMITO3UTOB Tpu Y@ 00mydyeHUU CBsi3aHa C
ascopOLMOHHBIMU CBoOMcTBamMu noBepxHOcTH. JloGaBka H202 BbI3bIBaeT HEOONbBIIOE YBEITUYECHUE
necrpykiuu DCF tonbko B mpucytcTBuu o0pas3ioB Ne 3 u Ne 4. Manasi cTeneHb OKUCITHTEIbHON
nectpyknuu DCF npu no6aBke H20O2, oueBuaHO, cBsi3aHa ¢ HU3KOW 3((PEKTUBHOCTHIO CHUCTEMBI
¢doro-dentona npu ecrectBeHHoM 3HadeHuu PH pactBopa DCF (pH = 6). UsBectHo [4], uro
HauOOoJbIIasg aKTUBHOCTH (poTO-DEHTOH Mpoliecca mposBiseTcs B oonacti pH 2—4, mockonbKy mpu
pH<2 B pacTBOpe CyIecTByeT MajOakTHBHBIA axBakomminekc [Fe(H20)e]**, a npu pH >4
obpasyercs komutouanslii pactBop Fe(Ill). Buano, uro mpu onTuManbHON KHCIOTHOCTH PacTBOpa
(pH = 3) crenens aectpykiuun DCF 3amerno Bo3pactaer (58-84 %).

HccnenoBana akTUBHOCTH KOMIIO3UTOB B Ipoliecce OKUCTUTeNnbHOH aectpykuuun DCF B
ycIoBusAxX (GoTonuTHueckoro o3ouupoBanus. Comenienne Y ® obmydenus u Oz mpuBOIUT K POCTY
KOHIIEHTPALlUU peakinoHHOCocoOHbIX ‘OH-paankanos B pactBope. [lo-BuanMoMy, ¢ 3TUM CBA3aHO
yBenmueHue crernenu aerpaganuu DCF mpakTuyecku B IPUCYTCTBUH BCEX 00PaA3IOB, TIPU ITOM IS
koMmo3uToB Ne 3 u Ne 4 ona coctaBuna > 80 %. HauGonbiias akTuBHOCTh KOMIO3UTOB Ne 3 1 Ne 4
B mporeccax aerpaganuu DCF mpwm pa3mudHbIX YCIOBHSX MOXKET OBITh CBSI3aHA C Y4acTHEM
noynpoBoaHKKoBo# (as3el SiC (EQ = 2,2-3,3 5B) MeTa/iokepaMUIeCKUX MaTPHII.

3akiroueHnue

XKenezocomepkamnye METAUIOKEPAMUYECKHE KOMIO3HTHI Ha OCHOBE HHUTpPUIA KPEMHUS
SBJISIIOTCSL TEPCIEKTUBHBIMU  (DOTOKATalM3aTOpaMHu JUIl OUYMCTKH BOJBI OT JUKJIO(deHaka.
VY cTaHOBIICHO, YTO HANOOIIBIIAs CTeNEHb OKUCIUTENbHOM nectpykimu DCF (87 %) nocturaercs npu
COBMEIIIEHUH MTPOLECCOB F€TEPOreHHOr0 Karann3a 1 (POTOJIUTHUECKOT0 030HUPOBAHMS B YCIOBHSX
Y ®-0651ydeHus B IPUCYTCTBUU Komo3uTa Ned.
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Comparative characteristics of the substantial composition of cracking products
of high-sulfur vacuum gas oil under different conditions
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Abstract. In this work, we studied the change in the composition of resins, oils and asphaltenes of
high-sulfur vacuum gas oil during the process of oxidation and cracking. The results obtained were
studied using a complex of physical and chemical research methods.

Key words: vacuum gasoil, oxidative desulfurization, hydrogen peroxide, thermal stability,
cracking.

Beenenne

B cBsA3M c cokpalleHHMEM MHPOBBIX 3allacoB JIETKMX M CpeJHUX HedTell Bo3pacTaer
NOTPEeOHOCTh B MIIyOOKO# TmepepaboTKe BaKyyMHBIX IUCTHIUIATOB M HE(QTSIHBIX OCTaTkoB [1].
CopepxaHue cepbl B TSDKEIOM YIJIEBOJOPOJHOM ChIPbE, B YACTHOCTH BAKYYMHBIX Ta30MIIsIX,
MOCTYNAIOIIMX Ha MepepaboTKy, C KaXIbIM TOJOM YyBEJIWYHBAETCS, YTO OO0YCIaBIMBAET
HEOOXOJMMOCTh CO3/1aHUSI TPOCTBIX W 0Oo0Jiee JOCTYMHBIX YeM TMJIPOKPEKHMHI MPOIECCOB HX
nepepaboTku. I3BECTHO, YTO OKHUCJIEHHE TM03BOJIAET CHU3UTh TEPMHMUYECKYIO CTaOMIIBHOCTD
KOMITOHEHTOB BBICOKOCEPHHCTOIO BaKyyMHOTO ra3oiiis [2], B TepByl ouepelb CEpHHCTHIX
coeauHeHuil. OHAKO pe3yNbTaThl MOJ0OHBIX UCCIIE0OBAaHUI B HAYUYHOW JIUTEpaType B JIUTEpAType
Mpe/icTaBlIeHbl (parMEHTapHO, B YAaCTHOCTH OTCYTCTBYIOT JaHHbIE CpPAaBHEHHUS TEPMUYECKOU
CTaOMJIBHOCTH KOMIIOHEHTOB BAKYYMHBIX TUCTUJUIATOB M UX OKHUCIEHHBIX (hopM. Llenbio paboTs
SIBJIIETCS. YCTAHOBJIEHWE 3aKOHOMEPHOCTEH BIMSHMSI OKUCICHHUS U TOCIENYIOIEeH TepMUYECKOU
00pabOoTKM Ha U3MEHEHHE BEIIECTBEHHOI'O COCTaBa BHICOKOCEPHUCTOI0 BAKYyMHOT'O Ta30MJIs.

JKCNEePUMEHTAJIbHASA YaCTh

XapakTepuCTUKU BBICOKOCEPHUCTOr0 BaKkyyMHoro raszoiinis (BI') npencrasnens B Tabnuie 1.
Oxwucnenue BT mpoBogunu cmechto HoO2:HCOOH (MonbHOe otHOmenune H202:HCOOH = 3:4,
So:H202 = 1:5) nponomkurensHocTh OKkucieHus 90 MuH, BoaHYK (a3dy yoasuld JAeKaHTalUeH.
Kpexunr BI' u npoxykTos ero okucnenus (OBI") mpoBoamics B peaktopax obsemoM 12 cm® mpu
temneparype 450 °C, mpogomkurensHocTh oT 30 mo 150 mumyT. Comepkanue acanbTeHOB B
oOpa3ie onpenessiu «XonoaHbIM» MeToaoM ['onbae. ConepkaHue Macena U CMOJI OIPeNesioch
IIOCJIE0BATEIBHBIM AIIOMPOBAHUEM Ha aKTUBUpOBaHHOM cuiukaresne ACK: macia — H-rekcaHowm,
CMOJIBI — 3TaHOJI-OEH30JIbHOM CMEChI0 B 00beMHOM OTHOIIEHUH 1-1.
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Tabnuya 1
Cocmasg u ceoticmea npodykmos kpexunea UBI" u OBI"
CocTaB )XUIKUX POIYKTOB, % Mac. Conepxanue, % mac.
IIpomoik. KpekuHra, MUH BemecTBeHHBIN cOCTaB IL1oTH. F/CM3
la3 Kokc | uk-200 | 200-360 So
acd. | mMacma | CMOJBI
BT’ 0 0,1 91,3 8,6 0 0,0 18,5 2,02 H. 0.
30 0,49 | 0,03 | 92,24 7,24 0 3,3 17,9 1,88 0,9135
60 158 | 0,09 | 92,58 5,72 0,03 H. 0 H. 0 1,86 0,9071
90 4,14 | 0,16 | 90,35 5,33 0,05 H. 0 H. 0 1,78 0,8985
120 558 | 0,17 | 89,75 4,42 0,08 H. 0 H. 0 1,77 0,9011
150 8,76 | 0,51 | 84,43 6,18 0,12 23,30 41,30 1,71 0,8844
OBI' 0 0,49 747 24,81 0 0,0 18,5 2,02 H. 0.
30 3,14 | 0,95 | 79,03 16,88 0 5,2 23,6 1,25 0,9216
60 564 | 1,41 | 82,43 10,22 0,30 H. 0 H. 0 0,84 0,9089
90 8,85 | 2,05 | 79,61 8,92 0,57 H. 0 H. 0 0,82 0,9070
120 10,30 | 2,08 | 79,05 7,07 1,50 H. 0 H. 0 0,62 0,8960
150 12,73 | 2,21 | 75,79 7,80 1,47 26,8 40,2 0,60 0,8934

Pe3yabTaThl M 00Cy:KI1€HHE

Martepuanbubiii Oananc npoaykrtoB kpekuHra BI' m OBI' mpencrtaBinen B Tabnuue 1.
B cocraBe mpoAykToB TepMHUYEeCKOH 00pabOTKM OKHCIEHHOro BakyyMmMHoro rasoitns (OBI)
3HAYUTENIbHO OOJIblIE ra3000pa3HbIX MpoayKToB (B 6 pa3 mpu 30 muH u a0 1,5 paza npu 150 mun
KpeKuHra) M Kokca (mpumepHo B 10 pa3), Mo CpaBHEHHMIO C NpPOAyKTamMu KpekuHra BI' B
aHaJOTHYHBIX ycioBusix. CojepikaHue cepbl B JKUAKUX Tpoaykrax kpekmHra OBIT cHmkaercs
MIPAKTUYECKH B TPU pa3a, YTO OOBACHAETCS CHIKEHUEM TEPMHUYECKOH CTaOUIBHOCTH OKHCIEHHBIX
¢opm CC u, cCOOTBETCTBEHHO, O0JI€€ MOIHBIM UX BOBJICUEHUEM B IIPOTEKAIOLIUE MPOLECcChl. Brixon
JUCTWUIATHBIX (pakuuil B 000OMX CIydasx yBEIMYMBAETCS C YBEIMYEHHEM IPOJOKUTEIbHOCTH
nporecca, coctaBisist Oonee 60 % mac. YBieueHue NpPOAOIKUTEIBHOCTH KPEKUHIA MPUBOJUT K
YBEJIMUEHUIO COIep)KaHUs ac(haibTeHOB B XKMJKHUX MPOAYyKTax KpekuHra BI' B 5 pas, conep:kanue
CMOJI CHMJKAeTCsl, YTO JAEMOHCTPUPYET IpeodiagaHue peakiuil KpeKHHra (CMoJibl—Macia—ras),
coJiepKaHue Maces MPOXOJUT Yepe3 MaKCUMyM B Touke 60 MHUH M Jajiee CHUXKAeTCs BCIEJICTBHUE
YCKOpEeHUsl peakuuil kpekuHra. B mpouecce kpekunra OBI' nHaOmromaercs yBenudeHHE BBIXOJa
acambTeHOB C YBJEUEHHEM MPOJODKUTENBHOCTH Ipoliecca, KOJIWYeCTBO —ac(hajabTeHOB
3HAYUTENIbHO O0Jblle, yeM npu Kpekunre BI'. CozxepikaHue cMoul peTepreBaeT Ty ke TeHIECHLUIO,
yro u ¢ UBI' — cHmxkaercs, 3aTeM Bo3pactaeT B Touke 150, BEpOSTHO BCIIEACTBUE YBEIHUUEHUS B
oOmmii Bkiaj peakuuii kpekunra. CojepaHue Macen TakkKe MPOXOAUT Yepe3 MaKCHUMyM B TOUKE
60 MHH M Janee CHIDKAeTCs BCIEACTBUE MHTEHCU(UKAIMM pEeakIUil KPEeKHHra 1o MapuipyTy
Macia—ras.

3akiir0ueHune

B pe3ynbrare NpoOBENEHHBIX MCCIENOBAHUM YCTAHOBJIEHO, YTO B pE3Yy/IbTAaTe€ KPEKUHIA
OBI o6pa3yercs 3HauuTEIHHO OOJBIIE Ta3a U KOKca, yeM npu Kpekunre BI', comepikanue cepol B
COCTaBe JKUJKUX NPOAYKTOB cHUXkaercs Ha 71 % oTH. [TomyueHHble pe3ynbTaThl CBUAECTEIBCTBYIOT

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

181

O BO3MOYKHOCTH CHWKCHUS TEPMHUYECKOW CTAaOMIBHOCTH CEPHUCTBIX COCIMHEHUH BaKyyMHBIX
JUCTUIUISTOB OCPEICTBOM MX IIEPEBOJIAa B OKUCIEHHBIE (JOPMBI.

Paboma evinonnena 6 pamxax eocyoapcmeennoeo zaoanusi UXH CO PAH, ¢unancupyemoeo
Munucmepcmeom Hayku u svicuiezo oopazosanusi Poccuiickoii @edepayuu.
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Abstract. It has been studied the structure and phase composition of the intermetallic compound TiFe,
obtained by mechanochemical synthesis from elemental iron and titanium powders. After mechanical
treatment, the Ti-Fe powder mixture (50 wt. %) contained o-Ti and o-Fe. The cell size of the
o-Ti phase after mechanical treatment remained unchanged and was equal to 0.2867+5-10™* nm.
The cell size of the o-Fe phase decreased as the treatment duration increased. The TiFe intermetallic
compound is formed at 300 seconds of mechanical treatment.

Key words: mechanical processing, phase composition, FeTi intermetallic compound

Beenenune

MexaHOaKTUBUPOBAHHbIE MaTepHajbl 3a CYET CBOMX OCOOBIX CBOWCTB HMMEIOT OOJBIIYIO
3HAYMMOCTb MIPH CO3aHUH BBICOKO3()(DEKTUBHBIX CILIABOB [Tl 00pAaTUMOro XpaHeHust Bogopoaa [1].

NuTtepmeraminyeckoe coenvnenue TiFe 3aciyxuBaeT oco00ro BHHUMAHUS C TOYKH 3pEHUS
XpaHEeHUs BOJIOPO/Ia, TOCKOJIBKY COUETaeT BBICOKYIO €eMKOCTh XpaHeHHs Bogopoja (1,86 % macc.) u
OTHOCHUTEJIbHO HU3KYIO CTOMMOCTB 110 CPABHEHMIO C BBIMTYCKAEMbIMU cIijlaBaMu Tunia ABS Ha peiHke
(1,4 % wmacc.) [2,3]. TpaauOHHO HHTEpPMETAUTHA TIFE MOJIYyYaroT BBICOKOTEMIIEPATYPHBIM
CIUIaBJIECHUEM KOMIIOHEHTOB JKeJe3a W THTaHa B MHEPTHOW aTMocdepe ¢ MOCIEAYIOUIUM
HPOJOJDKATEIIBHBIM  TOMOTEHU3UPYIOIIUM  OTXXKUroM Tpu  Temmepatype 800-900 °C [3].
W3menpueHre B IIApOBOM MENbHUIE HWHTEpMETaLIHaa 1iFe, MOJydeHHOro TpaJaUIMOHHBIM
CIIoco00M, 3HAYUTEITLHO 00JIErYaeT ero B3auMOCHCTBIE ¢ BOIOPOIOM [4].

AJbTEpHATUBHBIM CIIOCOOOM MOJIYYEHHS BBICOKOAKTUBHOTO TUCIIEPCHOTO HOCUTENS BOJIOPOAA
MOJKET SBJIATBCS MEXAaHOXMMHYECKMM CHHTE3 M3 JJIEMEHTapHBIX IIOPOIIKOB JKEjle3a M THUTAHA.
OnHako, CyImeCTBYIOT IPOTHBOPEUYWBHIE JaHHBIE IO TMOJy4YeHHIO WHTepMmeTauiaa TiFe wus
OTJENBbHBIX TMOPOIIKOB: 1) amop¢uzanusi cucTeMBbl, 2) BO3MOXKHOCTh MOJIY4YEHHUS MOHO(]A3ZHOTO
nopomkoBoro cruaBa TiFe [5, 6]. Takum o0pa3zom, menbi0 pabOThl SBISUIOCH HCCICIOBAaHHE
CTPYKTYpHI U (a30BOT0O cOCTaBa MHTEpMeETaJuIMueckoro coequHenus TiFe, moaydeHHOro MeTo1omM
MEXaHOXMMHYECKOIO CUHTE3a U3 DJIEMEHTAPHBIX [TOPOILKOB JKeJle3a U TUTaHa.

:‘)KCHepHMeHTaJILHaH qacThb

MexaHOXMMHUYECKUN CHHTE3 HHTepMeTaimdeckoro coenuHeHust TiFe w3 snmemeHTapHBIX
nopomikoB kene3a (Fe) mapku IDDKPB 2 u turtana (Ti) mapkm I[ITOM-1 3axmouancs B
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BBICOKOMHTECHCHBHON MeXaHHUeCKoi o00paboTke mopormkoBbix cmeceir Ti-Fe (50 % wmacc.) B
maHeTapHo mapoBoit menbHUIE «AI'O-2» B Teuenne 10, 60 u 300 cekyHa B aTMocdepe aproHa
(1820 06/mun). HccnemoBanue pachpee/ieHHs] YacTUI[ [0 pa3MepaM BBIMOJHSIN METOAOM
ckanupyromieit anekTpornoit mukpockonuu (COM) (TESCAN VEGA 3SBH). YacTuiibl mopoIkos
Fe u Ti B MCXOIHOM COCTOSHMM UMeNnu cpeanuii pasmep 39,1 MKM (qucrepcus Mo pasmepy
cocraBisuia 61,3 mxm) 1 11,2 MkM (Iucriepcus Mo pasmepy coctanisiia 6,1 MKM) COOTBETCTBEHHO.

Ananu3 pa3oBoro cocraBa M mapaMeTpoOB KPUCTAITUTHUECKOHN CTPYKTYPhI TOPOIITKOB MPOBOTUITH
Ha qudpakromerpe ¢ CuK, nzmydeHuem.

Pe3ysabTarsl M HX 00Cy:KIeHHE

Ha puc.1l nokazanel COM wu3o0paxenusi nmopomkoBeix cmeceir Ti-Fe (50 % wmacc.) mocie
MEXaHW4YECKOH 00pabOTKU pa3HOM auTenbHOCTH. [locie MexaHndeckoi 00pabOTKH MOPOIITKOBOM
cmecu Ti-Fe (50 % macc.) B Teuenue 10 cekyH] cpelHUI pa3Mep YaCTHIl yMEHBIIMICS 10 5,7 MKM
(Std. Dev = 4,6 MKM) 0 CpaBHEHHIO CO CpeAHHMM pasmepom mopomkoB Ti u Fe B mcxomHOM
coctosinuu. lpu nanpHeiiemM yBelIuyeHHEe JUIUTEIHOCTH MEXaHUYECKOH 00pabOTKU MOPOIIKOBOM
cmecu Ti-Fe (50 % macc.) cpeanuii pasMep 4acTHIl YBEIUUMICA U cocTaBui 8,4 u 238,4 MkM mipu
60 1 300 cexyHmax oOpabOTKH COOTBETCTBEHHO.

Wy (%)

P ] 100

<d>=238,4 MKM
Std. Dev= 138,6 MKM {60

-".<d>=5,7 MKM
Std. Dev = 4,6 MKM

’<d>=8,4 MKM
Std. Dev = 4,7 MKM

50 100 150 200 250

_d(MKm

= 1000 Mxcv

L

Puc. 1. COM uzobpadicenust nopowxoswix cmeceu Ti-Fe (5 % macc.) nocie mexanuueckou oopabomxu 6 meyeHue:
10 (a), 60 (6) u 300 (8) cexyno

Ha puc. 2 mpezacraBiieHsl peHTreHOrpamMMbl mopomkoB Fe, Ti B HCXOIHOM COCTOSIHUU W
nopomkoBeix cmeceit Ti-Fe (50 % wmacc.) mocne mexanuyeckoit oOpabotku. Ha peHtreHorpamme
MopoIika Fe B ncX0THOM COCTOSIHUM PUCYTCTBOBAIM AU(PAKIIMOHHBIE OTPAYKEHHUS, XapaKTepHbIe (aze
a-Fe ¢ 00BEMHO-LICHTPUPOBAHHON KyOHMdeckol cTpykTypoil. Ha peHTreHorpamme mopomka Ti B
HCXOJTHOM COCTOSIHUM TIPUCYTCTBOBATH IHU(PAKIIMOHHBIC OTPAXKCHHS, XapakTepHble ¢asze o-Ti C
reKcaroHajbHOM suelikoil. [Tocie Mmexannueckoit 06padoTku Bee nmopoikoBbie cMecu Ti-Fe (50 % macc.)
cocrosmt 3 a3z a-Ti u a-Fe. B pesynprate MexaHW4YecKOW OOpaOOTKU MOPOIIKOBBIX CMeECei
napameTp penietku a (assl o-Fe He usMensics u cocransn 0,2867+5-10 um, mapamerp pemieTku
a ¢asel a-Ti yBemmumncs ot 0,2962+5-10* um mo 0,3015+5-10% mM, mapameTp pemérku
c ymenpmmncs ot 0,4696+5-10% mm g0 0,4667+5-10% nM. VYBenudeHue JUIMTENLHOCTH
MEeXaHUYeCcKol 00pabOTKM TMOPOLIKOBBIX CMEced MPHUBEIO K YIIMPEHUIO U(PaKIUOHHBIX
oTpakeHH Bcex ¢a3. Obpamaer Ha cebsi BHUMaHUE pacIIeIUIeHne AU(PPaKIIMOHHOTO OTpaskeHUs
IpU yrjaoBoM mojoxkeHuu ~ 44,7° ¢da3sl a-Fe (BcraBka cmpaBa) B pesynbrare (HOpMHUPOBAHUS
PEHTreHOaMOP(HOTro COCTOsIHUSL, 4YTo coracyercss ¢ [7]. IlomymupuHa, COOTBETCTBYIOIIAS
pentreHoamopduor (daze, Bo3pactama ¢ 0,1896° mo 0,599° ¢ yBenmuueHueM JUIMTEIBHOCTH
Mexanudeckoit 00padotku ot 10 1o 60 cexynna. IIpu 300 cekynnax MexaHuueckoil 00paboTku eé
nonymupuHa yMmeHpimmiack 10 0,3442°, a yrioBoe mMojoKeHUe IU(PPaKIMOHHOTO OTPAKEHUS
CMECTHJIOCH B JIEBYIO CTOPOHY, YTO COOTBETCTBYET (popmupoBanuto (a3l TiFe B peHTreHOaMophHOM
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COCTOSIHUH, 4TO coriacyercs ¢ [5]. Ha popmuposanue ¢assl TiFe Takke yka3plBaeT MOSIBICHUE MaJlON
WHTEHCUBHOCTU AU(PPAKIIMOHHOTO OTPAKEHUS TPH YIJIOoBOM TmojiokeHuu 59,9°. M3BecTHO, 4TO
ko3 duuuent muddysuu Fe B Ti snaunTensho seime (6,8 - 1034 cm?/c), uem Ti B Fe (1,1-10% em?/c)
[5], no-Bunumomy Fe nuddynnupyer B KpucTa/umueckyro pemérky Ti, TeM caMbIM Hapylias ero
CUMMETpPHIO, B pe3yJbTaTe 4ero HaymHaeT (opmupoBaTtbes ¢aza TiFe B peHTreHOamMoppHOM
COCTOSIHHH.

184
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Puc. 2. Penmeenoepammor nopouwxos Fe (a), Ti (6) 6 ucxoonom cocmosinuu u nopouikogou cmecu Ti-Fe (50 % macc.)
nocne mexanuueckou oopabomru: 10 (8), 60 (2) u 300 cexyno (0)

3akiil0oueHue

Takum 00pa3oM, MoKa3aHo, YTO MPU MEXAHMYECKOW 00pabOTKE MOPOIIKOBOW CMECH COCTaBa
Ti-Fe (50 % wmacc.) B Teuenne 300 cexyna ¢dopmupyercs ¢aza TiFe B penrTreHoamopdHOM
COCTOSIHUU. {11 yBEITMYEHUSI €ro COJEP)KAHMs M MOJHOTHI PEaKIUH MEXK/Y JKEJIe30M U TUTAHOM
HE00XO0IMMO MPOBECTH TOMOTEHU3HPYIOIIYIO TEPMUYECKYIO 00paboTKYy.

Paboma ewvinonnena 6 pamkax eocyoapcmeennozo sadanusi UPIIM CO PAH npoexma
FWRW-2021-0009.
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Pa3padoTrka MeTOAMK aHAJTMTHYECKOT0 KOHTPOJISA CHHTE3a f- MPONMOJIAKTOHA
A.E. Mynpukosa, B.C Manskos, C.11. 'opoun
Hayunslii pykoBOAHUTENB: TOIEHT, a1.-().M.H., 1.A. Kyp3una
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Development of methods for analytical control of the synthesis of B-propiolactone
A.E. Mudrikova, V.S. Malkov, S.I. Gorbin
Scientific Supervisor: Assoc. Prof., Dr., I.A. Kurzina
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: alena.mudrikova@mail.ru

Abstract. In this work, methods for analytical control of the synthesis of f-propiolactone were
developed, including input control of the feedstock (acetone, chloroform), control of the yield
of intermediates (ketene, formaldehyde) and quantitative analysis of the reaction mass by internal
normalization under conditions of a stepwise temperature gradient on a polyethylene glycol column
by gas chromatography. A qualitative analysis of the key and by-products of the synthesis process
was carried out by gas chromatography-mass spectrometry.

Key words: p-propiolactone, analytical control, gas chromatography, gas chromatography-mass
spectrometry.

Brenenne

B-IIponnonakToH NpeacTaBiseT cOO0N JaKTOHHOE COEAMHEHNE C YEThIPEXWICHHBIM KOJIBLIOM.
ITpu KoMHATHOM Temneparype — OeclBeTHas XKHUIAKOCTb C PE3KUM, CJIETKa CIIaJKOBaThIM 3anaxom [1].
B-IpONMOIaKTOH UCIIOB3YETCs ISl MHAKTUBALMU BUPYCOB B BaKIIMHAX JUI )KUBOTHBIX M U€JIOBEKa
[2, 3]. C 2009 rona B-mponroNIakTOH MPOU3BOIUTCS SIMHCTBEHHOW KoMmnanueil B EBpore [4].

B nacrosiuit MomenT HayuHbIMH coTpyaHukamu XD HU TT'Y orpabotan criocod noiaydeHus
B-mpornnoniakToHa B J1a0OpAaTOPHBIX M IPOMBILIUIEHHBIX YCIOBHMSX Kak I€PBOE OTKPBITOE
npou3BoicTBO B Poccuu. Ilponecc noiydenus B-npornnosakToHa BKIOYAET TPH OCHOBHBIE CTa/INUU:
ucrnapeHue napagopmanabaeruia ¢ noirydeHueM (GopMaiabAeruia; MUPoIu3 aleToHa ¢ NOIy4YeHHEM
KeTeHa; peakiys Mexy (opManbIeruioM 1 KETEHOM B XJIopoopMe B IPUCYTCTBUM KaTalau3aropa
c oOpa3oBaHueM [(-mponuonakToHa. Jlis MOCTAaHOBKM J1a0OpaTOPHBIX AKCIEPUMEHTOB U
MaciTaOupoBaHUs Ipolecca MPoBeJieHa pa3padoTKa METOAUK aHATUTUYECKOTO KOHTPOJIS LEJIEeBbIX
1 TOOOYHBIX TPOAYKTOB B CHHTE3€ [3-IIPOINHOJIAKTOHA.

ObOopynoBanue, peakTUBbI U MaTEPHAJIbI

Kononka kanwuisipHass Ha  OCHOBE  TMOJUATHIEHTIUKONS, Ta30BBIA  Xpomarorpad
«Xpomatrk-Kpucramn 5000.2» (BAO «CKb Xpomarak», Poccus); ra30BBI
xpomato-macc-crekrpomerp GCMS-QP2020 («Shimadzu Corporationy, SnoHus); 0 JHOKaHATBHBIHA
no3atop mnepemeHHoro oovema, 100-1000 mxn, (LLG «Labwarey»); aneTOHUTpUI XHUMHYECKH
YHCTHII; BUANIBI C KPBIIIKAMH.

JKCMepUMeHTAIbHAA YaCTh

[NepBas cragus aHATUITUIECKOTO KOHTPOJIS BKITFOYAET BXOTHON KOHTPOIIb UCTIONIE3YEMOTO CHIPhSI
(aretoH, xs10pohopM), UCCIIETOBAHHE IPOBOIUTCS METOIOM Ta30BOM XpoMaTorpaduu ¢ rpaiueHTHBIM
npoduiaeM TeMneparypsl TepmocTara. Bropas craaus — KOHTpOJIb IPOMEKYTOUHBIX IIPOYKTOB, KyJ1a
OTHOCATCSI 00pa3yIOIIUIACS B MPOIECCe MUPOTN3a KETeH U (hopManbIeru B ra3oBoil (haze. Ha mannom
JTane MPUMEHSIOTCS JIBa METOAA KOHTPOJIS: METO ra30Boi Xpomarorpaduu (IpH B3auMOJCHCTBUU
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pacTBoOpa aHWIMHA C MMPOMEKYTOUHBIMU MPOIYKTAMH) CO CTYIICHYATHIM TPAIUCHTOM TEMIIEpaTyp U
METOJ] KHMCJIOTHO-OCHOBHOI'O THUTPOBaHUS (IIPU B3aUMOJCHCTBHU MPOMEKYTOUHBIX MHPOJYKTOB C
pactBopoM miénoun). Ha cremyromieit craauu OCylecTBISIOT KOHTPOJIb PEAKIIMOHHON MacChl METO/I0M
razoBoii  xpomarorpagud ¢  TpaJMCHTHBIM  TOpodUIeM  TeMOepaTypbl  TepMocCTaTa.
JI71st KOJTMYECTBEHHOTO PacuéTa CoepKaHusl OCHOBHBIX KOMIIOHEHTOB IIPHMEHSIIOT METOI BHYTPEHHEH
HOPMAJTH3AIIUH TI0 IUIOMIA/ISIM XPOMATOrpaUueCKUX MUKOB.

ITpu MacmITabupOBaHWK MPOIIECCa W BaPbUPOBAHWU HCXOJHOTO CHIPHS B MPOILIECCE CHHTE3a
oOpa3syeTcs pa3Hblii HA0Op MpPUMeEcel B KOHEYHOM mpoaykre. OnpeneneHue CTpYKTyphl puMecei
NPOBOAWIM B YCJIOBHSX, pa3pabOTaHHBIX JUIsI KOHTPOJS PEaKIIMOHHON MacChl, METOIOM Ia30BOM
XpOMaTo-Macc-CIeKTpoMeTpun coriacHo Oubamoreke The NIST-14 Mass Spectral Library
B nuanazone m/z = 28-300.

186

PesyabTaTsl
XpomarorpamMMsbl, MOJyYEHHbIE B Pa3pa0OOTaHHBIX YCJIOBUSAX Ha BCEX CTAagUSAX KOHTPOJI,
IIpe/ICTaBJIEeHbl Ha pUCyHKax 1-5.

Puc. 1. Veenuuennwiti ppacmenm xpomamozspammel 0bpasya ayemoua:
4 — ayemon; 5 — memunoswiil cnupm, 7 — smunossiti cnupm, 11 — uzoamunogulii cnupm

Puc. 2. Veenuuennwiti hpacmenm xpomamozepammsl 06pasya xaopogopma:
3 — uemvipéxxnopucmolil yenepoo, 4 — ouxiopmeman, 7 — Xaopogopm

|

ol \B £ T

Puc. 3. Veenuuennwiti ppacmenm xpomamoepammel 06pasya pacmeopa aAHUIUHA ROCTIe PeAKYUU C KeMEeHOM:
13 — anunun; 14 — ayemanunuo

) ’:!'\'%’. & S|

Puc. 4. Veenuuennwiii hpacmenm xpomamozpammsl 06pasya peakyuoHHoU Maccvl f-nponuorakmond
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Puc. 5. @pazmenm xpomamozpammul 06pasya peakyuonHol Maccyl f-nPOnUOIAKMOHA C KIIOYEBbIMU NPUMECAMU
N0 NOAHOMY UOHHOMY MOKY. 1 — yKkcycuwitl aneudpuod; 3 — 2-memun-f-nponuonaKxmon; 4 — ykcycHas KUucioma,
5 —akpunoeas kucioma

3akiroueHue

B xone uccnenoBaHus pa3paboTaHa cXxemMa METOJIMK aHAJIUTHYECKOTrO KOHTpOJIA Ipolecca
CHHTE3a [-IIPONHOIAKTOHA, BKIIOYasi KOHTPOJIb UCXOAHOTO CHIPBSl M MPOMEKYTOUYHBIX HPOITYKTOB.
PazpaOoTanHble YCIIOBHS MTO3BOJISAIOT IPOBOANUTH aHAJIN3 HA OJTHOM THIIE€ HEMOJBUKHOIO HOCHUTEIIS
(II2I'), uro ympoulaer cxemMy KOHTpOJds Impouecca. MeTogoM ra3oBoll Xpomaro-macc-
CIIEKTPOMETPUU MPOBEJEHAa MJEHTHU(UKALUSA XUMHUYECKOTO0 COCTaBa KJKOYEBBIX M MHHOPHBIX
KOMITOHEHTOB 00pa310B peaKLIHOHHONW MacCCHhl.

Paboma evinonnena coemecmno c Jlabopamopuei Opeanuueckoco Cunmesa Xumuyeckoeo
gaxynomema HU TI'Y 6 pamkax [locmanosnenus Ilpasumenvscmea P® om 18 ¢hespansa 2022 o.
Ne208 «O npedocmasnenuu cyocuouu uz gedepaibroco 6100icema asmoHOMHOU HEKOMMePUecKol
opeanuzayuu  «A2eHmcmeo Nno MexXHON02UYECKOM) pAa3eumuio» Ha NOO0epIHCKY NpPOeKmos,
npeoyCMampusanwux paspabomKy KOHCMPYKMOPCKOU OOKYMEHmMAayuu Ha KOMNJIeKmyouue
uzoenus, Heobxooumvie OJisk OMpaciel NPOMbIUULIEHHOCTIUY.
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IIpornosupoBanue 0M010rMYECKON AKTHBHOCTH aNMreHUH-/-O-rioko3uaa in silico
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Prediction of the biological activity of apigenin-7-O-glucoside in silico
A.R. Mullagalyamova, A.E. Pozdnyakova
Scientific Supervisor: M.A. Urazbaev
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Abstract. Using gene databases, a list of potential targets for apigenin-7-O-glucoside was selected,
as well as a list of genes encoding proteins, that presumably involved in forming liver pathologies.
Based on the obtained results of genetic networks analysis, it was possible to find the receptor
(SLC2A2), with which the compound is most likely to bind in the human body, and to conduct
molecular modeling with this protein afterwards in order to evaluate binding. It has been established
that apigenin-7-O-glucoside exhibits inhibitory activity due to its higher affinity for the protein
relative to D-glucose.
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Beenenue

beccmepTHHK caMapKaHACKHI — MHOTOJIETHEE TPaBsIHUCTOE PACTEHUE, B HAMOOJIbIIEH CTeNeHH
6oraroe (naBoHoMgamMu. B MEIMIIMHCKON MpakTHKE MPUMEHSETCS OECCMEPTHHK IEeCYaHbBIH MpU
3a00JI€BaHUAX MEYEHH, a TAK)Ke KaK XOJEPETHK, CHa3MOJUTHK M aHTHOAKTepUalbHOE CPENCTBO.
OpHako HMeIoIMecsT MPUPOJHBIE 3alackl ATOrO LEHHOTO ChIPbS HCTOILIAIOTCS, MO3TOMY
NEPCHEKTUBHO M3y4YeHUE OecCMEpTHUKA CaMapKaHICKOIO JJIS €ro MOTEHIHAJbHOIO BHEIPEHUS B
MIPOMBILUIEHHYIO KYJIBTYPY.

N3BecTHO, YTO B COCTaBE MAaHHOIO PACTEHUS NPUCYTCTBYIOT 3HAYUTEIBHBIE KOJIUYECTBA
alUreHrnHa U ero NpOU3BOHBIX, HAIPUMED, alTUT€HUH-/-0-Tt0K03u 1. [locnennuii n 6b11 BEIOpaH B
KayecTBe OOBEKTa HCCIIEOBaHUS OMOJIOTMYECKOM AaKTHUBHOCTM B OTHOLIGHHH II€UYEHH H
renaTonaToJ0oTui.

MaTtepuajbl H MeTOAbI

JIns anureHuH-7-0-TIF0KO3KIa ObLT COCTaBJIEH CIIMCOK I'€HOB, KOJUPYIOMINX ITOTEHIIHATbHBIC
OeJKH-MHIIICHH, C TOMOIIBIO caiiTOB ¢ 0azamu gaHHbIX SwissTargetPrediction [1] u ChEMBL [2].
Pe3ynpTupyrommii criucok BKIOUMI B ce0s 190 kananaaTos.

Ha 6a3e DisGeNET [3] 6bu1 oTOOpan aHanoruuHblil nepeueHb 3 2840 reHOB, KOAMPYIOIIUX
OeJKH, KOTOPBIE YYaCTBYIOT B POPMUPOBAHUH CIICAYIOIIUX 32a00JI€BaHUI M COCTOSIHUI: XOJICIUCTHUT,
X0JecTa3, XoJeNnTHa3, renatutel B u C, muppo3 neueHw.

Jlns TOJyYeHHBIX CIHCKOB OBLIO MpPOBEACHO MepekpeiThe Ha caiite Venny 2.1.0 [4], B
pe3yabpTaTe 4ero MbI MOJYYHIIN TepeueHb, coaepkanmii 65 reHoB. M3 HUX ¢ MOMOIIBIO IJIaruHa
GeneMANIA [5] na Ououmndopmaruueckoit miarpopme Cytoscape 3.10 [6] Obuia moctpoena
reHeTHYecKas CeTh, a ¢ ucmosib3oBanueM miarnaa NetworkAnalyzer [6] — paccuntanbl okazaTesnu
cs3piBanus y3na (IICY) mst kaxkgoro rena B cetu. benkom ¢ HanbonpmuM TICY okazancs SLC2A2
(solute carrier family 2 member 2) win GLUT2. Ecth skcniepuMeHTalbHble 1aHHbIe [7] 0 TOM, 9TO
alMreHuH U JIpyrue (HiIaBoOHOUBI CIIOCOOHBI MHTHOUPOBaTh TpaHcnopT D-rimtoko3sl u D-hpykTo3s!
IS TpaHcmopTepoB cemerictea GLUT.
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Taxke Ha OCHOBe cmucka M3 65 TeHOB NPOBOAMIACH (YHKLIMOHAJIbHAS AHHOTALUS C
ucnosip3oBannem caiita DAVID [8], Gmaromapst koTopoil ObIIM BBISBICHBI CHUTHAJIBHBIC ITYTH,
BOBJICKAIOIIME T€HBI U3 CIIHCKA MepeKkpbITus. Hanbonpiiee yicio reHoB U3 Haero nepeyns (mo 6ase
Reactome) Bkiroumi B ce0sl CHTHAIBHBIN MyTh TpaHCIIOpTa Majbix Mosiekys R-HSA- 382551,

Crnenyromuii atamn — nepekpoiTie rena ¢ HaubsiciuM [ICY co crniickom reHoB U3 CUTHAJIBHOTO
nytd. SLC2A2 npuHamIeXuT AaHHOMY IEPEYHIO, a 3HAYUT, SBISACTCS HanOoyiee BEPOATHOW W3
MOTCHIIMATBHBIX MUIIICHEH anmureHuH-7-O-TII0K031/1a B OpPraHu3Me YelIOBEKa.

MosekysipHOe MOJCIMPOBAHUE IPOM3BOAMIOCH B mporpamme AutoDock Vina [9].
Jlis noctpoenuss  3D-Mozenel  HCCIENyeMBIX MAaJbIX MOJIEKYJ HCIHOJIb30BAIM IPOrPaMMHOE
obecrieuerare ChemBioOffice 10.0 [10]. BeikoBbie MOJIEKYIIBI OATOTOBMIK B mporpaMmmax BIOVIA
Discovery Studio [11] u AutoDock Tools [12]. Pe3ynbrarsl nokuHra ananmusuposaiics B BIOVIA DS.

Pe3ysbTaThl U 00CyKIeHHE
OneHuBanIoOCh CBs3bIBaHHE C 3 caiitaMu Oenka D-IifOKO3bl M alUTeHUH-/-0-TIHOKO3UA
(Tabn.1). ApdunuTeT N3yuyaeMoil MOJICKYIIbI IO OTHOIICHHUIO K OCNIKY OKa3alicsi 0oJiee BEICOKMMH B
cpaBHeHHH ¢ D-Iitok030#i BO BCeX BBIOPAHHBIX CalTax, YeM MOXXHO OOBSCHHUTH CIOCOOHOCTH K
WHTHOWPOBAHUIO TPAHCTIOPTEPA.
Tabnuya 1

Pesyromamer 0okunea enokossl u anueenun-1-o-enokosuda 8 caiimor SLC2A2

3Heprm{ CBA3bIBAHUA C

N Caiir 1 Caiir 2 Caiit 3
caiToM (KKaJI/MOJIb)

D-riroko3a -6,0 -57 -58

AnureHuH- 7 -0-TIIIOKO3U -95 -9,8 -8,4

B aktuBHoM caiite SLC2AZ anureHuH-7/-0-TIIOKO3UI 0Opa3yeT BOJAOPOIHBIC CBSI3U C
apruanHoM 432 u cepuHoM 112, a Takxe runpohoOHbIe T-G-CBsI3U ¢ TposHoM 173, nelinmHoMm 436
U cabble T-alKHIbHbIe-CBSI3H ¢ amanunHoM 440 (puc. 1).
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Puc. 1. Honoowcenue anucenun-7-o-anokosuoa 6 cavime? 6eaxa SLC2A2
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3akiiloueHue

Ha ocHoBaHMU pe3ysbTaTOB aHaM3a 0a3 JaHHBIX TEHOB U MOJIEKYJISIPHOTO JOKHWHTA MOXKHO
MPEIOJIOKHUTh, YTO MEXaHW3M BIUSHUS alUTCHUH-7-O-TJIOKO3HJa Ha TIeYeHb CBS3aH C
naruoupoBanrem Oenka SLC2A2, yuacTBYIOIIEro B CHTHAJILHOM ITYTH TPAHCTIOPTA MAJIBIX MOJIEKYIT
R-HSA- 382551, 3a cuer Gomnee BBICOKOTO CPOJICTBA K JAHHOMY TPAHCIIOPTEPY OTHOCUTEIBLHO €T0
cyocrpaTta D-rroko3bl.
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Abstract. We conducted two series of experiments: in the first series, the catalysts and their
concentrations varied, and in the second series, the reaction temperature varied. It was found that
sulfuric acid is least suitable for the preparation of CB[7] and CB[8] and is best for CB[5] and
CBI6]. A decrease in the reaction temperature leads to an increase in the yields of CB[7] and,
especially, CB[8] and a decrease in the yields of CB[5] and CB[6]. The structures of the obtained
cucurbit[n]urils were confirmed by NMR and IR spectroscopy and X-ray phase analysis.

Key words: glycoluryl, macrocyclic, cucurbit[n]uril.

BBenenne

Cozmanme  (apmareBTHYECKMX  CYOCTAaHIMA,  CIOCOOHBIX  QJPECHO  JIOCTaBUTHh
TEpareBTUUECKOE CPEICTBO O€3 ero JAerpajanuu, SABISETCS OJHOM M3 KIIOYEBBIX MpoOJIeM IpH
pa3zpaboTke JiekapcTB. Jlimsi pemieHus JaHHOW TPOOJIEMBI MOTYT OBITh  HCIOJB30BaHBI
MAaKpOLHMKIMYECKUE PELENTOPbl, K KOTOPBIM MNPUHAMICKHUT Kiacc Kykypout[n]ypmios [1].
KykypOut[n]ypunibl, rie N — KOJUYECTBO CTPYKTYPHBIX €IWHHUIl TJIIMKOJIYpHWIA, MPEACTABISAIOT
co00i MaKpOIMKINYECKHE COSAMHEHUS, COCTOSIINE U3 TIMKOIYPUIbHBIX MOHOMEPOB, CBA3aHHBIX
METWJICHOBBIMM MocTaMu (pucyHok 1). biaromaps Hanmuuuioo MOJIOCTH B CTPYKType
KyKypOuT[N]ypHIIOB, OHH CITIOCOOHBI MHKAICYIUPOBATh JIEKAPCTBEHHBIE CPEJICTBA, JOCTABUTh UX JI0
OpraHOB-MUIIIEHEH, a 3aTeéM BBICBOOOJUTH IpemnapaT MO BO3JIEHCTBUEM pa3IUYHbIX (HaKTOPOB,
Harpumep, Temreparypa, Y ®-usnydenue, pH cpensi [2].

v

Puc. 1. Cmpoenue comonozoe kykypoum/njypuios

lenbto naHHOW paboOTHl SBJISETCS aHAIW3 YCIOBUIM CUHTe3a KyKypOuT[N]ypuiaoB s
MU3MEHEHHUS COOTHOILIEHUS TIOJIy4YaeMbIX TOMOJIOTOB.
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Cunre3 kykypour[n]ypunios

B kpyrinononHyro koindy, CHa0K€HHYI0 MarHUTHOM MEIIaaKkoil 1 00paTHBIM XOJOIUIbHUKOM,
nomeniaot 4,22 r (0,14 monp) napadpopmanbaeruaa u 14 mn HCl (koHiL.), mepeMermBamT 10
MOJTHOW TOMOTEHM3AIlMd CMECH. 3areM B Koyi0y mocteneHHo poGaBimsaor 10 r (0,07 mMonb)
riikonypuia. Peakunonnyro maccy HarpesatoT 10 100 °C u BeiaepkuBarot 24 yaca. [lonydyeHHyro
CMeCh MaKPOIMKJIOB KyKypOuT[Nn]ypuiios (N = 5-8) pa3aessitoT Ha MHAMBUAYaIbHbBIC BEIIECTBA MTPU
MOMOIIK JPOOHOM mepekpucTaum3anuu [3].

CTpyKTypbl HOJYyYEHHBIX TOMOJIOTOB KYKYpOWUT[N]ypuia ObUIM MOATBEPKIACHBI METOJAMU
SIMP-, UK-criekTpocKonuu M peHTTeHO(a30BOr0 aHalN3a, MOJIyYCHHBIC JaHHBIE COTJACYIOTCS C
nureparypubiMu [3].

HccaenoBanue ycja0BHid peakiuy CMHTE3a KYKYypOuT[n|ypuJion

Jnist u3y4eHus: BIUSHES KaTaTu3aTopa Ha CHHTE3 CMECH KyKypOuT[N|ypuiioB, Obuia MpoBecHa
cepusi IKCIIEPUMEHTOB C PSAAOM MHUHEPAIBHBIX KUCIOT C Pa3IMYHBIMU KOHLIEHTpausamMu. Pe3ynbraTsl
Mpe/cTaBiIeHbl B Tabiuie 1, SKCIIepUMEHTHl MPOBOJUINCH COTJIACHO METOJMKE, MPEACTABICHHOMN
BBIIIIE, MEHSUIACh TOJILKO UCIIOJIb30BaHHAS KMCJIOTA U €€ KOHIICHTPAIIUAL.

Tabnuya 1

Brusnue kamanuzamopa u e2o KOoHYyeHmpayuu Ha 8bix00 oM0oa0208 KyKypoum[njJypuios

0,
No BpZMﬂ’ Karanuzatop Konuentparnus kuciaot, M C];I[);?;OJI (2 Hgge[g]{eTe fa égy[l;{]o nypun():,B/[og]
1 24 H3PO4 8 12 46 38 4
2 24 H3PO4 10 13 49 32 6
3 24 H3PO4 Komir. 15 50 27 8
4 24 HCI 8 12 51 33 4
5 24 HCI 10 13 49 32 6
6 24 HCI Komir. 15 50 29 6
7 24 H2S04 8 20 51 26 3
8 24 H2S04 10 24 55 19 2
9 24 H,SO4 Kowir. 26 60 14 >1

B o6mem, Habmomgaercs cHkenue Beixoga CB[S] u CB[6] npu cHMKEHUU KOHIIEHTpAIUN
KHUCJIOTHI, @ HAauOOJIBIIMHA BBIXOJ| JAAHHBIX T'OMOJIOTOB paBHBIA 26 % u 60 % COOTBETCTBEHHO
IIOJIy4aeTCsl B IPUCYTCTBUU KOHIICHTPUPOBAHHOM CEpHOM KUCIOTHL. IIpm 3TOM wH3MEHeHHe
KOHIICHTPAIIUH B OMBITaX C COJISTHOM KUCIOTOM MpaKTHIeCKH He BiusieT Ha Bbixo CB[6].

Beixon romonora CB[7], HanpoTuB, yBenn4uBaeTcs ¢ MOHMKCHUEM KOHIICHTPAI[MA U CHJIBI
KHUCJIOTHI, IPU 3TOM HAWJIy4IIM{ BbIXOJ HAOMIOAAETCs HpU HUCHOJIb30BaHUU 8 M docdopHoit
KHCIIOTBHI.

I'omonor CB[8] npakTruecku He 00pa3yeTcst IpU UCHOIb30BAHUU CEPHOM KUCIIOTHI, a TAKXKe
Ha0Jt01aeTCsl TEHJCHIMSI CHUKEHUSI €ro BbIXOJA MPU CHM)KEHUM KOHILIEHTpauuu KucioT. Camblit
BbIcOKUH BbIx0o CB[8] Habmtogaercs B onbITe ¢ KOHIEHTPUPOBAHHON (ochHOpHON KUCITOTOH.

C yBenuueHMeM CHITBI KUCIIOTHI M €€ KOHIIEHTPAINH, TTPOIECC OJTUTOMEPH3AINH TIIHKOIYpHIIa
YCKOpPSIETCS,, YTO I03BOJIAET aKTHBHEE OOPAa30BBIBATHCSA MATH- M LIECTUWICHHBIM MOJIEKYJIaM
Kykypout[n]ypmios. Curyanus ¢ CB[8] He Tak ojHO3HAYHA, NPH YBEIIMYCHUH CHIIBI KHUCIOTHI
OOIIMH BBIXOJ AAHHOTO T'OMOJIOTA CHMXKAETCS, OJHAKO IMPHU CHIXKEHUM KOHLEHTpAIMU KHCIOT
TaK)Xe HaOJI0/aeTcs CHUKEHHE €ro BbIXO/Aa. JTO, MO HallleMy MHEHHIO, CBA3aHO C TE€M, YTO B
CHJIBHO KHCIIOW cpele peakuuss oOpa3oBaHUS KyKypOUT[N]ypWJIOB HPOXOAUT  CIUIIKOM
WHTEHCUBHO, JJIMHHBIE BOCHMHUYJICHHBIE OJUTOMEPHBIE ILIENHM HE YCHEeBaloT o0pa3oBaThCs, a
IETIOYKN MEHBIIEH UIMHBI 3aKpBIBAIOTCS B Oosiee ycroiumBbie romonoru CB[n], roe n = 5-7. Ho
IpU 3TOM CHIKEHHE KOHIIEHTPAIMM KHUCJIOTHl IMPUBOJUT K TOMY, YTO peaKlMsl KOHAECHCAIUU
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rIuKonypuia u gopmanbaerua ciabo karaiausupyercs, B pesynbrate CB[8] cHoBa He ycneBaer
00pa3oBaThCsl 1O MOMEHTA U3PAcX0JI0BAHUS BCETO KOJIMYECTBA PEAreHTOB.

Brnusinue TemmepaTypsl Ha CHHTE3 KyKypOuT[N]ypriioB

Jns u3ydeHMs BIMSHMA TEMIIepaTypbl Ha CHHTE3 CMecH KyKypOut[n]ypwioB, Oblia
MpOBEACHA CEpHsl OKCIEPUMEHTOB TpPU pa3IUYHOM TemmepaType. Pe3ynbTarhl  ONBITOB
IPEJCTaBICHbl B TAOJIUIE 2, OMBITHI IPOBOAMIMCH COIVIACHO METOJUKE, MPEICTaBICHHON BBILIE,
MEHSIaCh TOJIBKO TeMIIEpaTypa.

Tabauya 2

Businue memnepamypul na 8bixo0 2omon0206 Kykypoum[njypunos

Bpewms, Temneparypa, Konmentparnus | Brixon (B mepecuere Ha rimkoxypui), %
Ny °C Karammsatop | cor M | CB[5] | CB[6] | CB[7] | CB[8]
1 24 100 H3PO4 Komr. 15 50 27 8
2 24 80 H3PO4 Komi. 14 52 23 11
3 24 60 H3PO4 Komi. 12 49 26 13
4 24 100 HCI Kosi. 15 50 29 6
5 24 80 HCI Komrr. 10 48 30 12
6 24 60 HCI Komrr. 10 45 33 12
7 24 100 H2S04 Kou. 26 60 14 >1
8 24 80 H2S04 Komrr. 20 65 15 >1
9 24 60 H2S0,4 Komir. 17 63 19 1

N3 Ttabmuiel 2 BuaHO, 4TO moBbImeHHbIE Bhixoasl CB[5] m CB[6] mabmiomarorcs mpu
MOBBILICHHBIX Temmeparypax. HauBwicinii BbIXoA paBHbIN 26 % KyKypOuWT[S|ypuina moiydeH B
ombiTe Ne 7, a caMblif BRICOKMH BBIXOJ paBHBIH 65 % KykypOuT|6]ypuna — B ombite Ne 8.

Camprii Beicokuii Bboixoq CB[7] cocraBun 33 % mnpu ucnoib30BaHUU KOHIEHTPUPOBAHHOMN
consiHor kucnoTsl ipu 60 °C, a nauBwicmiuid Bbixoq CB[8] coctaBun 13 % mnpu ucnoiab30BaHUM
koHueHTpupoanHoit HsPO4 mipu tex ke 60 °C.

CHuwxeHMe TeMmIeparypbl peaklMyd TMPUBOAUT K 3aMEUIEHHIO IIpolecca 00pa3oBaHUs
KyKypOUT[N]|ypHIIOB, BCIEACTBHE YETO YCIEBAIOT 00Pa30BHIBATHCS IIETTH OJIUTOMEPOB OOJbIIIEH ATHHBI,
KOTOpBIE 3aTeM 3aKpbIBatOTCsl B Oosiee KpymHbie Mosiekyasl CB[N]. Tlpu moHmKeHHBIX TeMIeparypax
noBbImaroTcs Beixoabl CB[7], a ocobenno CB[8], u cHmkarotes Boixoasl CB[5] u CBJ[6].

3akiioueHne

Takum oOpa3om, B TaHHOHM pabOTe OCYIIECTBIEHBI JOCTATOYHO MPOCTONW CHHTE3 U BBIJEICHUE
KykypOuT[n|ypuios. IlonydeHHble B UWHAMBUAYAIbHOM BHJE MAaKPOLMKIBI MOTYT OBITh
WCIIONB30BAaHbl U1 MCCIEOBAHUN 1O TIONYYCHHI0 HAa WX OCHOBE CYNPaMOJCKYISIPHBIX
OMOJIOTMYECKN aKTUBHBIX COEIMHEHHUH.
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Effect of barrier discharge on germination energy and germination rate
of maize variety "dilshod™ in the open ground
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Abstract. In order to improve the level and quality of plants most commonly used in agriculture, one
of the most demanded areas of the agricultural field is. Accelerating the rate of growth and
development of a plant leads to increased yield and improved plant variety. Various physical
pathways such as Barrier Discharge are used in this field. According to literature data, the effect of
corn grain on physical pathways always gave a positive response, to this end in this field study by
irradiating corn seeds using barrier discharge at different times for 2, 4, 6 minutes the effect gave
the desired result. The purpose of this field study is to improve the vigor of growth and germination.
Key words: corn, barrier discharge, germination energy, germination.

Beenenue

[IpensitcTBHE  BBICBOOOKIAETCSI B Ta3e  BO3AYIIHOM MacChl MEXIy KIeMMaMu,
M30JIMPOBaHHBIMU JU3JIeKTpUKOM. bapbepuslit paspsin (bP) Bo3HuKaeT mpy BHICOKOM 3aMEIaoeM
HaIpPsKEHUU U COCTOUT U3 HECKOJIbKMX KOPOTKOXKHUBYIIMX UCKp. Temneparypa 3J€KTpOHOB BHYTPH
uckpel gocruraer 30 000 K, B To BpeMs Kak TeMmmeparypa ra3a OCTaeTCs HU3KOW, MPUMEPHO
koMHaTHOU, 0KoJ0 300 °C. Ilox Bo3aEHCTBUEM IIa3Mbl YACTULIBI PA3JIESIOTCS BCIBIIIKAMHU, YTO
MOXKET HPHUBOJIUTH K OOpa3oBaHUIO O30HA WJIM YUCTOIO KHCIOpPOJAAa W3 KHUCIOpOAa B BO3JAYyXE.
BbapbepHblil pa3psa U3BECTEH C JJaBHUX BpeMeH. Yike B 1895 romy Obutu co3/laHbl MEXaHHUYECKUE
YCTAaHOBKM Ul TOJIa4M O30Ha M YUCTOM NHUTHheBOM BoAbl. C Tex mop MoJ0OHbIE YCTaHOBKU
WCIONIb30BAJICh BO MHOTHUX pPAa3BUTBHIX CTpaHaX MHpPa, YTO MOXKET OBITh OCHOBHOHM MPUYHHOMN
HCIIOJIb30BaHUS 030HATOPOB Ha OCHOBE 0apbepHOTro paspsja.

O30H HcnoNB3yeTCs 715 00€33apasKuBaHUS CTOYHBIX BOJI, B KHIIBIX TOMEIICHUSAX,, METUITTHCKIX
LIEHTpaX, Ha CKJaJaX HaTypaJbHBIX MPOAYKTOB, a TAKKe A MPOU3BOACTBA (DU3MOJIIOTUUYECKU
aKTUBHBIX >kuaKocTel u T.1. B 1999 rogy B UpkyTckoM rocyiapcTBEHHOM YHUBEPCUTETE IPH Kadepe
MaTepuaJloBe/IEHUs] 1 MHHOBAlLIMI ObUla OpraHn3oBaHa JadopaTopus PU3UKHU IUIa3Mbl U HHHOBALIUN —
Hayuno-uccnenoBarenbckuii nieHTp "®usnka W MHHOBAIMM I1a3Mbl". OCHOBHBIM HAalpaBiICHHUEM
paboThI ATOTO TEHTpPA, MO PyKoBoACTBOM mpodeccopa B.C. DHrenbiTa, SIBISETCS PacCMOTPEHUE
KIIACCUYECKMX M JIPYTMX BHJIOB MHCCIIEJOBAHMMN, YCOBEPILIEHCTBOBAHHWE M  IUIAHUPOBAHHE
WCIIBITATENbHBIX YCTAaHOBOK. B pacmmpeHnHn paccMaTpuBarOTCsA JJIEKTPUUECKHE XapaKTEPUCTHKH,
o0pa3oBaHUe 030HA, BO3JICHCTBHE HA MPOYHBIE TBEPAbIE MOHOLMTHI M JPyrue BHUIBI OapbepHOTrO
paspsiia, BO3JIEHCTBHME HA TPOYHYIO TBEPAYH TKaHb, OOpadOTKa >KHAKOCTEH. OTH paboThI
BBINOJIHAIOTCS. HE TOJIBKO TEOPETUYECKH, HO U Ha NpakThke. Co3aHHbIE T€HEPATOPbI 030HA U IpYTHe
YCTPOWCTBA MPETHA3HAYECHBI JUIsl HCIIOJIB30BaHUS B HAIMOHAIBHOM 3KOHOMHUKE pernoHa Mccrik-Kyib,
0 4ueM OyJIeT pacckas3aHo B cienyromeM pasaene. [1].
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D¢ hekTUBHOCTH MPEANOCEBHOTO OCBEIEHHS CEeMSH M MOCAJ0YHOM TKaHMW 3aBHCHUT OT psja
YCIOBHM: HOPMBI JTO3UPOBKH (CBETOBOIO BPEMEHH), BIAXKHOCTH CEMSH, CpPOKOB HX
MOJITOTOBUTEJILHOW CIIOCOOHOCTH, OCBEIIEHHOCTH, KIMMAaTH4YeCKUX yciaoBui. OKazaaoch, 4TO
HauOoJyiee BBICOKME PE3YJIbTAaThl JOCTUTAIOTCS NPHU YMEHBLICHHMM HOPMBI JIO3UPOBKHU, T.€. IPHU
yBEIMYEHUH BpeMeHHU 00pabOTKU: UeM Me/IJICHHEE MTPOBOAUTCS 00pabOTKa, TEM BBIIIE, KaK MTPABHJIO,
otgaya. B mo0OoM citydae, 1o o0OHbIE 3aKOHOMEPHOCTH CTAaHOBATCS M3BECTHBI IPU M3MEHEHUU
CKOPOCTH M3MEPEHUS Ha HECKOJIBKO MOPSIIKOB [2].

Jis  ydaydiieHusT [peIIoCEeBHBIX KAauyeCTB CEMSH CEJIbCKOXO3SHCTBEHHBIX  KYJIbTYP
UCTIOJB3YIOTCS Pa3UYHBIE METOJABI, B TOM 4YHCIE 00pabOTKa MHKpPODJIEMEHTAaMH M IUIa3MOH
OapbepHoro paszpsaa. [lokazano, 4To Kakablil U3 yKa3aHHBIX METOAOB B OTAEIbHOCTH CIIOCOOCTBYET
CTUMYJIUPOBAHHIO POCTOBBIX MIPOIIECCOB PACTEHUI U MOBBIIIEHUIO X MPOJYKTUBHOCTH [3].
HccnenoBanust HarisHO IOKa3bIBalOT, 4YTO IPOBEJEHHME OOIy4eHHUs CIIOCOOHO OKa3aThb
3HAYUTEIbHOE BIMSHHE HA MPOIECC MPOPACTAHUS CEMSH, NMOBBICHUTH YPOBEHb YPOXKAMHOCTH WU
YIYUYILIATh Ka4€CTBO BBIPAIIMBAEMBIX KYJIbTYp [4].

CornacHo HCCIEIOBAHUSAM psJla YYCHBIX, IUIa3Ma JUDJIEKTPUYECKOTO KOIUIAaHAPHOTO
IIOBEPXHOCTHOTO ~ TPAaHUYHOTO  paspsja  MOXKeT  BIMATb  Ha  IPOpacTaHue  CEeMsH
CEeNTbCKOXO3SHICTBEHHBIX KYJIBTYP CIEAYIOIIMMHU CIIOCOOAMH:

1. OOe33apakxuBaHue CeMSH IyTeM JE3aKTHBAlMM BPEIOHOCHBIX MHKPOOPTaHU3MOB U
MHUKPOCKOTTMYECKHX OPTaHU3MOB, YTO MOXKET CYIIECTBEHHO YJIYYIIHTh Ka4eCTBO MTOCEBA.

2. BHeceHue W3MEHEHHH B CTPYKTYPY MOBEPXHOCTH CEMsIH, YBEIMUYMBAsk TMJIPOGUIBHOCTD H,
TakuM 00pazoM, CriOCOOCTBYSI YCBOSCHHUIO BOJIbI CEMEHAMMU.

3. I3MeHeHne XUMUYECKOro coctaBa 00paboTaHHbIX 00Pa3lloB IIyTeM BHECEHHUS PAJUKAIIOB.

4. CTuMynHpOBaHUE PA3BUTHUS CEMSH ITyTeM I'€HEpaluy PaHKalioB.

B kauecTBe pacTUTENbHOM TKaHM UCHONb30BaIM ceMmeHa muieHunsl "CaparoBckas-29"
(Triticum aestivum). 3epHa mNIEHWNIBI OBUIM TOMYYCHBI W3 YUPEXKACHUS 3eMIeIeNus U
pactenueBojicTBa CiyxObl arpoousHeca PecnyOsnku Kazaxcran ¥ XpaHWIUCh IpU TeMIlepaType
4 °C. Yepe3 HEKOTOpOE BpeMsl IOCJIE Hauyaja HMCHBITAHHM CEMEHA IIIEHUIIBI TOJIBEprajiCh
BHEIIHEMY OCMOTPY, U 3epHa 0e3 SIBHBIX NPH3HAKOB C1a4i OTOUPAIUCH ISt 00pabOTKH Mm1a3Moi. [5].

JKCnepuMeHTAIbHAA YacTh

[enp naHHOrO MCCIENOBAHUS 3aKIIIOYAETCS B OCBOGHUU METOAA OapbepHON 00pabOTKH 3epeH
KyKYypy3bl C UCIIOJIb30BaHUEM pa3psAnoB. ['aBHOM 3amadeit sBIsETCS CTUMYJSALMSA IMpoIecca pocTa
pacTeHuit B COOTBETCTBUH C IOJIEBBIMHU TPEOOBAHUSIMH, a TAKXKE IPEOI0JICHNUE TPYTHOCTEHN, CBI3aHHBIX
C MMPAKTUYECKUM HCIOJIb30BaHUEM JJAHHOTO METOJIa B CEIbCKOXO03SIMCTBEHHOM cekTope. B HacTosiee
BpeMs BHEJJpeHHE OapbepHBIX pa3psIoB SABIISETCS PACHPOCTPAHEHHBIM (PU3HOIOTHYECKHM METOJIOM B
CEeMEHOBOJICTBE. {151 MOydYeHus! TOUHBIX PE3YyJIbTaTOB HEOOXOANMO YUHUTHIBAThH BJIAary OoOIydaeMbIX
3epeH, koTopas Obuia ompenereHa B coorBerctBuu ¢ ['OCT 12038-84. B Tabnmime 1 mpuBemeHsI
rapaMeTpsl UMITYJILCOB OapbepHOTO pa3psiia.

Tabnuya 1
THapamempbr umnynvbcos 6apvbepnozo paspaoa

Ne IMapameTpsl 3HaveHune

1 YacroTa MMITyJILCOB 71xI'y

2 [TpogomKUTENBHOCT UMITYJIBCA 1MKC

3 Toka UMIyJIbCOB Okono 12MA

4 AMIUINTY]a HANPSKEHUs 290B

5 Bpewms skcno3unuun 2,4 u 6MuH

Pe3yabTaThl

B skcnepuMeHTe HadambHBIA POCT B KOHTPOJIBHBIX U 00paOOTaHHBIX TPyNIax MOSBHICS Ha
CeABbMOM JIEHb I1OCIIE NMOCAAKH B IPYHT. HecMOTps Ha TO, 4TO pa3BUTHE IPUPOCTOB HA KOHTPOJIBHBIX
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OTBITaxX CHayvaja OblIo OJM3K0 K 00paboTaHHBIM, B TIOCIESAYIOIINE THU HAOTIOAANICS IPUPOCT YHCIA
MPOPOCTOB Y 00paOOTaHHBIX CEeMSH Ha MeNbIX 8 % 1Mo CpaBHEHHIO C KOHTPOJSA. BCX0KecTh Takxke
SBJIICTCS BAXKHEHIIMM IIOKa3aTeleM KadecTBa CEMsH, KaK TIOKAa3aJd IIOJYYCHHBIC TOJICBBIC
uccinenoBanus. Bpems 3anumaer okono 2 MuHyT. OOpaOOTaHHBIM BapuUaHT C OXJIAXICHHUEM B
TeueHne 48 wyacoB yBenuuwics Ha 5,7 % 1O CpaBHEHMIO C KOHTPOJBHBIM BapHUaHTOM.
B skcniepumenTe 2 npeacTaBieHbl JaHHBIE MOJEBBIX UCIBITAHUH, COTJIACHO KOTOPHIM CEMEHa ObLITN
00paboTaHbl OapbEPHBIM Pa3psIIOM 3a BpeMst 4 MUHYT.

[lo skcmepuMeHTY BHUIHO, YTO, HAYUMHAs C CEIbMBIX CYTOK, HAOJIOAANIOCh YBEIHUEHUE
KOJIMYECTBA BCXOJIOB y 00Opa0OTaHHBIX B TEUECHUU 4 MHUHYT C OCTBIBaHHEM 48 4 10 CPaBHEHUIO C
KOHTPOJbHBIMU OOpa3liaMu. DHeprus mnpopacTtaHuss oOpaOOTaHHBIX CEMSH [0 CPaBHEHUIO C
KOHTPOJIbHBIMH yBeauumiochk Ha 13,3 %, a obmas Bcxoxecth Ha 10,7 %. Iloacyer cemsH uis
OTIpe/IeNICHUS] SHEPTUU MPOPACTAHUS U BCXOKECTH MPOBOAMIICS B MOJIEBOM dKcriepuMente. CemeHa
00pabaThIBAJINCh B TCUCHHE 6 MUHYT C IOCIICAYIONIUM OCThIBaHHEM B TeucHue 48 yacos. IlosieBbie
JaHHbIE TIOKa3alld, YTO YBEIWYEHHE DHEPruHM NpopacTaHus s oOpabOTaHHOrO BapHaHTa IIO
CPaBHEHHIO ¢ KOHTPOJIBHBIM cocTaBuiio 7 %, a Bcxoxkectu7,3 %.

3ak/roueHue

OcCHOBBIBasICh Ha PKCHEPUMEHTATbHBIX JAHHBIX, IMOJYYEHHBIX B IMOJIEBBIX YCIOBHUSX, MOXXHO
C/IeNaTh BBIBOJ|, YTO BO3/EWCTBHE BHEIIHUX (PAKTOPOB, B HACTHOCTU 3JIEKTPUUYECKOT0 OAphEPHOIO
paspsa, OKa3bIBaeT MOJOKUTEIBHOE BIMSHUE HA MOTEHIMAN MPOPACTaHHUS U OOIIYI0 BCXOXKECTh
CEeNTbCKOXO3SMICTBEHHBIX CeMsSH. XOTA BCe OOpabOTaHHBIE CEMEHa IIOKAa3aJd MOJOXKHUTEIbHbIE
pE3yNbTaThl MO CPAaBHEHHUIO C KOHTPOJEM, CaMble BBICOKHME 3HAU€HHUs OBLIH JOCTUTHYTHI, KOT/a
ceMeHa KYKypy3bl oOpabaTbiBasii OapbepHBIM pa3psnoM B TeueHue 4 MuHyT ¢ 48-4acoBBIM
MEePUOJOM OXJIAXKIEHHUsS. DTO MPUBEJIO K YBEIMUEHHUIO dHEpruu npopactanus Ha 13,3 % u oOuieit
Bcxoxectd Ha 10,7 % 1o cpaBHEHHIO ¢ KOHTpoJeM. [1o Mepe moBsIeHnst ypOBHSI 00paOOTKU CEMSTH
MOTEHIIUAJ MPOPACTAHUS U CKOPOCTh IPOPACTAHUS CHIDKAIOTCS.
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COOH-functionalised carbon dots for immunoassay application
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Abstract. The present study proposed a two-step approach to synthesise highly fluorescent carbon
dots (CDs) with specified surface functionality for application in advanced immunoassays such as
immunochromatographic one. The main disadvantages of CDs such as low fluorescence quantum
yield, extensive size distribution and low colloidal stability was reduced due to the use of combination
of citric acid (CA) and tris-(hydroxymethyl) aminomethane (THA) as precursors. In this study, the
obtained carbon dots were modified with maleic anhydride to obtain a COOH-functionalised surface
for immunochemical application.

Key words: carbon dots, immunoassay, fluorescence, nanomaterials.

BBenenne

JIumonnas kuciora (JIK) siBisieTcst OqHUM M3 CaMBIX PacHpPOCTPAHEHHBIX MPEKYPCOPOB IS
cunTesa yraepoaabix Touek (YT). Omnako, B psge pador [1-3] 6buI0 H0Ka3aHO, YTO MPH MOIMBITKE
cunte3a YT u3 JIK nonydyeHHble 00bEKTHI MOXKHO OBLIO OXapaKTepU30BaTh CKOpPEE, KaK arjioMepaThbl
HU3KOMOJIEKYIISIpHBIX (hiryopodopoB, Hexenn Kak (piayopecuupyroliie yriepoaHble HAaHOYaCTUIbI.
Pemmte nanHyro mpoOieMy MOXKHO, IOTONHSS COCTaB PEareHToB Uit cuHTe3a YT pasindHbIMH
aMMHOCOZep KalllUMU Jo0aBkaMH. B maHHOM paboTe B KauecTBE BTOPOrO peareHTa i CHHTEe3a
BbICOKO (piyopecueHTHBIX YT Ha ocHoBe JIK 1151 mpuMeHeHUs B MMMYHOXpOMAaTorpapuyeckoM
aHanmu3e ObLI MpeaoxkeH Tpuc-(ruapokcumeTi) amuHometas (TTA).

JKCIEPUMEHTAJIbHASA YaCTh

O6pazupr YT Opmn momydyensl u3 JIK m TI'A combBoTepManibHBIM METOJOM CHHTE3a.
Ha nepsoii craguu HaBecku 0.07 r JIK u 0.06 r TT'A pacTtBopsuin B 5 M1 I€MOHU3UPOBAHHON BOJBI U
HarpeBasii B aBTokiaBe mpu Temmeparype 200°C B Teuenuwe 10 munyT. IlomydeHHBIH KeNTHINA
pacTBOp (QUIBTPOBAIM Yepe3 LINPHUIEBOH MeMOpaHHbBIM (GWIBTP M OYMINAIU JUATU30M MPOTUB
JIEMOHU3UPOBaHHOW  Bonbl. Ilepen  HavanmoM  BTOpPOM  CTaiuM  OYMIIEHHBIA  pacTBOP
VT nauopumuszuposanu. Jlmopunuzar u 0,1 r mamenmHoBoro aHruapuaa pactBopsiii B 10 mu
areToHuTpmwia u 2 M oprodochopHor KuCIOTHL. [lomydeHHBId pacTtBop HarpeBaym a0 80 °C.
Uepe3 6 4YacoB K peakIMOHHONW Macce MENKUMHU TMOPLUUAMHU J00aBISUIM TUAPOKCHA HATpHUs
1o pH = 10. BeimaBmmii ke’1TO-KOPHYHEBBIA 0CAIOK OTQIIBTPOBBIBAIN, IIPOMBIBATIN JHITHIOBBIM
sa¢dupom u npocymmbainy Ha Bozayxe. [lopomox COOH-YT nepepactBopsiid B Boje, (GUIBTPOBAIU
yepes HINpULleBON MeMOpaHHbINH GUIBTP M OUHUILAIH JUATU30M IPOTUB JEUOHU3UPOBAHHOMN BOJIBI.

Pe3yabTaThl

OnTnueckue CBOICTBa CHUHTE3UPOBAHHBIX vYT OLICHUBAIIUCH METOIaMHU
Y®/Buna-cnektpockonuu u ¢piayopumerpu (puc. 1).
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Puc. 1. Hopmuposanuvie cnexmpol noenowenus u gyopecyenyuu YT

Y®-criekTp moJydeHHOro 00pasiia UMeeT JBE MOJI0C MmorjomeHus: Bomsu 220 um (1 — 1™
MEPeX0bl COMPSHKCHHBIX JBOWHBIX cBszeil) m 330 HM (n — m* mepexombl XpoMOQOpoB).
XapakTepHOi 0COOCHHOCTBIO JaHHOTO 00pa3na YT sBisieTcss OTCYTCTBUE 3aBUCUMOCTH TTOJIOKCHHS
MakcuMyMa (IIyopecleHIIMU OT JIJIMHBI BOJHBI BO30YXKAEHUS, YTO CBUACTENHCTBYET O HAIMYUE B
AJIEKTPOHHON CTPYKTYpE YaCTHI] €IUHCTBEHHOTO M3IY4YaTEIbHOTO COCTOSHUS, COOTBETCTBYIOIIETO
MOTJIOIICHUIO Ha JuynHE BOJHBI 330 HM (puc. 2).
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Puc. 2. Tpexmepnviil epagh 3asucumocmu uHMeHCUBHOCTU QayopecyeHyuu
om ONUH B0JIH (PIyOpecyeHyul u 8030YHCOeHUs

KBanToBbIN BBIXOJ (uyopeciieHIUn cocTaBuil 65.77 %, 4To SBISETCS NPEBOCXOAHBIM
MOKa3aTeJIeM 110 CPAaBHEHHUIO CO CPEJTHUM 3HaUeHUEeM JanHou BenuauHb it YT B 2-20 %.

Anamusz UK-cnexktpoB YT, nonydyennsix u3 JIK n TT'A, nokazan Hanuune MHTEHCUBHBIX 110JI0C
TIOTJIOMEHNs, COOTBeTCTBYIONMX aedopmanuonaeiM (1030 cmt) u BamentmeiM (3290 cm™?)
konebanusam O-H cs3u. [lomumo nannbix nonoc B UK-cnektpe paznuuumbl MeHee HHTEHCHUBHBIE
MoJIOCHI TiorJionieHus: kapoouuasHOM rpynmsl (C = O) u BropuuHoit amunorpynisl (C-N-C) (puc. 3).
Hns nonydenuss COOH-dyHkumonanusupoBanHoi mnoBepxHocTd YT mpemiokeHa MeETOIUKa
KOBaJICHTHOM MPUILIMBKY MAJIEMHOBOTO aHTUIPH/IA K THIPOKCHIIBHBIM IpyIIIaM Ha HoBepXHocTH Y'T.
VYcnoBust peakiuu  3Trepudukanmu  ObUIM  TOAOOpaHBl TakuM  o0pazoMm, 4ToOBl Oosee
peaKunOHHOCIIOCOOHAsI aHTHAPUAHAS TPyIIa BCTyNala B PEaKIUIO C THUAPOKCUILHBIMU TPYNIIaMU
Ha oBepxHocTH YT, B TO BpeMs Kak KapOOKCHIIbHAsI TPYIIa, 00pa3yromascs pu paCKpbITHU LIUKJIA,
0CTaBajach HECBSA3aHHOM.
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HK-cniektp pesynbTupytomero obpasna YT IeMOHCTpHUpYEeT HOBBIIICHHE WHTEHCHBHOCTH
nonockl 1690 cml, cootBeTcTBYIOmIEH KoneOanuaM kap6ormIbHONH C = O CBSA3M KapOOKCHIBHBIX
TPYIII, IPH COOTBETCTBYIOIIEM CHIYKCHUH MHTEHCUBHOCTH I10JIOC, COOTBETCTBYIOLIMX KOJICOAHHSIM
rUAPOKCWIBbHBIX rpynn (puc. 4). IlomyueHHble naHHBIE NO3BOJIAIOT CHENaTh BBIBOJ B IIOJB3Y
ycnemHo moaudukauuu noBepxHocTd YT MajeMHOBBIM aHTUAPUAOM U OOpa3OBaHMM Ha
MTOBEPXHOCTU YaCTULl KAPOOKCUIIbHBIX TPYIIIL.
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3akiroueHue

Pesynbrarom nanHO# pabOTHI SBISETCS YCIENTHOE IPOBEICHNUE NBYXCTaAUHOTO cuHTe3a Y T
C TPEeBOCXOJIHBIMH onTudeckumu xapakrepuctukamu #u  COOH-dyHKIMOHaNN3UpOBaHHON
MOBEPXHOCTHI0. [loydeHHBIE Pe3ynbTaThl MO3BOJISIIOT CHENAaTh BBIBOJ O BBICOKOW IT€PCIIEKTHBE
MPUMEHEHMSI JAaHHBIX YaCTHUIl B UMMYHOXUMHYECKHX METO/1aX aHaJIn3a.

Hccneoosanue nposooumces npu noooepacke Donoa codelicmeusi UHHOBAYUAM NO 002080DY

Ne 188481'V/2023 om 28.09.2023 2.
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1,1’-6ucnupodunuppouauHus TerpadgTopoopat (pOHOBBII 3J1€KTPOJIUT
JJIS1 BOJIbTAMIIEPOMETPHYECKHUX U3MEPEHHH B HEBOJHBIX Cpeax
K.1O. HoBosokos, JI.B. Xpe6ToBa
Hayunslii pykoBoautens: npodeccop, 1.X.H., A.A. bakubaes
HannonanbeHbIM uccienoBaTenbCckuii TOMCKUI rocy1apCTBEHHBIM YHUBEPCUTET,
Poccus, r. Tomck, nip. JIeanna, 36, 634050
E-mail: novolokov.kirill@gmail.com

1,1'-bispirobipyrrolidinium tetrafluoroborate supporting electrolyte
for voltammetric measurements in non-aqueous media
K.Yu. Novolokov, D.V. Khrebtova
Scientific supervisor: Prof., Dr., A.A. Bakibaev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: novolokov.kirill@gmail.com

Abstract. In this work, it is proposed to use 1,1’-bispyrobipyrrolidinium tetrafluoroborate as
a background electrolyte in non-aqueous solvents when recording current-voltage dependences,
which ensures high electrical conductivity of the solution — an organic solvent and levels out the
processes of ion migration. This electrolyte allows operation in the potential range from
-2.3V to +1.8 V, even without first removing dissolved oxygen from the solution.

Key words: 1,1'-bispirobipyrrolidinium tetrafluoroborate, voltammetry, background electrolyte.

BBenenne

B nocnegnee Bpemsi BOJbTaMIEPOMETPUUYECKUE METOAbl aHalM3a BCE LIMPE UCIOJIb3YKOTCS
HE TOJIBKO IIPU ONPEICTICHUH METAJIIOB, HO U JIJIs1 UACHTU(DUKAIINY 1 KOIMYECTBEHHOTO OTpeIeNIeHuUs
opraHudeckux BemecTB. [l mpoBeneHHs aHaNU3a IMPAKTHYECKH JIIOOBIMH  METOAAMH,
orpeJiesiseMble KOMIIOHEHThI HE00X0AUMO MPEIBAPUTENILHO MEPEeBECTH B pacTBop. OJHAKO HE Bce
OpTaHUYeCKHEe COEJMHEHHS] PaCTBOPUMBI B BOJIC, TIOATOMY JJISl TOM €N JIY4Ile BCEro MOAXOMISAT
OpraHUYECKHE PacTBOPUTENU. Y HUBEPCATIbHBIMU PACTBOPUTENSAMH JJIsl OPTaHUYECKUX COeIMHEHUN
SBJIAIOTCS. alIkaHbl (T€KCaH, LMKJIOIeKCaH) U CMeCH ajKaHOB (OEH3MH, MeTpoJielHbId 3¢up),
XJIOpOOpM, alleTOHUTPUI, TUMETUIHOPMAMU, TUMETUICYIIb(OKCHU, JeITHAs YKCYCHAs KUCIIOTa,
3HAYUTEIHHO PEKE — CIIUPTHI U alleTOH. J{J1s1 MpOBeIeHUS BOJIBTAMIIEPOMETPHUECKUX MUCCIIETOBAHIH
B HEBOJIHBIX CpeJaX B OPraHUYECKUH pacTBOPUTENh HEOOXOAMMO BBOJIUTH (DOHOBBINA 3JIEKTPOIMUT
C IETbI0 YMEHBIICHUsI BEIMYMHBI OMHUYECKOTO TMaJCHUS HANpSHKCHUS W CHIDKCHHS BEJIWYHHBI
MUTPalMOHHBIX TOKOB. IIpu BbIOOpe (OHOBOrO 3JIEKTPOIMTAa HEOOXOIUMO YUUTHIBATH TaKHE
CBOWCTBAa Kak: pacTBOPUMOCTh B OPraHMYECKHX PACTBOPHUTENSAX; ANEKTPOXHUMUYECKYIO
U XUMHUYECKYIO UHEPTHOCTb; JJIEKTPOJIUT HE JOJHKEH BOCCTAHABJIMBATHCS WIIM OKUCIIATHCS B paboueit
obmact motennuanoB [1]. Kpome Toro, cam 3JEKTpOJUT JOKEH 00J1agaTh BBICOKOM
3JIEKTPOIPOBOTHOCTBIO.

Heopranuueckue coim, KMCIOTHI U IIEJIOYH, Yalle BCEro HCMOJIb3yeMble NIl oOecreueHus
BBICOKOM 3JIEKTPONPOBOJAHOCTH B BOAHBIX PAacTBOpaX HE MOAXOJAT NMpH paboTe B OE3BOIHBIX
pPacTBOPUTEINSAX, TaK KaK TIOMHUMO HHM3KOW PAaCTBOPHMMOCTH OHH MOTYT BCTYNAaTh B XMUMHYECKHE
peakImu ¢ onpeaensieMbIMU KoMIoHeHTaMu. Kpyr pOHOBBIX 37€KTPOIUTOB, KOTOPbIE HCIIOJIB3YIOTCS
B HACTOSIIME BPEeMs BeChMa OrpaHH4eH. B kauecTBe KaTHOHOB B TAKHX DJIEKTPOJIUTAX, B OCHOBHOM,
WCTIOJNB3YIOT TETPAANKIIFHBIE aMMOHHEBBIE COEIMHEHUS (TeTpadTHI-, TeTpaOyTHIaMMOHHN),
a B Ka4eCTBE aHMOHOB YaIlle BCETO BBICTYIAIOT I'aJIOT€HU/I-HOHBI (XJIOpHU/I, OPOMUJI M HOJIUJT) U OYSHb
penKo mepxjopaThl W HHUTpaThl [2]. AnudaTudeckue 4YeTBEPTHYHBIE AMMOHHEBBIC KATHOHBI
CMOCOOHBI BOCCTAHABJIMBATHCS B 00JAaCTH MOTEHIMANOB A0 —-2,5 B, mo3ToMy B HEBOIHBIX cpelax
BO3MOXXHO OIpeZesieHHue Ja)Ke IIEJOYHBIX, IIETOYHO3EMENbHBIX U PEIKO3EMEIbHBIX METaJlJIOB.
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[Mpupona anmoHa, Kak (OHOBOTO DJICKTPOIUTA, OTPAHMUYMBACT pPadOYyI0 30HY MOTEHIMAJIOB
B TIOJIOKUTEIBHOW 00J1aCTH, TaK KaK TaJOTeHHI-aHUOHBI CIIOCOOHBI OKUCIISATHCS, JaBasi MPU 3TOM
BBICOKHE OCTaTOYHBIE TOKUA. KpoMe Toro, rajoreHu 1l O4eHb aKTUBHBI 10 OTHOIICHUIO K Pa3TUIHbIM
KJIaccaM OPraHUYECKHX COSIMHEHUH, T0ITOMY UX MPUCYTCTBUE B aHAIM3UPYEMBIX pACTBOPAX MOXKET
MIPUBECTH K 3HAYUTEITHHBIM HCKOKEHUSIM aHAUTUTUICCKUX CUTHAJIOB OINPEIEISIeMbIX KOMIIOHCHTOB.
Hcxonss W3  BBIIICH3IOKEHHOTO Uil PACHIMPEHUS  AHAIUTHYSCKHX  BO3MOXKHOCTEH
BOJIETAMIIEPOMETPUIECKOTO METO/Ia HEOOXOAMMBI HOBBIE (DOHOBBIEC DJIEKTPOJIUTHI, 00ECTICUNBAIOIIHE
IIUPOKYI0 00J1acTh PabdOvMX TOTEHIMAJIOB MpPU PadOTe B HEBOJHBIX Cpelax M 00ECICUMBAIOIINX
BBICOKYIO 3JIGKTPOIIPOBOJHOCTh pacTBopa. B Hamelr pabote B KadecTBE HOBOTO (POHOBOTO
AIIEKTPOJIMTA IIPEJIaracM MCIoIb30BaTh 1,1’-0ucrnupobunuppoiuauaus terpagropoopat (SBP-BF4).

JKCIepuMeHTAIbHAA YacTh

OKCIlepUMEHTANIbHbIE  MCCJIEOBAHUSA  NPOBOJWINCH  HAa  BOJBTaMIEPOMETPUUYECKOM
ananmzarope TA-LAB B TpexanekrponHoil sueiike. B kadecTBe MHAMKATOPHOTO AJIEKTPOA
UCIOJb30BATIM TIpadUTCOAEPKALIMM 31eKTpopl. B KadecTBe BCIOMOraTelbHOTO M 3JIEKTpOJa
CpaBHEHUSI MCIIOIBb30BaIM XJIOpHUI cepeOpsinbiid tektponsl (B 3 M KCI). U3mepenue npoBoamiu
B IIOCTOSIHHOTOKOBOM DEXHME, UCMOJIb3ysl METOJ LIMKINYECKOH BojbTaMnepoMeTpuu. B kadectBe
(OHOBBIX IIEKTPOIMTOB HU3YUCHO HIIEKTPOXUMHUYECKOE TIOBEACHNUE TETPAITUIAMMOHHS XJIOPUCTOTO
(TDA-CI), terpabyrunammonusi Opomuctoro (TBA-Br), a taxke SBP-BFs. Wccienosanus
MPOBOJIMIIA, WCIOJNB3ysSd B KA4eCTBE pPACTBOPUTENS aANETOHUTPWI (KBaTH(PHUKAIMK — X.4.).
DJEeKTPONPOBOIHOCTh PACTBOPOB UCCIEAYEMbIX 3JIEKTPOJUTOB OLEHUBAJIM HAa KOMOMHHPOBAHHOM
MOTEHIOMETpe-KoHaykTomerpe T-720.

Pe3yabTaTsl
JIis  omEeHKH o00JlacTH pabo4yux IMOTEHIHAJIOB Ha TIpadUTOCOACpKAIIEM DIICKTPOJIEe
PETUCTPUPOBAIA [UKIMYCCKHE BOJIBTAMIICPHBIC KpPUBBIE 0€3 MpeABapUTEIHHOTO YIAJCHHS
kucioposa Ha pore TIA-Cl, TBA-Br u SBP-BF4. B tabauiie 1 mpencTaBiaeHbl JaHHbIC 110 yACTbHOM
AIEKTPOTIPOBOJHOCTH YKa3aHHBIX JICKTPOIUTOB MPH PA3IMYHBIX KOHIICHTpausX. [I0CKOIbKY qaxe
B 0,015 M pactBopax »JIEKTPOIUTH 00JaJal0T AOCTATOYHOW MPOBOAMMOCTBIO MMl MPOBEACHUS
BOJIbTAMITIEPOMETPUYCCKUX HW3MEPEHUH, IaTbHEHUITUE WCCICAOBAHUS IPOBOJIWIA TPH JAHHOM
KOHIIEHTPALlUU 3MeKTPoauToB. Crnexyer oTMeTuth, uto SBP-BF4 mpu mpodmx paBHBIX YCIOBHSX
oOecrieunBaeT 0o0jee BBICOKYIO DJIEKTPOIMPOBOIHOCTh OE3BOJHOIO PAaCTBOpA, YTO TMO3BOJISIET
yCTPaHUTh BO3HUKHOBEHHE MHTPAIIMOHHBIX TOKOB OMpPENEIseMbIX BEIIECTB MPHU MOISIPU3ALNU
AJIEKTPOJIOB.
Tabnuya 1

Yoenvnas snexmponposoonocms pacmeopos s1eKmpoaumos 8 ayemoHumpuie

V iebHas SIeKTPOIPOBOIHOCTE PACTBOPA ANIeKTposuTa, MCM/cM
SeKTpoIHT npu 0,015 mMons/mm® npu 0,1 Monb/am®
TOA-CI 1,07 3,10
TBA-Br 1,19 3,88
SBP-BF4 1,28 4,39

Ha pucynke 1 mnpeacraBieHbl LMKIMYECKUE BOJbTAMIIEPHBIE KPHUBBIE, IOJyYCHHbIE
Ha rpaduTocoAepKaiieM 3ekTpoae. BonbTammepHas KpuBas, IMONy4eHHass Ha (OHE YHUCTOrO
alleTOHUTPUJIIA IPAKTUYECKU CIIMBAETCS C HYJIEBOU TMHUEN (HEOOIbIION POCT KaTOJHOTO U aHOJTHOTO
TOKOB Tipu noteHnmanax -2,4 B u +1,9 B Mmoxer ObiTh 00ycnorinen HammuneMm 0,4 % macc. BOJHI,
B COOTBETCTBHUH C CEPTU(UKATOM KaueCTBa PEAKTHBA), OCKOJIBKY alleTOHUTPUI JIEKTPOXUMUYECKU
MHEpTeH. B mpHCyTCTBUM TajloreHCoNepKallero TeTpasTHIaMMOHHUS 0e3 yaaleHus KHCIopoja
uHepTHBIM ra3oM (N2) mpu aHOTHOHM pa3BepTKe MOTEHIMAla HAaOMI0JaeTCsl POCT BOJHBI, HAYMHAS
oT —-1,5 B BHe 3aBUCHMOCTH OT HNPUPOABI YIIIEBOJIOPOAHOTO paaukana. Ha BosbTaMnepHON KpUBOM
MPOSIBJISIIOTCSA AHATUTUYECKHUE CUTHAIBI B (pOpME MHMKOB, YTO MCKIIIOYAET UCIOJIb30BAaHUE JTaHHOU
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00J1acTH MOTEeHIMAI0B. B monoxurensHo# o6nactu noteHuanos ot +0,5 B HaOI0qat0TCsl BRICOKHE
TOKH, OOYCJIOBJICHHBIE OKHCJICHHEM aHHOHOB (xjopun ©  Opomun). Luxmmdeckas
BOJIbTaMIIEpoMeTpudeckas kpuBas Ha ¢one SBP-BFs mocrarouno rmagkasi, 4To MO3BOJSET
WCIIOJIb30BaTh YKa3aHHBIM JJIEKTPOJMT B KauecTBe (oHa B paboueM [uarnazoHe IMOTCHIIMAJIOB

ot -2,5 B 1o +1,8 B kak nmpu aHOHOH, TaK U MPH KaTOJHOM pa3BepTKE MOTCHIIHAAA.
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Puc. 1. Huxruueckue 6onbmamnepHole Kpugbie Puc. 2. [uxiuueckue 6onbmamnepHole Kpugbie
6 pacmeope ayemonumpuia: 1) uucmolii ayemonumpun; 6 pacmeope ayemonumpuia Ha gone 0,015 M SBP-BF4
2) 0,015 M TOA-CI; 3) 0,015 M TEA-Br; 4) 0,015 M 1-9 — 6 npoyecce nocredosamenvHol pecucmpayuu
SBP-BF4 BOILIMAMNEPHBIX 3ABUCUMOCTEN

[Iponiecc crmaxuBanus ¢onoBor nuHum a1 SBP-BFs mpencraBinensr nHa pucynke 2.
B mpouiecce mocnenoBaTeNbHONM PETUCTPALIMM  BOJIBTAMIIEPOIPAMM  MPOMCXOAWUT CrJIaKMBAHHE
aHOAHBIX NMUKOB mpu moTeHnuanax -0,.9B n 0 B u yxe HaumHas C YETBEPTOH MOISIPOTPAMMBI
(oHOBBIE KPUBBIE KaK ITPU AHOJHOM, TaK U MPH KaTOJHOW pa3BepTKe MOTEHIMAIa II1aKue, 6e3 sipKo
BBIPAKEHHBIX MAKCUMYMOB.

3aki0ueHue

B pesynbrare npoBEIEHHBIX HMCCIENIOBAaHMN MPEIIONKEHO MCIIONB30BaTh B KayecTBe (HOHOBOIO
SNIEKTPOJIUTA B HEBOAHBIX  Cpelax IPU  PETUCTpallid  BOJIBTAMIIEPHBIX  3aBHCHMOCTEH
1,1’-6ucrmpoOunuppomuanHust  TeTpadropbopara, 00ECTIEUMBAIOIIEIO BBICOKYIO 3JIEKTPOIPOBOAHOCTD
pacTBOpa — OPraHMYECKOTO PACTBOPUTENST M HHUBEIMPYIOIIETO TPOLECCHl MUTPAIMA HOHOB. JlaHHBIH
SIIEKTPOJIUT MO3BOJIAET PaboTaTh B 00JIACTH MOTEHIMANOB 0T —2,3 B 10 +1,8 B nake 6e3 npeBapUTesHOrO
yIaJIeHHs! PaCTBOPEHHOT'O KUCIIOPOAA M3 PacTBOPA.
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Spectroscopic and photosensitization properties of dipyrromethene metal complexes
V.S. Nosanov
Scientific Supervisor: PhD., lu.V. Aksenova
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: nosorong_seva@rambler.ru

Abstract. The spectroscopic and photosensitization properties of halogen-substituted metal
complexes of dipyrromethenes were experimentally studied. As a result of studying the spectral
properties, bathochromic shifts in the absorption and fluorescence spectra were revealed. The
luminescence quantum yields measured by the relative method had low values due to the “heavy
atom” mechanism. Long-lived radiation in the form of phosphorescence of dipyrromethene metal
complexes in frozen solutions was detected for a number of compounds. Additionally, the
photosensitization properties were studied by an indirect method wusing “traps” of
1,3-diphenylisobenzofuran molecules. The possibility of efficient generation of singlet oxygen by
molecules of dipyrromethene metal complexes has been demonstrated. The potential applications of
the studied compounds as active media in the creation of new materials for photodynamic therapy
and photocatalysis of oxidation reactions was discussed.

Key words: photosensitizer, dipyrromethene, quantum yield, photodynamic therapy.

BBenenne

B mocnennee BpeMs akTMBHO pa3BUBAETCS HarpaBieHHE (OTOHHMKH, CBSI3AHHOE C TMOUCKOM
COBPEMEHHBIX M IMEPCHEKTUBHBIX MAaTepUaIOB, OCHOBAaHHBIX Ha CIOXHBIX OPraHUYECKHX
MOJIEKYJIaX H UX Tpou3BOAHBIX. OcoObII WHTEpEC B ITOM IUTAHE  MPEACTABIISIIOT
JTUTHPPOMETEHOBBIE COSTUHEHHSI, TAK KaK OHM 00JIaal0T BHICOKOH XpOMO(MOPHOH aKTHBHOCTHIO B
BUIUMOU U Y® 00nacTsax 3JIEeKTPOMArHUTHOTO W3IydeHUs. M3BECTHO, 4TO METAITTIOKOMILIEKCHI
JUTHPPOMETEHOB 007a/lal0oT BBICOKUMHU KBAHTOBBIMH BBIXOJIAMHU JIFOMUHECIICHIIMM, a TaKkKe
YyBCTBUTEIBHBI K M3MEHEHUSIM CBOWCTB CpeIbl, HMX YIAOOHO HCIIOIh30BaTh B KaueCTBE
(bIyopecleHTHBIX 30HAOB M MapKepoB I BHU3yallU3alldd OPTaHOB, TKaHEH U pa3IMYHBIX
ounoxumuyeckux mporeccoB [1]. Ocoboe BHHMMaHHWE Ha CETOAHSAIIHUN JCHb YICISICTCS
JUTHPPOMETEHOBBIM KOoMILIeKcaM d-meTasuioB, B yacTHOcTU coeanHeHusM nuHka(ll) u xkagmusi(ID).
BnusiHue CTpyKTyphl KOMIUIEKCOB METAJIOB C JUIUPPOMETEHAMH HA JIIOMHHECUHEHIHUIO Majo
n3ydeHo. Ha maHHbBIT MOMEHT paboOThl ¢ OMMCAHHEM CHHTE3a TaKUX COSAMHEHUN MPEeBATUPYIOT,
MOATOMY paOOTHI 110 aHATM3Y B3aUMOCBSI3U CBOWCTB M CTPYKTYPHI aKTyaJIbHBI.

HccnenoBanue cBOWCTB JUMHPPOMETEHOB MO3BOJSET PEIINTh HE TOIBKO ()yHIIaMEHTAIbHbBIE
3a/layd O YCTAHOBJEHUIO B3aWMOCBSI3W CTPYKTYPhl W CBOWMCTB, HO W HAWTH CHOCOOBI
I[EJICHANPaBICHHOTO KCIIONh30BaHMS JAHHBIX BEIIECTB. B CBsI3U ¢ ATHM, IENbIO JTaHHOW pabOTHI
SIBJISIETCS] AKCTICPUMEHTAIBHOE MCCIICIOBAHUE CIIEKTPOCKOMHUYECKUX U (POTOCEHCHOMITM3AIMOHHBIX
CBOMCTB psiJla TaJOr€H3aMEIIEHHBIX JUNUPPOMETEHOBBIX KOMIUIEKCOB B 3aBHCHMMOCTH OT THIIA
KOMILIEKCOOOPa30BaTENs M IPUPOIBI PACTBOPUTETIS.
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JKCNepUMEHTAJIbLHAA YaCTh

B kadectBe 00BEKTOB HCCIENOBaHUS ObLI BBHIOpAH psiA AUMMPPOMETECHOBBIX KOMIUIEKCOB, B
KOTOPBIX KOMILIeKcooOpa3oBarensmMu BoicTynatoT atombr Oopa(lll), muaka(ll) u xammus(ll).
B kauecTBe 3amectuTenell B JUTaHIE NPUCYTCTBYIOT TSKENIbIe aTOMBblI rajnoreHoB. CTpyKTypHbIE
dbopMynbl M 00O3HAYECHUS HEKOTOPBIX HCCIECIYyeMbIX COCAMHCHHI IpeACTaBlIeHbl Ha puc. 1.
JlaHHBIE KOMIUIEKCHI OBLIM CHUHTE3MpOBaHbl B MHcTUTyTe XMMuU pactBopoB uMm. [.A. KpectoBa
PAH (r. IBanOBO) 10 MeTOIMKaM, MPUBEICHHBIM B [2]. B KauecTBe pacTBOpUTEsICH UCTIOIL30BAIH
3TaHOJ, M30MPONAHON W OyTaHON (BCE PACTBOPHUTENU XMMHUYECKH YHUCTHIE). JlaHHBIE MOJSPHBIE
cpennsl ObUTH BBIOPAHBI B CBSI3M C X CPOJCTBOM C €CTECTBEHHOW CpENOH >KMBBIX OPTraHU3MOB.
[Ipu ucnonb3oBaHUM B KauecTBE cpeabl it (POTOCEHCUOUIN3aTOPOB TaHHBIE PACTBOPUTEIH OYAYyT
HMMETh MEHBIIIYI0 TOKCHYHOCTb 110 CPAaBHEHUIO C IPYTUMU OPTraHUYECKUMU PACTBOPUTEIISIMHU.

CHa CsH,, CsHy, CeHy, CsHyy
CsHii 7 / Br me— | | )—am me— | [ o,
/ N\ F Br \ / Br BY \ Br
B Zn Ca
N4 g B, /\ Br Br : Br
et s me—_J | )—om mc— | _cH,
CH3 (VSllll (._&H“ (-SHII k_,snll
Bry(CH3)5(CsHy),BODIPY Zn[Bry(CHs)y(CsH 11)dpm); Cd[Bry(CH3),(CsH,,),dpm],

Puc. 1. Cmpyxmypusvie ¢hopmynvl u 0603naueHuss OUNUPPOMEMEHOBbIX KOMNIEKCO8

OCHOBHBIM  METOJIOM  MCCIIEJOBAHUS  SBISJIACh  JJIEKTPOHHAs M JIIOMHHECLEHTHas
crieKTpockonus. M3MepeHne CIEeKTPOB IMOTJIOMICHUS M (IIyOpeCHeHINH, a TaKXKe KBAaHTOBBIX
BBIXOJIOB M3Iy4eHHMsS NPOU3BOAMWIOCH IpHM KOMHATHOM TemIeparype Ha CIEKTpOMETpe
CM2203 (SOLAR) ¢ cobOmogeHueM METONUK U3MepeHus. KBaHTOBBIE BBIXO/BI JIIOMHUHECIICHIINH
PacTBOPOB COENMHEHHUH U3MEPSUTUCH OTHOCUTEIBHBIM METOJIOM ¢ morpemHocTsio 10 %. B kauectBe
CTaHJApTOB JJIi KBAHTOBOIO BbIXOJa (IIyOPECHUEHIMH HCIOJIb30BAINCH XOPOILIO H3yYCHHbIE
coenunenus: Rhodamine 6G (ygp: = 0,95) u (CHz)saBODIPY (y¢x = 0,8).

HccnenoBanne >(PQPEKTUBHOCTH TE€HEPALMU CHUHIJIETHOTO KUCIOPOAa MPOBOIMIOCH
KOCBEHHBIM METOJIOM C HCIIOJIb30BAHHEM MOJeKyibl 1,3-nudennnuzodbensodypana (1,3-DPBF) B
Ka4yecTBE <JIOBYIIKM» CHHIJIETHOIO KHUCIOpona. M3BecTHBIM KpacuTenb MeTHICHOBBIM CUHHNA
(Methylene Blue, MB) Obu1 wucHoNB30BaH B KayecTBe craHmapra-poToceHcHOMIn3aTopa
cuHraetHoro kuciaopoga (PO, = 0.52). TlorpemHocTs oONpejeNeHUs BHIXOAA CHHIJIETHOTO
KHCJIOPO/a PACCYMTHIBAIM HA OCHOBAaHUHM TpEeX HE3aBUCHMBIX H3MEPEHHUH CKOpPOCTH pacmana
1,3-DPBF cBexxenpuroToBieHHbIX cMecel cTanaapTa uin kpacureis ¢ 1,3-DPBF.

PesyibTaTsl

CornacHo MOJIy4€HHBIM 3KCIIEPUMEHTAIBHBIM JTaHHBIM, 3JIEKTPOHHBIE CIIEKTPHI MOTJIOLIEHUS
JUMHAPPOMETEHOBBIX KOMIUIEKCOB HMMEIOT JIB€ TMOJOCH. MalOMHTEHCHBHas Mojioca B 00JacTu
370 HM, COOTBETCTBYIONIAsl TMPOIECCY TOTJIOMCHUS So-S2, W 0oJiee HMHTEHCHUBHAs TI0OJ0Ca
noryomeHuss B obsnactu 495-510 HM, COOTBETCTBYIOIIAs MPOIECCY MOTJIOUICHUs So-S1, KOTOpas
HauboJjee 4YyBCTBUTENbHA K H3MEHEHHUIO CTPYKTYpbl coequHeHuil. CHeKTphl JOMUHECICHIINH
UMEIOT KJIaCCHYECKUN 3epKalbHbIM BU U IPU 3aMeHe KOMITJIEKCO00pa30BaTelis OTIINYAIOTCS JTUIIb
B KOJMYECTBEHHBIX XapakTepUCTHKaX. OQPQPEKTUBHOCTb (IIyOpPECIEHIIMM HH3Kas U3-3a
NPUCYTCTBUS B CTPYKTYpax MOJIEKYN TSDKEIBIX aTOMOB TaJIOT€HOB, Ui psla MPOU3BOJHBIX
JTUTIHPPOMETEHOB 0OHapykeHa GocdopecieHIHs.
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[Ipy wucciaemoBaHWM MMyTed Je3aKTUBAIMM HYHEPTrUU BO3OYKICHHS pacCMATPUBAINCH HE
TOJILKO M3JIydaTelIbHbIC TMEPeXOJbl, HO W Oe3bI3IydYaTeIbHbIi MPOIEecC WHTEPKOMOMHAIIMOHHOM
KOHBEPCHHM W3 TPHUIUICTHOTO COCTOSIHHS, KOTOPBIH J(P(PEKTUBHO TYHIIUTHCS MOJIEKYISPHBIM
KHCJIOPOZOM C 00pa3oBaHUEM €ro CHUHIJIeTHOW (opMbel. B CBS3W C 3TUM ompenensiach
3¢ (HEeKTHBHOCTh TEHEPAIMH CHHTJIETHOTO KHCIOPOJA, COOTBETCTBYIOMIETO TUITUPPOMETCHOBOTO
coenuHeHusA-poToceHcuounuzaropa u 1,3-DPBF. Ilpu oGnydueHun pacTBOpOB cMmeced Ha JIHMHaX
BOJIH, HE TMIOTJIOMAEMBIX <JIOBYIIKOW», HAONIOAANCs €€ pacmal, B TO BpeMs KakK caM
(hoTOCEHCHOMIN3ATOP NPAKTUYECKU HE M3MeHsuics. Ha ocHOBaHMHM 00paOOTKH 3TUX 3aBUCHMOCTEH
OBUTH pacCUMTaHbl 3HAYCHHS] KBAHTOBBIX BBIXOJOB CHHTJIETHOTO KHCIIOPOJA JJs psia KOMILIEKCOB
JTUITAPPOMETEHOB.

D, oTH.en D, otH.ea.

Oc D, otH.ea.
a) 3¢ 1,0

Oc

08{ B)

0,84

0,8
0,64

0,6+
0,4
0,4

0,24

0,2+

350 400 450 500 550 7, W 360 400 440 480 520  7.,HMm 350 375 400 425 450 475 500 525 MM

Puc. 2. Hsmenenue cnexmpog noznowenusi cmeceti pacmeopog Bro(CHs)2(CsHi1).BODIPY (a),
Zn[Br2(CHs)2(CsH11)2dpm]2 (6) u Cd[Br2(CHs)2(CsH11)2dpm]2 (6) ¢ 1,3-DPBF 6 amanone om epemenu obnyuenus

3aki0oueHune

lamoren3zaMenieHHbBIE MOJICKYJIBl METaUIOKOMIUICKCOB JTUIUPPOMETCHOB JIEMOHCTPUPYIOT
3¢ (eKTHUBHOE MOTIIOIIEHUE, HO CPaBHUTEIBHO cladyro moMuHecueHuio. [lyTsamu ge3akTuBanuu
SHEPIUU BO3OYKICHUS SBISIFOTCA HE TOJIBKO M3IydaTelIbHBIE MPOIECcChl (Kak (IyopecleHIus, TaK
u ¢docdopecreHnys), Ho U Oe3bI3TydyaTeIbHble MEPEHOChl Ha T-COCTOSHHUS C MOCIEIYIOIIUM
B3aMMOJICHCTBHEM C  MOJIGKyJIaMH  Kuciopoja. [loiydeHHbIE — pe3yiabTaThl  WU3YYCHHS
(hoTOCEHCMOUTU3AIIMOHHBIX CBOMCTB MPECTAaBIAeT UHTEpeC Kak (yHIaMEHTAIbHBIN, IO BOMPOCY
YCTaHOBJICHUA HYTCﬁ CI/IHFJ'IGT'TPI/IHHCTHOI\/'I AC3aKTUBAlWUM OJHEPIrun B036Y)KJIGHI/I$I, Tak H
MPAKTUYECKHM, HAIMPaBJICHHBIM HAa HCCIEIOBAHUE BO3MOXKHOCTH CO3/IaHUS HOBBIX 3((EKTHBHBIX
MaTepuaioB Jjsl (HOTOCEHCHOMIN3ATOPOB.
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B3aumoneiicteue cosm uepusi(l11) c mepoxcuaom Bogopoaa B aMMUavHOI cpejie
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Reaction of cerium(l11) salt with hydrogen peroxide in an ammonia medium
S.K. Oparin
Scientific Supervisor: Ass. Prof., PhD., S.A. Kuznetsova
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: sergey_oparin@vk.com

Abstract. Cerium dioxide is widely used in modern industry. Studying the stages and mechanisms of
production is key to understanding the nature and modeling of synthesis processes. This report
describes a study of the cerium peroxide compound formed during the synthesis of nanocrystalline
cerium dioxide by the sol-gel method.

Key words: cerium peroxide, cerium oxide, sol-gel, hydrogen peroxide.

BBenenne

JIokcu 1 1iepust HAXOUT MIUPOKOE TIPUMEHEHHUE B IPOMBIIIUICHHOCTH, MEIUIIMHE U Hayke [1].
OHUM U3 EPCHEKTHBHBIX MeToI0B noiydeHuss CeO; sBisieTcss MeTo/l, B KOTOPOM OH 00pasyercs
MIPY pEaKIUU OKUCIICHUS IEpHs MEPOKCHIOM BOJIOPOIA C MOCIEAYIONINM OCaXJICHUEM aMMHAKOM
[2]. B xoz1e noy4eHus: TMOKCH 1A IIEPHs TAKUM METOJIOM Ha CTaIMH OCAXICHUSI 00pa3yeTcs 0CajoK
KpacHOTo I[BETa, O COCTaBE KOTOPOTO IO Cei JIeHb BBIAYTHCSA CIOpbl. OJHU aBTOPHI MpeIjiararT
emy coctaB Ce(OOH)x(OH)a~ [3], apyrue — CeO2(OH)2 [4].

[lenpro pabOTHI ABJISUIOCH YCTAHOBIJICHUS COCTAaBA IMPOMEKYTOYHOTO COCTMHEHUS TOTyUCHUS
3051 CeO2 u3 pactBopa Ce(NOs)z ¢ H202 B ammuauHo# cpene.

JKCIepUMEHTAIbHAA YaCTh
Cunre3 o6Opasnos nposomwi u3 0,001 M pacrBopa nutpata uepust (llII) u pactBopa
TnepoKcHIa Bonoposaa B MonbsHOM cootHomennn Ce3*: HoO2 = 1:1 u 1:4. PacTBopsl, HarpeBamu o
60 °C u BeyiepkuBanu B TedeHHe 90 MUHYT NpPHU MOCTOSHHOM NEPEMEIIUBAHHH CO CKOPOCTBHIO
3000 06/muH. IIpo3paynblil pacTBOp CTayl OpaH)KEBO-XKENTHIM, BCIEACTBUE MPOTEKAHMS PEaKIHUU
(1) [5]. 3arem mpunuBagM pactBop ammuaka g0 PH = 8. B maHHBIX YCIOBHAX MPOUCXOIUIIO
o0pa3oBaHUE 0ca/Ika KPaCHO-OPAaHXEBOro 1BeTa, peakius (2) [6]. Ocamok KpacHOTo 1BETa CYIIUIH
B DKCUKATOPE HA/I OKCHJIOM KaJIbIIHSL.
Ce3* + Ho0, + 2H" = Ce** + 2H,0 (1)

Ce** + xH202 + 2xOH™ = CeO2(00)x + xH20 2

CocraB ocajka u3y4yaau Merojnamu peHtreHodaszoBoro ananmuza (POA), KP cnexkrpockonuu
Tr'A. dudpakunonnsie crnektpbl monydanun Ha mpubope Rigaku Miniflex 600 (Smonus) c
ucrounnkom CuK, (A = 1,5418 A) u monoxpomatopom. JluppakTorpaMmy CKaHHPOBAIH CO
CKOPOCTBIO 3amucu 2 rpag/MuH B auamnazoHe 20 ot 5° mo 90°. CnekTpbl KOMOMHAIIMOHHOTO
paccestHus1 00pa31oB ObLIN MOIY4eHbI ¢ nomotisio cnekrpodoromerpa Nicolet NXR 9650 (CILIA)
B guanasone or 100 o 3600 cml. TCA mpoBOAMIH, MCHOJB3YS CHHXPOHHBIH TepMHYECKHil
anammsarop NETZSCH STA 449F1, B nuana3zone temmeparyp ot 25 °C mo 700 °C, co cKopocThio

HarpeBa 5 °/muH, B atMocdepe aprona, marepuain turis — Al2Oz.
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PesyabTaTsl

[Ipu uzydyenun KP-cnekTpoB 00pa3loB ¢ MUHUMAIbHBIM U MaKCUMAaJIbHBIM KOJMYECTBOM
MEPOKCH/Ia BOJIOPO/Ia, ObIII0 0OHAPY)KEHO, YTO C YBEIMUCHHEM KOHIICHTPALUU TIEPEKUCH BOJOPOA,
IIpU CUHTE3e, He POpPMHUpYETCS TETPa’dAPUUYECKOE OKPYKEHHE aToMa Lepusi aToMaMHu KHCIOpOJa,
XapakTepHOe JUI KPHUCTAUIMUECKOW pemeTku (mooputa. Ecam B mepBom citydae, mpu
cootHorrenuu nepust (1) x mepokcuay Bomopoaa OIUH K OJHOMY MPUCYTCTBYET KoyieOaTeabHast
mona Fog ipu 475 emt (puc. 1), xapakTtepusyromas kpucrammueckyio pemérky CeOz [7], To B
oOpasiax, nonydeHHbIx mpu cooTHomeHun nepus(lll) k mepokcumy BoAOpoaa OMUMH K YETHIPEM,
mozna Fzg BoBce orcyrctByer. Ho mpu »ToM Habmomaercs muk B obmactu 830 cMm~l, koropsrii
XapakTepu3yeT KojeOaHue CBA3H KUCIOPOA-KUCIOPO/I.

12,00 1 ,
-1 Ce *i 4 H202

10,00 A —1Ce** :1H,0,
8,00 -
6,00 -

4,00 A

[IponyckaHnue, OTH

2,00 A

A
=Ry
oy
'

0,00 T T T T T — . . . T T T —
100 300 500 700 900 1100 1300 1500
BoJuiHoBoOe 4yncio, cM-1
Puc. 1. Pomanosckuii cnekmp blCyueHHbIX 00pa3yo8

Uccnemyst oOpa3isl MeToaMu peHTIeHO(a30BOT0 aHAM3a, OBUIO 0OHAPYKEHO, YTO 00pasell,
MOJIYYEHHBI B COOTHOIICHWH mepekucu Bomopoaa Kk comum uepusa(lll) omxun k omHOMY,
xapakrepusyercsi Gazoi ¢uroopura. Ho mpu 3ToM nMeeT HU3KYIO CTENeHb KPUCTAJUIMYHOCTH, YTO
XOpOLIO 3aMETHO M3 MHTeHcHBHOCTeH. OOpaser, moiydeHHbIl ¢ cootHomenuem wmepust (I1) x
nepokcuay Bojgopona 1 k 4, ucxost u3 AuppakTorpaMMsl (pUc. 2) SIBISETCS PEHTTCHOAMOP(HBIM.
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Puc. 2. Penmeenocpammul 8blCYyUEHHBIX 00paA3y08

PesynpTaTthl TepMHUYecKOro aHanm3a (PUCYHOK 3) YKa3bIBAIOT Ha HE3HAYMTEIHHYIO TOTEPIO
Maccel obOpasma (13,99 wmacc. %) B wunTepBane Temneparyp 20-500 °C. Ha tepmorpamme
HaOmromaeTcst oauH sHIoTepmudeckuit 3¢gdekr go 100 °C. BepositHee Bcero 31oT 3P ekt
XapakTepU3yeT yAAICHUE KpUCTAUIM3alMOHHOW Boabl. OtcyrcrBue Ha T[T kpuBOMl TEmiIoBBIX
a¢dexroB Boie 100 °C, BO3MOXKHO, CBA3aHO C HAJIOKEHUEM HECKOJBKUX TpolieccoB [8, 9] apyr Ha
Jpyra, KOTopble MpH ckopocTH HarpeBa 10 °/MuH He paszmenwiuch. TeopeTHueckoe 3HaYEHHE
MOJIIPHOM Maccoil BBICYIIEHHOro oOpa3sla, coryiiacHo usMeHeHHto TI KpuBOii, cocTaBisieT —
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Puc. 3. Tepmozpamma pasnosxcenus obpasya Ce**: 4H,0;

3akir0oueHune

N3 Beimeckazannoro cieayer, uro u3 0,001 M pactBopa nutpara uepus (lll1) u pactBopa
TepoKCcHIa Boaopoaa B MonbHoM cootHomennn Ce®': HoO, = 1:1 u 1:4 npu pH = 8 obpasyercs
CMECh  BEmEeCTB. B  cocraBe cMecH TPUCYTCTBYIOT  aMOp(dHBIE  THAPATHPOBAHHBIC
nepokcocoenunenue epust (IV) u oxcun uepus (IV). C yBenudeHueMm cojepikaHus MEPOKCHIA
BOJI0poAa aMOp(HOCTH 00pa3IOB BO3pacTaeT.
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Kosiopumerpuueckoe onpenenenne 3purpo3una (E127) B numeBbIX NPOAYKTaX
MeTO00M TBepA0(a3HOM IKCTPAKINH B NOJTUMETAKPHIATHYI0O MATPHLLY
K.A. ITonoBa
Hayunslii pykoBoautens: npodeccop, A.X.H. H.A. 'aBpuneHko
HaunoHaneHbIM UcciienoBaTeabCKuii TOMCKUI TOCY1TapCTBEHHBIN YHUBEPCUTET,
Poccus, r. Tomck, nip. Jlenuna, 36, 634050
E-mail: kristofer.04@mail.ru

Colorimetric determination of erythrosine (E127) in food products
by solid-phase extraction into polymethacrylate matrix
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Abstract. In the present study, we performed solid phase extraction of erythrosine (E127) using
a polymethacrylate matrix for its determination. Solid phase extraction of dye E127 into
a polymethacrylate matrix is monitored spectrophotometrically by measuring the change in
absorbance of polymer matrix at 526 nm. The method can be used to the preconcentration and
determination of erythrosine in food products.

Key words: Solid phase extraction, erythrosine, UV-Vis spectrophotometer, polymethacrylate
matrix, food colorant.

Beenenue

CuHTeTHYECKME OpPraHUYECKHE KpPacUTEIM SBIAIOTCS HEOThEMJIEMOW 4YacTblO IHIIEBON
MIPOMBIIUIEHHOCTH W HCHOJB3YIOTCA JJs NpUIAHMsI I[BETa MPOJIYKTaM IMTaHUS, HANUTKaM H
ciagoctsiM. Co BpeMeHEM 3ajada 3aMEHbl HaTypalbHBIX KpacUTENEd Ha CUHTETUYECKHE
aJIbTepHATHBBI CTAHOBUTCS BCE O0JIee aKTyalIbHOW. DTO CBSI3aHO C TEM, UTO HaTypalbHbIE KPACUTEIH, B
OTJIMYHE OT CHHTETHYECKUX, YacTO TMOABEP)KEHbI HECTAOMJIBHOCTH M JIETKO pa3pyIIAIOTCS IpU
HEeOJaronpusATHBIX YCIOBUSAX XpaHEHWUsS WJIM BO3JEHCTBUM COJIHEYHOTO cBeTa. TakuMm o0pasom,
UCIOJIb30BAHNE CUHTETUYECKUX OPraHMYECKUX KPacUTENEH CUMTAETCS HAJECKHBIM U DKOHOMHYHBIM
CHOCOOOM OKpaIIMBAHUS MHUILEBBIX MPOTYKTOB.

Opwurposun (E127) npencrasnsier coboit BOIOpacTBOPUMBINA CUHTETUYECKUH THIIEBONW KpacuTelb,
OTHOCSIILIMICS K TpYIe KCAaHTEHOBBIX Kpacurenel. lcnonp3oBaHue 3pUTpO3MHA pacHpOCTPAaHEHO B
NHIIEBOM, METMIIMHCKOM, KOCMETUUYECKOM 00J1acTsIX Oraroapsi Xopolen Kpacsien ciocoOHOCTH U HU3KOM
rene. OJHaKo, 3TOT KpacuTellb MOXKET BbI3bIBATh PasiIMUHBIE MTPOOJIEMBI CO 3/I0pOBbEMIO. [1J1s1 KOHTPOIIS
COJIEpYKaHUS JAaHHOM JT0OaBKU HEOOXOIMMBI TOUHBIE M KCIIPECCHBIE METOMKH ONPEIETICHHUSL.

Jlis  ompeneneHuss colep)KaHUs  KpacuTeled B NPOAYKTaX YacTO  HCIHOJb3YyeTcs
CHEKTPO(OTOMETpHUS U KOJOPUMETPHsI, TaK KaK SBIAIOTCA HauOosiee MPOCTHIMU U JOCTYIHBIMHU
Merogamu. B cmektpodoromerpuu, Kak U B JIOOOM JIPYroM METOJIe, BAXKHOW CTaJWed aHaM3a
SBJIAETCS BBIIEICHUE KpacuTeNls W3 NUINEBOM MaTpuupl. llepcreKTHBHBIM METOAOM SBISETCS
TBepAo(da3Hast CHeKTPO(HOTOMETpPHSI, TO3BOJISAIOIAS COUETAaTh TBEPAO(DA3HYIO SIKCTPAKIIHUIO U PSAMOE
M3MEpEeHUE CBETOIOTIIONICHUS HETIOCPEACTBEHHO B TBEpAOH (pa3e dIKCTpareHra.

B nannoit pabote B kauecTBe TBEPAO(}A3HOTO IKCTpareHTa ISl CIIEKTPO(HOTOMETPUUECKOTO
OTIpeJIeJIeHUs MUIIEBBIX KpacuTellel B aHAIM3UPYEMBIX 00BEKTax MpeiiokKeHa MoIUMeTaKpuIaTHas
IJIaCTHHA, KOTOpast 6oJiee mpocTa B 00pallieH!H, a OJHOPOIHOCTD €€ Cpeibl 00ECIIeUNBAET BHICOKYIO
BOCIIPOM3BOJUMOCTb U3MEPEHUM ONTHYECKOIO CUTHAJIA.
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JKCNEePUMEHTAIbHAN YaCTh

[Momumerunmerakpunarayto matpuily (IIMM) TOTOBMIM paaviKadbHOW MOJUMEpHU3aIueit
MOHOMEpa METUIIMETAKPHIIOBOM KUCIOTHI B BUJIE MPo3pavyHoil miactunsl npu 60 °C B TeueHue 4 .
B kauectBe mnactudukaropa ucnonb3zoBaid 4 %-Hyro ao06aBky nomudTwieHriaukons 1900 400.
W3 nmomydenHoro Onoka BeIpe3ayin IutacTuHbl pazmepoMm 4,0x4,0 mwm, TommmaON 0,604+0,04 MM
u maccoit ~0,01 r [1].

Hcxonnblii pactBop sputTpo3uHa koHueHtpamuu 1,0 r/m roroBunu pactBopenuem 0,05 r
numeBor ao6aBku E127 B 50 M IUCTUIIMPOBAHHOW BOABI M YCTAHABIMBAIM KOHIICHTPAIUIO
KpacuTells B pacTBOpPE MO MOJSIpHOMY Kod(hduineHTy norioiieHus. Paboune pacTBOpbI TOTOBHIN
0 Mepe He0OXOJMMOCTH MTyTeM pa30aBJIeHHUs UCXOJHOTO pacTBOpa Kpacutens B nponopuuu 1:10 B
10 mut MmepHoOi#t konbe. J{iist n3ydeHus BIUSHAS KUCJIOTHOCTH PAacTBOPA Ha SKCTPAKIIUIO YPUTPO3UHA B
MoJIMMETaKpuiIaTHy0 MaTtpuiry ucnosibzoBanu HCl u NaOH.

N3mepenue abcopOiuu npooawmm Ha crektpodoromerpe UV-1800 (Shimadzu, SAmonus).
PactBopBI, copepikaniue mMaTpuily, NepeMeIInBaIA ¢ TTOMOIIBI0 MyibTUpoTaTtopa MultiBioRS-24
(Biosan, JlatBust) mpu ckopoctu 50 06/MUH.

[Ipouecc TBepmodazHoil skcTpakuuu sputTpo3uHa E127 B monuMerakpuiaTHYI0 MaTpUIly
(IIMM) npencrasiieH Ha puc. 1.

MMM

MynbTu-potatop nMm KioBeTa CnektpodoTomeTp
Multi Bio RS-24 + "Shimadzu UV-1800"
/ (15-30 MUH) Kpacutens
E127

Puc. 1. IIpoyecc meepoogasnou sxempaxyuu spumposuna (E127) 6 norumemaxpunammuyio mampuyy (IIMM)

Pe3yabTaTsl

OpauM 13 HaumOoliee BaKHBIX (DAKTOPOB, BIUSIONIMX Ha copOuuio kpacuteneir B [IMM,
SIBJISIETCSL KUCJIIOTHOCTH cpenbl. B 3aBucumoctu oT pH cpeapl paziuyHble KPacUTEIH MOTYT
CYLIECTBOBaTh B pPacTBOpEe B HECKOJbKUX ¢opmax. DoOpMbI CYIIECTBOBAHUS JSPUTPO3UHA B
3aBUCUMOCTH OT pH cpenbl 1 KOHCTAHTHI TUCCOIMAIIMY TIPEICTABIICHBI HA pUcyHKe 2 [2].

Puc. 2. Cxema pasnosecus uonnwix ¢oopm spumpo3suna (E127)

Ha pucynke 3 mnpencraBiieHbl CHEKTPhHl IIOTJVIOIMIEHUS JPUTPO3MHA B pacTBOpPE U
MIOJIMMETAKPUIIATHOW MATpHULE IOCIE €r0 3KCTPAKLHUHU M3 PACTBOPOB C PA3HOM KUCIOTHOCTBIO.
Kak BuaHO, TBepaodasHas 3KCTpaklMs KpacuTeNsl B MOJMMETAKpUIATHYI0 MAaTpUIly NMPOXOJUT B
IIUPOKOM Juarnas3one pH.
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A A
1.2 - 0,14 -
6
1’0 i 3 a 0,12 T 3
0,10 -
0,8 -
0,08 -
0,6 -
0,06 - 2
0.4 1 0,04 -
0,2 - 0,02 - 1
0,0 — T T 1 )\., HM O’OO ! ! ' )\’l HM

Puc. 3. Cnexmpbl noznowenus s3pumposuna 6 600HOM pacmeope (a) u 6 nonumemaxpuramuou mampuye (6) nocie e2o
meepOopasHOLl IKCMPAKYUU U3 PACMBOPOS ¢ Pa3HbiM 3Hauenuem pH: 1- kucnas cpeda; 2 — nelimpanvhas cpeoa,
3 — wenounas cpeda

B Tabnurie npencrasieHsl gaHHbie 110 3G (HEKTHBHOCTH TBEPIO(a3HOM IKCTPAKIIMU IPUTPO3UHA
MOJIUMETAKPUIIATHON MATPUIICH U3 PacTBOPA KPACcUTENsl KOHIIEHTpaIuu 7,8 Mr/1 B TedeHne 30 MUHYT
B BUJIE KOJIMUECTBA, U3BJICUEHHOTO Kpacutens (a, Mr/r) u no kodadgduumenty konnenrpuponanus (K),
KOTOPBIN PaCCUUTHIBAIN TI0 COOTHOIIICHUIO KPACUTENISI B MATPHUIIC M B PACTBOPE.

Tabnuya 1
DKCmpaxyuonnvle XapaKkmepucmuKy U361e4eHus SPUmpo3und NOIUMEMaKPUIAMHOU Mmampuyet
pH cpensr dopma KpacuTens a, MI/T K
Kucas HsL* 3,5 650
HelTpanpHas H.L, HL- 0,7 130
HIeIoYHast Lz 0,2 40
3akirouenue
Taxum O6p330M, MBI IMPOACMOHCTPHUPOBAIN BO3MOXKHOCTH HCITOJIb30BaHUsI

nonuMerakpuinatHot  matpuubl  (IIMM) B kadectBe TBepAo(da3sHOro HJKCTpareHTa AJs
CHEKTPO(POTOMETPUYECKOTO  OINpENEeNeHUsl CHHTETUYEeCKOro mnuieBoro kpacutens E127.
[IpennaraeMelii MeTOI OTIMYAETCA MPOCTOTOM, OBICTPOTON M TpeOyeT MMHUMAJIBLHOTO KOJMYECTBA
peareHToB 1 00pa3loB AJIs aHAJIH3a.
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Huxmmsamus 2-[(2,6-auxnopdennsi)-aMuHo| peHnIyKCyCHONH KHCJIOTHI
MO/ 1eHCTBUEM N-TOJLYO0JICYJIb(POKHCIOTHI
10 /1. PasrynsieBa, A.B. 3aiinieB
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Cyclization of 2-[(2,6-dichlorophenyl)-amino]phenylacetic acid
under the action of p-toluene sulfonic acid
Y.D. Razqulyaeva, A.V. Zaytsev
Scientific Supervisor: Prof., Dr. A.A. Bakibaev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: yuliya-razgulyaeva@rambler.ru

Abstract. The cyclisation of 2-[(2,6-dichlorophenyl)-amino]phenylacetic acid (diclofenac) under the
action of p-toluenesulfonic acid has been studied in this work. The identification of the obtained
cyclisation product was carried out using IR and NMR spectroscopy data and comparison with the
authentic sample. The results of this study can be used to study the processes of diclofenac
metabolism. The proposed method can find application in organic synthesis for the synthesis of new
biologically active azaheterocycles.

Key words: diclofenac sodium, nonsteroidal anti-inflammatory drugs, cyclization, catalyst.

BBenenne

Hecrepouanpie npotuBoBocnianmtenbable npenapatel (HIIBII) sBistorcs Hambosiee 9acto
IIPUMEHSIEMBIMU B PEaJIbHOW KIMHUYECKOM IIPAKTUKE JIEKAPCTBEHHBIMHU CPEICTBAMU. 3a MOCIEIHEE
Bpems obnacth kinHudeckoro npumenenust HIIBII HeykioHHO yBennunBanack, 1 Ha CErOAHSIIHUAN
JIeHb 3TO HanboJjee MMPOKO UCTIONb3yeMas B MEIMLIMHE IPYIINa JIEKApCTBEHHBIX Mpenapatos [1, 2].

PacnipocTpaHeHHOCTh M 4acTOTa NPUMEHEHHUs STOW TIpyNIbl MpernapaToB 00yCIOBIEHA
pazHoOOpasueM HMX  TepameBTHUeCKuX H(PQeKkToB: oHM  00nagaroT  00€300IMBAIOLINM,
JKApOIOHMKAOIINUM, INPOTUBOBOCHAINTENBHBIM JeicTtBueM. Mcnonb3oBanue HIIBII sBistercs
HEOTHEMJIEMOM 4YacThl0 pabOThl TEpameBTOB, PEBMATOJOIOB, HEBPOJIOIOB, AaHECTE3UOJIOTOB,
XUPYpProB, TPaBMaTOJIOIOB, THHEKOJIOTOB U MIPEICTaBUTENEH APYTUX METUIIMHCKUX CHEIHaIbHOCTEH
[3]. Onnako, kak u Bce jekapcta, HIIBII nmeror cBou nobounsie 3ppeKThl 1 MpOTUBONOKA3aHUS,
MI03TOMY HEO0XO0IUMO COOJII0IaTh OCTOPOKHOCTH NPU UX IPUMEHEHUU [4].

JlukiiodeHak sBISETCSI XOPOLIO HM3YYEHHBIM JIEKApCTBEHHBIM BEILECTBOM, OTHOCSIIMMCS K
rpynne HIIBC. Ha ¢apmaneBTuueckoM pbIHKE IIMPOKO IpHUMEHsieTcs HaTpueBas (opma —
IUKIO(GEHaK HATpHsl, KOTOpas BXOJIUT B pasziIMUHbIE JEKapCTBEHHbIE (opMbl (TabJeTKH, apaxe,
KarcyJibl, pacTBOp JUIsl UHBEKLUH, CYNIO3UTOPUM PEKTAJIbHbIE, T'ellb, Ma3b, IVIa3HbIE KaIUIM) JJIs
Hapy»HOI'0, MECTHOTO ¥ CHCTEMHOT'O IPUMEHEHMSI 10T MHOIOYMCIIEHHBIMUA TOPTOBBIMH Ha3BaHUSIMU
(Bonbrapen, Oprtoden, Haxnoden, uxmak, [uknoOene, Jukinopan, JuxioreH, YHUKIO(]EH,
Okodenak, berapernp) [4].

Juknodenak O6bu1 cuHTe3upoBaH B 1966 roxy. TexHonoruueckas cxemMa CHHTE3a BKJIIOYAET
nonydenue 1-(2,6-muxiaopdeHns) HHIOIMH-2-OHa («HMHAOJMHOHA»). DTO COCAMHEHHUE TaKXKe
SBIIAETCS OMOJOTMYECKH AaKTHUBHBIM W MOXET o001aJaTh HHTEPEeCHBIMU (hapMalieBTHYECKUMHU
CBOWCTBaAMM,  TaKMMHU  KaKk  [POTHBOBOCHAJMUTEIbHBIE,  MPOTUBOOAKTEpHUATbHBIE WU
npotuBoomnyxonesble ApdexTel. Luknmzanus npoBOAUTCS peakiueil BHYTPUMOJIEKYISIPHOTO
AIKUJIMPOBAHUS B OPTO-TIOJIOKEHHE HE3aMEIIEHHOI0 OEH30JIbHOTO KOJblla, KaTallu3upyeMoi
0€3BOIHBIM XJIOPUCTHIM ATFOMHHUEM [5].
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Lenpto  HacTtosmed  pa®OTBl  SABJISETCS  M3YyYCHHE  HOBBIX  YCIOBHHM  TOJIy4eHUs
1-(2,6-muxmopheHmT) HHAOIUH-2-0Ha O ACHCTBUEM 71-TOIYOJICYIb(HOKUCIOTHI.

JKCNepUMEHTAIbHASA YaCTh

B kayecTBe MCXOMHOTO CHIPBS MCIIOJIB30BAIM KOMMEPUECKUN MPOIYKT AUKIO(PEHAK HATpus,
[IPEACTaBISIONINN CO00i HATpHUEBYIO Cob 2-[(2,6-muxaopdennt)-aMrHO | peHUITYKCYCHOM KHCIOTHI.
Jlns Beinenenus 2-[(2,6-muxmnopdeHnn)-aMruHO | peHMITYKCYCHOW KHCIOTHI B HACHIIICHHBIH PacTBOP B
JUCTWJUIMPOBAHHOW BOJIE MpHU IMEpeMElIMBaHUU MO KaruisiM mnpubasimsuin 1 M pactBop constHON
kucnotel (Pucynok 1). BemaBmwmii ocajiok OTQHIBTPOBANIHU, 3aT€M BBICYIIWIA TOJ BaKyyMOM.
[Momyuannu 46,5 1 (93 %). Re(uxnodenar)= 0,54 (3m0enT CeHe : CH2Cl2 : CH3OH = 5:5:1). Temnepatypa
wiaBnenus 156,2 °C (nmureparypHoe 3Hauenue: 156-158 °C [5]).

Cl
HCI
B —
NH - NaCl
Cl ONa

Puc. 1. Cxema nonyuenus 2-[(2,6-ouxropghenun)-amuno] penunyxcycnoii kuciomoi (Ouknogenaxa)

1-(2,6-auxstoppeHmI) MHI0IUH-2-0H (MHIO0JUHOH) MOJTY4alld BHYTPUMOJICKYJISIPHOM peakiueit
2-[(2,6-nuxnopdenun)-aMiuHO | PEHUIYKCYCHONH — KHCIOTH  (quKiIo(eHaKa) ¢ HCIOJIb30BAHUEM
MoHorHapaTa n-toiyolscyinbdokucnorel (TSOH) B kauectBe karammzatopa 10 % (Moi.) mpu
HarpeBaHuu B TedeHUH 2 4yacoB (PucyHOK 2), KOHTpOJIb peakuuu npoBoauiu ¢ nomompio TCX B
cucteme CgHe : CH2Cl> : CH3OH = 5:5:1 mo ucue3HoBenuto mstHa oprodena. [locie 3toro
pacTBOpUTEIb YIAPWIM U MOIydWIn Oenoe TBepaoe BeuiecTBO (BbIX0X 88 %). Rfummommona) = 0,67.
Temneparypa mnasnenus: 121 °C (uteparyproe 3nauenue: 122—-123 °C [6]).

cl , 5 Cl
0
NH TSOH XA
& oy  tloo°c.zh Y 7 13
/ 8 12
0
o 11
10

Puc. 2. Cxema cunmesa 1-(2,6-ouxnopgenun)undonrun-2-ona (unoorunona)

HK-cniekTpockonuieckoe UCcCiieIOBaHUE UCXOAHOTO OpToeHa M MHAOJUHOHA BHITIOJHEHO Ha
HK-cniekrpometpe Nicolet 6700, Thermo Fisher Scientific. UccrienoBanust 00pa3ioB mpoBOIMINCH
METOJIOM HAapyIIEHHOTO TIOTHOTO BHYTPEHHETO OTPaXKeHNs B 06macTy crektpa ot 400 10 4000 cvmt
¢ paspemmenuem 4 cm L.

Crnektpsl SIMP Bemiects peructpuposaiu Ha SIMP-cnektpomerpe Bruker Avance 400 111 HD
B pactBope CDCl3 npu Temmneparype 25 °C, pabouas yactora Ha siapax Bojgopona — 400 MI'u, Ha

sapax yraepoaa — 100 MI .
Pe3yabTaThl

ITo pesynbratam UK- u SIMP-ciekTpockonuu MCXOAHBIA AMKIOPEHAK U UHJIOIMHOH UMEIOT
clIeyIollre CeKTpaibHble XapakrepucTuku (Tabnuua 1).
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Tabauya 1
Cnexmpanvhvle Xapakmepucmuku OUKIoQenaxa u uHOOIUHOHA
CrnekTpaibHble 2-[(2,6-nuxnopdenin)- 1-(2,6-quxnopbeHun) HHAOIHH-2-0Ha
XapaKTepUCTUKU aMHHO |(peHUITyKCyCHasl KHCJIOTa (MHIOJTMHOHA)
(muxtoeHak)
UK cnextp (KBr, 3323 (O-H); 2986-2864 (C-H ¢denunbaOrO 3304 (N-H, O-H), 2980 (CH2, CH), 2900-
v, M) koubita, CHp-); 2500 (COO-H), 1731 (C=0:
1577 (C=0) MUPPONUANHOBEIN (PparmenT), 1687 (C—N),
1577 (C=0: puknodeHax)
'H SIMP (400 7,54-7,52 (0, 2H); 7,25 (c, 1H); 7,21 (an, 1H); | 7,44 (n, 2H); 7,32 (n, 1H); 7,28 (T, 1H); 7,14
MTI', CDCls, 9, 7,21-7,17 (1, 1H); 7,07 (1, 1H); 6,88-6,85 (T, (t, 1H); 7,03 (T, 1H); 6,34 (1, 1H); 3,73 (c,
M.1.) 1H); 6,29 (nn, 1H); 3,71 (c, 2H). 2H).
13C IMP (101 173,86 (C-14); 143,13 (C-7); 137,57 (C-4); 173,86 (C-14); 143,27 (C-7); 135,50 (C-4);
MrIu, CDCR, 5, | 131,38 (C-12); 130,52 (C-11); 129,66 (C-2,6); | 130,84 (C-3,5); 130,39 (C-1); 129,06 (C-2,6);
M.1.) 128,00 (C-3,5); 126,06 (C-9); 124,35 (C-1); 127,96 (C-9); 124,84 (C-12); 124,32 (C-11);
121,23 (C-10); 116,41 (C-8); 38,21 (C-13) 123,14 (C-10); 109,20 (C-8); 35,77 (C-13).

Hamu ycTaHoBneHO, 4TO pe3ylbTaTOM PEaKIMH SBISETCS BHYTPUMOJCKYIApHAs HUKIN3AINS
nukiodeHaka ¢ oopazoBanueM 1-(2,6-auxnopdennn)unnonun-2-ona. B MK-criekrpe npossistorcst
BaJICHTHBIC KOJICOAHMs XapaKTepHbIE Ji1 KapOOHUIBHON TPYIIBI MUPPOIUIANHOBOTO (pparMeHTta B
obmactu 1731 em L. BC IMP CHEKTp JIaHHOT'O COEIMHEHUSI COBIIAJIAET C UMEIOIIMMUCS B JINTEPAType
nansbiME [6], a B 'H SIMP-cniekTpe OTCYTCTBYeT yIIMpPEHHbIH CHHITIET B Auanasone 10,0-6,5 m.1.,
xapakrepHsli 11 NH-rpynnel

3aki0ueHne

B pesymprare paboThl HcclenoBaHAa IMKIM3anMsA  AUKIOo(eHaka MoJ  JIeHCTBUEM
N-TOIYOJICYTb(OKHUCIOTH U OOHAPYXKEHO, YTO PEaAKUUs HPOUCXOTUT APPEKTHUBHO, (POpMHUPYS
MPOJYKT C BEICOKUM BBIX0I0M. METOT MOKET OBITh MOJIE3EH ISl CHHTE3a HIUKINYECKUX COCTMHEHHH
Ha ocHoBe nukiodenaka. [lomydennbpie naHHbIe OYAYT TOJE3HBI IS JAIBHEHIINX HCCICTOBAHUN B
00JIacTH OPraHMYEeCKOro CHHTE3a, (apMaleBTHKA U MEIULUHBI, © MOTYT IPUBECTH K IOSIBICHUIO
HOBBIX MIPETIAPATOB C YHUKAJIHHBIMH CBOMCTBAMHU.
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HccnenoBanue CBOMCTB TBEPAbIX PACTBOPOB HA OCHOBE AJJIOMUHATOB UTTPUS
U TaJI0JIMHUSA CO CTPYKTYPOii NEPOBCKUTA
J.E. PazymoBa
Hayunblii pykoBOauTENb: T0LEHT, K.X.H. JI.H. Mumenuna
HannoHaneHbI ucciieqoBaTenbCKU TOMCKHM IOCYJapCTBEHHBIN YHUBEPCUTET,
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Study of the properties of solid solutions based on yttrium
and gadolinium aluminates with a perovskite structure
Y.E. Razumova
Scientific Supervisor: Ass. Prof., PhD. L.N. Mishenina
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: razumova.yaroslava@gmail.com

Abstract. The work herein employed a nitrate-citrate sol-gel method at a temperature of 1000 °C and
calcination time for 3 hours for obtaining solid solutions based on yttrium and gadolinium aluminates
with perovskite structure. The phase formation was investigated by X-ray phase analysis, it was found
that when gadolinium orthoaluminate was obtained, single-phase GdAIO3z with perovskite structure
was formed, and when yttrium orthoaluminate was obtained, a two-phase system consisting of
Y4Al209 and Y3AlsO12 was formed. Solid solutions under these conditions are formed only at the ratio
of Gd3*:Y3* = 75:25, at other ratios of reagents multiphase systems are formed.

Key words: perovskite, gadolinium orthoaluminate, yttrium orthaaluminate.

Beenenne

B Hacrosiiee Bpems 0OJIbIION MHTEpEC MPEACTAaBISET IOJyYEHHUE TBEPABIX PACTBOPOB, TAK
KaK d3TO MOXXHO HCIOJNB30BATh IS ONTHMH3AIWK (YHKIIMOHAIBHBIX CBOMCTB pa3iIMYHBIX
XMMHUYECKHX COCIMHEHHHA. BaXHOH XapaKTEepHCTHKON MEPOBCKUTOB SIBISIETCS UX CIIOCOOHOCTH K
U30MOPGHBIM  3aMEHICHUSAM. Paauychl WTTpHS € TAJOJUHHS CXOXH, MOITOMY OHH MOTYT
00pa3oBBIBaTh TBEPbIC PACTBOPHL. B nmaHHOW paboTe M3ydeHbl M30MOpP(HBIC PSIBI aJIOMHHATOB
UTTPHS U TAJIOJTHHUSI.

OpTOaItOMUHATHI TaIOJTHHUS U UTTPHS UMEIOT UCKAKCHHYIO CTPYKTYpPY nepoBckuTa. OIHOM
U3 TPUYUAH UCKAKCHHUS SBJISCTCS T€OMETPUYECKUI (aKTop, M U OIICHKH CTENCHH WCKAKCHUS
UCTIONIB3YIOT (haKTOp TOJIEPAHTHOCTH MpeUIoKeHHbIH ["ompammvuarom [1], KoTopslid BeIYHCIAETCS
o ¢opmyre:

_ _(ratry)
(rp+rx)V2’

r7ie A — paanyc KaTHoHa A, I's — paanyc kaThuoHa B, rx — paanyc annona X.

CTpyKTYypy MEpOBCKHTa MOXHO oxuaath B mpeaenax t = 0,99-0,77 [2]. das GdAIOs u
YAIO3 akTop TonepaHTHOCTH:

t __an+iy o

(©aA0) = 057 +1,32) V2
(1.06 + 1,32)

t(YAlO3) == 0,89

(0,57 +1,32) -2
HOBTOMy AJIFOMHUHATHI TaJOJINHUA U I/ITTpI/I}I MOI‘YT CyH_ICCTBOBaTL B CTpYKType HepOBCKI/ITa.
JI1s1 IEpOBCKUTHBIX CTPYKTYP XapaKTepHO siBJIeHHE u3oMopdu3zma. OCHOBHBIM YCIOBHEM

SABJIACTCA 6J'II/ISOCTI> paSMepOB 3aMCIIA0IIINX IprF I[pyra HNOHOB. B. M. FOJ'IBI[I_LIMI/II[TOM Ha

OCHOBAHUM BMHI/IpI/ILIeCKI/Ix JAaHHBIX 6LIJ'IO HOHy‘IGHO, qToO I/I30M0p(1)HBIe 3aMCUICHUA HpOTeKaIOT
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JIETKO, €CII pa3InyMsl B pajnycax MOHOB He mpeBbimaeT 15 % ot menbiiero u3 Hux [3)]. Paanycer
G m Y3 r (Y3*) =1,06 A r (Gd®*) = 1,11 A [4]. Pasnuna cocrasmuser 4,5 %, UTO He TPEBHIIIAET
15 %, npu >tom uousl Y3 u Gd** cxoxu mo xuMmudeckoit IpHpojie, 3TO CBUIETENLCTBYET O TOM,
YTO aTOMbI MOTYT U30MOP(HO 3aMellaTh IpYyT Apyra.

Lenp pmaHHOW paOOTHI 3aKIIOYaeTCsl B HCCIEAOBAHUM MPOIECCOB  (OPMHPOBAHUS
KPUCTAJUINYECKOM CTPYKTYpBI TBEP/bIX PACTBOPOB HA OCHOBE QJIFOMUHATOB UTTPUS U TAI0IMHUSA CO
CTPYKTYpPOU MEPOBCKUTA.

JKCNePpUMEHTAIbHAS YaCTh

Amromunatel coctaBa GdAIO3, (Gdo,75Y0,25)Al03, (GdosY0,5)AlO3, (Gdo2sY0,75)Al03, YAIO3
MOJIy4ady HHUTPAT-IUTPATHBIM 30JIb-T€lIb METOJOM. B KauecTBe WCXOAHBIX KOMIIOHCHTOB
UCIOJIb30BaIM HOHaruapar Hurpara amoMuHus (Al(NOz)3-9H20), HUTpaThl TagodHHHS U HTTPUS
(Gd(NO3)3-6H20, Y(NO3)3:6H20), wmonoruapar aumonHoir kuciaotel (Hs4Cit-H20) wm
JTUCTUJUTMPOBAHHYIO BOLY. CootHomieHue UCXOHBIX peareHToB COOTBETCTBYET
CTEXHMOMETPUUYECKOMY COCTaBY MPOIYKTA.

Hutpatbl amoMuHUS, TaIOJNMHUA, UTTPUS U JIMMOHHYIO KHCIOTY IO OTAEIbHOCTU
pacTBOPWIM B MHHHMAIBHOM KOJHYECTBE IUCTHUIUIMPOBAHHON BOJBI, CMEIIAIH ITOJYYCHHBIC
pacTtBopel, U 1,5 yaca mepeMemIMBaiM Ha MAarHUTHOM MelIajke. 3aTeéM pacTBOpP BhHIMApUIIM Ha
MeCYaHol O0aHe, M OTOXKIIIM MOJydeHHBINH MpeKypcop B MmydensHoi neun npu 1000 °C 3 vaca.

Pe3yabTaTsl

Pentrenoda3oBelii aHanmu3, ¢ yTOYHEHHEM IO NOJIHONpPOGHILHOMY MeTony Pursenpaa,
MOKa3aJl, YTO MPU TOJTYYCHUH OPTOATIOMHUHATA TaAoiIuHUsA oOpaszyercs omHodaszubii GAdAIO3 co
CTPYKTYpO#l mnepoBckuTa. TBepiable pacTBOpbl B JAHHBIX YCIOBHSX OOpPa3ylOTCsl TOJIBKO IpU
cootnomernnn Gd**:Y® = 75:25, npum OpyrEX COOTHOIIEHHS PpEAareHToB (HOPMUPYIOTCS
MHorodasusie cucreMsl (puc. 1).

1000°C_3 yaca

Gdy 75Y0.25A10;
, St

\

| | A A
A NN e A N AN~

GdAIOg \

3 (reop.)

GdAIO.

T T T T
20 40 60 80
26, (°)

Puc. 1. Penmeenocpammul nonyuennsix oopaszyos

Ha oOpa3oBaHnue TBepAOro pacTBOpa YKa3blBaeT TO, YTO MapaMETPhl SUYCHKH aTFOMHHATA
UTTPHUA-TAIOJIMHAS UMEIOT MPOMEKYTOUYHbIC 3HAYCHUS B CPaBHEHHWU CO 3HAYCHUSIMH MapaMeTpOB
PELICTKHA YHCTHIX ATOMHHATOB TAJO0JNUHKUS W UTTpUs (Tabmuma 1), 9TO MPUBOAMT K CMEIICHHIO
nu(paKIMOHHOW KapTUHBI B CTOPOHY MEHBINUX YTJIOB. M300pakeHHE CTPYKTYp, MOKa3bIBaeT
HAJIMYUE OJIMHAKOBBIX IMPOCTPAHCTBEHHBIX TPyl B coenuHeHusx (puc. 2.). IIpocTpaHcTBeHHas
rpynma: Pbnm.

HccreroBanu o0pasibl METO0M MHUKPOPEHTTEHOCHEKTPAIbHBIM aHali3a, KOTOPBIH MoKa3all,
4T0 o0pasel, KOTOpPBIA NpeAcTaBiIsieT co0OW TBEpABIA pacTBOp, HMEET paBHOMEPHOE
pacrpe/eeHe 3JIEMEHTOB 10 TOBEPXHOCTH (pHC. 3).
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Tabauya 1

Tapamempor snemenmapHoil AYEKU amoMUHAMO8 UMMPUs, 2A00TUHUS U MEEPO020 PACMEOPA HA UX OCHOBE

Cocras - T[lapameTphl 3J'IeMe;ITapHOI/I AuelKu -

GdAIO; 5,25 5,29 7,44
Gdo75Y0,25A103 5,23 5,29 7,42

YAIO; 5,18 5,33 7,37

L.

Puc. 2. Hzo6pascenuss cmpykmyp: a — GAAIO3; 6 — Gdo 75Y0,25A103,; 6 — YAIO3

Counts

"\!lll”

i'w.‘.

Point numer
Puc. 3. Ilpogpune nunetinozo pacnpedenenus Gd, Y

3akirouenue

[Monyunnu amomuuatel coctaBa GdAlOs, Gdo75Y0,25A103, GdosY05AI03, Gdo2sY0,75A103,
YAIO3 HuTpaT-IMTPaTHBIM 30JIb-Tellb  MeTogoM mpu  Temmeparype 1000 °C u  BpemeHH
npokanuBanus 3 yaca. MccnenoBanu pasoo0pa3oBaHre MeTOI0OM peHTreHo¢a3zoBoro aHanusza. [lpu
MOJIYYCHUH OPTOATIOMUHATA TaAoiduHusS oOpaszyercss oaHodasueii GdAIO3 co crpykTypoi
MEPOBCKUTA, MpPHU TOJYYCHUH OpPTOATIOMHUHATA UTTPUS — JByX(aszHas cHCTeMa, COCTOsIas U3
Y4Al;09 u Y3AlsO12; TBepimpie pacTBOpPbI B JaHHBIX YCIOBHSAX OOpa3ylTCs TOJNBKO MpPU
cootnomennn  Gd**:Y3*=75:25, mpum gpyrux COOTHONIEHHS pPEareHToB  (OPMHUPYIOTCS
MHOTO(a3HbIE CHCTEMBI.

Chnucok Jimreparypbl

1. Johnsson M., Lemmens P. Crystallography and Chemistry of Perovskites // Handbook of
Magnetism and Advanced Magnetic Materials. — 2007. — Vol. 4. — P. 3.

2. Keiht M.L., Roy R. Structural relations among double oxides of trivalent elements //
Amer. Mineralogist. — 1954. — Vol. 39, Ne 1-2. — P. 1.

3. Eropos-Tucmenko FO.K. Kpucramnorpadus u xpucramioxumus: yaeOHuk. — M. : KJIV,
2005. - 592 c.

4. Jlypwe 10.10. CrpaBoyHMK MO aHaIUTHYECKOM XuMuH. — M. : M3garenscTBo «XuMus»,
1971. - 456 c.

Poccust, Tomck, 2326 ampens 2024 r. Towm 2. Xumust



XXI MEXJIYHAPOIHA S KOH®EPEHIMA CTYJEHTOB, ACITMPAHTOB U MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHIAMEHTAJIBHBIX HAVK»

218
Y]IK 538.971

BuxkomnonenTHbIe HaHOYAaCTHIBI ZNO/CUO 1JIsi OJTyYeHHs HeJLTI0JI03HBIX MUKPOBOJIOKOH
¢ AaHTHOAKTEPUATIBHBIMHA CBOMCTBAMU
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Bicomponent ZnO/CuO nanoparticles for the production of cellulose microfibers
with antibacterial properties
A.O. Rechkunova, K.V. Suliz
Scientific Supervisor: Dr., M.1. Lerner
Institute of Strength Physics and Materials Science, Russia, Tomsk, Akademicheskii, str., 2/4, 634055
E-mail: rechkunova_ao@ispms.ru

Abstract. In the present study the ZnO/CuQO nanoparticles impregnated cellulose based wound
dressing was obtained. The results confirmed that the synthesized nanoparticles had a spherical
morphology and contained ZnO and CuO in each particle. ZnO/CuO nanoparticles incorporated
within cellulose fibers showed excellent antibacterial activities against Staphylococcus aureus
ATCC 25923. Our findings recommend future using of nanoparticle modified cellulose fibers as a
perspective wound dressing but further studies needed to estimate the toxicity such materials.

Key words: cellulose fibers, electro-explosive nanoparticles, antibacterial wound dressing.

BBenenne

[emrono3HbIe BOJOKHA B MEAMIIMHE SIBISIOTCS OCHOBHBIM MAaTE€pPUAJIOM JUIsl U3TOTOBJICHUS
WHIUBUAYAIBHBIX [EPEBS30YHBIX MaTepHalloB Ojarojaps THIIOANIEPreHHOCTH, CIOCOOHOCTH
OCTAHABJIMBATh KPOBOTEUYEHUS, HU3KOHW CTOMMOCTH W CPaBHUTEIHLHO HHU3KOM IUIOTHOCTH, YTO
MO3BOJISIET KOXKE JIBIINIATh U HE BBI3BIBAET AMcKoMdopTa. He MeHee BaKHBIM CBOHCTBOM SIBIISIETCS
CIIOCOOHOCTH BOJIOKOH BITUTHIBATH BJIAry, OJJHAKO 9TO CBOMCTBO SIBJISIETCS] HEJJOCTATKOM, TTIOCKOJIBKY
Takas cpela CTaHOBUTCS ONArompusiTHOW JUIs TMUTAaHUS W PA3MHOXKEHUS PA3IUYHOTO BHAA
MHUKPOOPraHu3MoB [1], 9TO MOXET NPHBOAWTH K TOBTOPHOMY IMOBPEXKICHHIO H 3apa)XCHUIO
3axuBaromux TkaHed [2]. UToObl u30exarTh 3TOro, IEJUTIOJNIO3HBIC BOJOKHA 00pabaThIBAIOT
pa3IMYHBIMU areHTaMu JUIsl TPUJAHUs MaTepHally aHTUMHUKpPOOHBIX CBOWMCTB. OHaKo u3-3a
OBICTPOTO Pa3BUTHS YCTOMYMBOCTH MATOT€HHBIX OAaKTepUil K JCUCTBUIO YK€ U3BECTHBIX CPEICTB
aKTyaJIbHBIM HAMPABIICHUEM SIBJISIETCSI TOMCK aJIbTEPHATUBHBIX MAaT€PUAJIOB JIJIsl OKPHITHS BOJIOKHA
C IENbI0 MPOsIBJIICHUS MM aHTHOakTepuanbHOro sddexra [3]. IlepcrneKTUBHBIME MaTepUAAMH,
CIIOCOOHBIMU  PEIIUTh  JaHHYI0 TNpoOJieMy  SIBISIOTCS  OMKOMIIOHEHTHBIE  HAHOYACTHIIBI
(HY) oxcuaoB MeTamios.

ZnO sBngercs OJAHUM U3 HanOoJsiee M3YYEHHBIX MOJYIPOBOJHUKOB, 00JaJAIOIIUM ILIHPOKON
3anpenieHHon 30H0# (3,37 5B), HU3KMMU CTOMMOCTBIO U TOKCHUYHOCTBIO, BHICOKOH XMMHUYECKOM
CTaOWJIBHOCTBIO, OMOCOBMECTUMOCTBIO C KIETKAMH JKHMBBIX OPraHU3MOB W  BBIPAKCHHOU
(hOTOXMMHYECKON aHTHOAKTepUATbHONW aKTMBHOCTHIO. OKCHA MeIu — TMOJYHIPOBOJHUK P-THIA C
JHEpPrHUeH 3anpenieHHON 30HbI B quana3one 1,2—2,79 3B. Taxxke sIBIIIeTCS XMMHUYECKHA CTAOMITLHBIM,
OMOCOBMECTHM C JKHMBBIMH OpTraHM3MaMmH, o00JlaJjaeT BBIPAKEHHBIMH aHTUMHUKPOOHBIMU U
OakTepunuaHeiMu cBoiicTBamu. CoenuHenre CuO m ZnO B OJHON 4YacTHIlE MOXET MPUBECTH K
dbopMUpOBaHHIO P-N TeTepornepexona, YTO TMO3BOJUT TEHEPHPOBATh HOCHUTENb 3apsaa yke
JEHCTBUEM BHUIUMOTO CBETa M 3HAYUTEIHHO CHU3HTH CKOPOCTh PEKOMOMHAIIMHM JJIEKTPOHHO-
JIBIPOYHBIX TMap 3a cdeT d3(PQPeKTUBHOTO pasaeneHuss HocuTenel 3apsna. CremoBaTenbHO,
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HY ZnO-CuO mnoreHnuanbHO MOryT oOmajgath 0Oosnee  BBICOKOH  (POTOXMMHYECKOU
aHTHOAKTEpHATLHOW aKTHBHOCTHIO [4].

JKCNepUMEHTAIbHAS YaCTh

COBMECTHBIM DJIGKTPUYECKUM B3PBIBOM TPOBOJIOK B KHCJIOpOJOcoepxkaieid atMochepe
ObuTH mosydeHbl HaHodacTuilel ZNO/CUO ¢ coxmepxanunem ZnO 92 % mace. (Zn0O(92)/CuO(8));
Zn0O 74 % wmacc. (ZnO(74)/Cu0(26)); ZnO 50 % macc. (ZnO(50)/Cu0O(50)). H4 ZnO/CuO Obuim
OXapaKTepHU30BaHbl METOJaMH IPOCBEUYMBAIONICH dIeKTpoHHON Mukpockonuu (JEM-100, LEOL),
pertrenodaszoBoro  anaimm3a  (Shimadzu  XRD-6000), BOJOKHMCTBIA  Marepuan  ObLI
O0XapaKTepU30BaH METOJIOM CKaHUpYIOMmeH 3JaeKTpoHHOW wmukpockonuu (LeoEvo 50 XVP,
Carl Zeiss). AnrubakrepuanbHyro akTHBHOCT, HUY onpemensiiv CyClEH3HOHHBIM METOJIOM.
MuHHManbHYI0 WHTUOHpYyromyto KoHuneHTparui (MUK) omnpeaensuini mo OTCYTCTBHIO poCTa
OaKkTepHaIbHBIX KYJAbTYp B JIYHKaxX IUiaHmera B npucyrcteue HU B nuanasone xonueHtpanuid 16-
512 mxr/mn B otHomeHuun O6akrepuit S. aureus ATCC 25923.

[emnrono3Hoe BOJIOKHO ¢ aHTHOakTepuainbHbiMH cBoiicTBamu (L[@ZnO/CuO) mnonyuanu
METOJIOM MPSIMOTO TIOTPYKEHUSI MHUKpOBOJIOKOH B cycrnensuto HU ZnO/CuO. TlpeasaputeibHo
cycnensuto HY oOpabareiBany mpu oMoy ynbrpassyka (BY-09-«S1-@I1»-01) B Teuenue 10 mun.
AHTHOaKTepHUalibHass aKTHBHOCTh BOJIOKOH ObLIa olleHeHa ¢ nmomolisio Meroga AATCC 100: 2019
— Test Method for Antibacterial Finishes on Textile Materials B oTHomenun 6akrepwii S. aureus.

Pe3yabTaTsl

B pesynbraTte COBMECTHOTO 3JIEKTPUYECKOTO B3pbIBA LIMHKOBOW M MEIHOM IMPOBOJIOK B
KHCII0poaocoaepxkaiiei armochepe Obutn mosyueHsl rerepodasusie HU ZnO/CuO ¢ maccoBoi
moneit ZnO 92 % macc., 74 % macc., 50 % macc.

[To nannsM [I1DM HY umeroT npenmyniecTBeHHO chepuueckyro ¢opmy u pazmep 1o 100 am
(puc. 1). Meromom peHTreHodazoBoro aHaiuza ObUT U3y4eH (a30BBI COCTaB HAHOYACTHII.
YcTaHOBIIEHO, YTO BO BCEX O00pasmax coieparcsi TOJNBKO  ¢a3bl  OKCHAA ITUHKA
(PDF Card No 01-078-3325) u okcumoB wmeau CuO (PDF Card No 00-002-1040)
Cu0O (PDF Card No 01-078-5772).

ZnO(50)/CuO(50) ZnO(74)/Cu0(26)

Zn0(92)/CuO(8)

e |
o®

e

100uHM 100 HM| 200 um !

Puc. 1. [IDM uzobpascenus nanouacmuy ZnOI/CUO ¢ pasauunou maccosou doaeti ZnO u CuO

Ompeneneane MUK HY ZnO/CuO mno3sonmino BbiOpath Haubosee aktuBHbie HY.
Tak, HU ZnO(92)/CuO(8) momaBisti OaKkTepUANBLHBIA POCT yXKe B KOHICHTpalMu 64 MKI/MIL.
[Tox neiicTBEM BUIMMOTO CBETAa aHTHOAKTEpHaIbHAs akTUBHOCTh HY yBenmumMBamach u jocturaia
s HY ZnO(92)/CuO(8) 16 mxr/mi, uro Obi10 06Ju3K0 K 3HaueHHsIM MUK aHTHOMOTHKOB.

Beiopanaeie HU ZnO(92)/CuO(8) ObLIM HaHECEHBI METOAOM IMPSIMOTO TOTPYXKEHHUS Ha
MHUKpPOBOJIOKHA IIEJUTIOJIO3bI, B PE3yJIbTare Yero OBUIO MOJYYEHO IIEJUTIOJIO03HOE BOJIOKHO C
anTuOakTepuaabHbIMu cBoiicTBamMU (L@ ZnO/CuQ). Ha COM-u3o0pakeHusX BOJIOKOH 10 (puc. 2a)
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Puc. 2. COM uzobpasicenue yeanionozno2o 8onokua 00 (a) u nocie (b) mooupuxayuu H4 ZnO/CuO

OrneHka aHTHOAKTEpUAIBLHON aKTUBHOCTH OOpAa3IlOB B OTHOIIEHWHW S. aureus mokasaja, 4To
obpazenr L{@ZnO/CuO, conepxamuii 0,05 macc.% HY ZnO/CuO cnabo uHruOupoBaa poct
Oaktepuii (puc. 3a), toraa kak obpazen L@ZnO/CuO conepxammii 0,50 macc.% HY monasisin

pocT OakTepuaibHON KyiabTypbl Ha 96 % (puc. 3b) mo cpaBHeHHMIO ¢ 00pa3lOM BOJOKOH 0€3
HY (puc. 3c¢).

Puc.3. @®omoepapuu uawex Ilempu ¢ 6axmepusimu S.aUreUS, bipocCuUMY ROCTE UHKYOUPOBAHUSL HA NOGEPXHOCHIU
obpasyose L{@ZnO/Cu0, codepacawux 0,05 macc. %, HY (a) u, 0,50 macc. % HY (b),
KOHMPOAb — 80A0KHO 6e3 Moougukayuu (C)

3aki0ueHue

Hanowactunpt ZnO/CuO  mposiBASIOT HOBBIICHHYI) aHTHOAKTEPUAbHYIO aKTHBHOCTB,
M03TOMY BO3MOKHO X HCIOJIB30BaHHE /Ul 00PaOOTKH IEJUTIOIO3HOTO BOJIOKHA JUISI TAJIbHEHIIIEro
JIeYeHHUs] paH pa3IMyHOM OSTHUOJNOTHH. OTOT 3PPEKT MOXKHO OOBSICHUTH CHHEPTeTHUECKUM
neiicteueM ZnO u CuO, KOTOpO€ MPHBOAUT K YIYYIICHHIO MOTJIOIIEHWS BUAWMOTO CBETa H
CHMPKEHHIO CKOPOCTH JIEKTPOHO-ABIPOYHON PEKOMOMHAIUH.

Paboma evinonnena 6 pamkax eocyoapcmeennoco 3aoanus HPIIM CO PAH, mema
FWRW-2022-0002.

Cnucok Jimreparypbl

1. Errokh A. et al. Cotton decorated with Cu,O-Ag and Cu20O-Ag-AgBr NPs via an in-situ
sacrificial template approach and their antibacterial efficiency // Colloids and Surfaces B:
Biointerfaces. — 2021. — Vol. 200. — P. 111600.

2. Granados A., Pleixats R., Vallribera A. Recent advances on antimicrobial and anti-
inflammatory cotton fabrics containing nanostructures // Molecules. — 2021. — Vol. 26, Ne 10. — P. 3008.

3. Rojas-Andrade M.D. et al. Antibacterial mechanisms of graphene-based composite
nanomaterials // Nanoscale. — 2017. — Vol. 9, Ne 3. — P. 994-1006.

4. Jan T. et al. Superior antibacterial activity of ZnO-CuO nanocomposite synthesized by a
chemical Co-precipitation approach // Microbial pathogenesis. — 2019. — Vol. 134. — P. 103579.

Poccust, Tomck, 23-26 ampens 2024 r. Towm 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

VIIK 546.41 + 547-31/-39

221

HccnenoBanue TepMOCTAOMIBHOCTH KOMIIO3UIHOHHBIX MATEPHAJIOB
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Study of the thermal stability of composite materials
based on cryogels of polyvinyl alcohol and calcium phosphates
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Abstract. In this work, composite materials based on cryogels of polyvinyl alcohol and calcium
phosphates were obtained. The thermal stability was investigated by TG-DSC/DTG.
Key words: polyvinyl alcohol, hydroxyapatite, thermal stability.

BBenenne

TexHoornueckux T0CTUKEHUN B 00J1aCTH MaTEPUATIOBEACHUS HELOCTATOYHO, YTOOBI PEIINUTh
npoOyieMy co3/laHus MaTepuaia, ClIOCOOHOTO KOCTHYIO TKaHb. Pa3paboTaHHBIN MaTepHal J0JKEeH
COOTBETCTBOBAaTh MEXAHMYECKUM CBOMCTBAM KOCTHM, a Takke JODKEH ObITh crocoOeH
HMHTETPUPOBAThCS. B KOCTh. [lOBpexkaeHHEe KOCTHON TKaHU SIBISETCS MOCTOSHHOM M pacTyiiei
POOJIEMOH, OT KOTOPOH CTPaar0T MUJUTHOHBKI JTFOICH BO BceM Mupe. PemenneM nanHoi mpo0iemMbl
3aKJII0YAETCd B UCIHOJIB30BAHUHM KOMIIO3UIIMOHHBIX MAaTepuajoB Ha IOJUMEPHOH OCHOBE C
WCIOJIb30BaHMEM HEOpPraHUYECKHX HAMOJIHUTENEH, KOTOphIE MO0 CBOEMY XMMHUYECKOMY COCTaBy
OBbUIN COITOCTABUMBI C KOCTHOM TKaHbIO.

Cpenu moiauMmepoB, CHOCOOHBIX 0Opa3oBbIBaTh rujaporenu, nonuBuHwiIoBeld cnupt (IIBC)
OKazajicsl epCIeKTUBHBIM B KauecTBe MMIUTaHTaToB. ['naporenu [IBC ob0nagaroT psioM moje3HbIX
OMOMEXaHUYECKHX CBOMCTB (MX CKMMAFOIIUE M DJTaCTHYHbIE MeXaHuueckue cBoicTra [1, 2]. OmHako
NPUMEHEHHE 3THX THJporesnell B 00JacTH OPTONEIMUYECKOH XMPYPIMHM OIpPaHUYEHO MX HHU3KOU
MEXaHUYECKON MPOYHOCTBIO M JIOJTOBEYHOCThIO. B Hacrosiee BpeMs OCHOBHOM CIIOKHOCTBIO
MOTEHIUAIBHOTO KJIMHUYECKOTr0 PUMEHEHHsI TAKOT'0 poJia MaTepHaJIOB SIBIISIETCS] OTCYTCTBHE CIIOCO0a
(uKcanuu K KUBOM TKaHW B CBsI3M ¢ TeM, 4yTo kpuorenu [IBC camu mo cebe HE MOIXOIAT IJis
OpHUKperuieHust U nposudeparmu kiaetok [3]. M3BecTHO, YTO MOKHO YAYYIIUTH aAre3UI0 MSTKHX
TKaHEH K KOCTHU MyTeM OOpabOTKM TMOBEPXHOCTH HMILIAHTATa, TaKOW KakK BBEIEHHE B Marepual
Ouonornveckn akTtuBHOro areHtra [1]. Takum o00Opa3oM, HEIOCTATOK IUIOXOW aIre3Md MOXKHO
IIPEOI0JIETh ITyTEM pa3pabOTKH T'HAPOTesl, COAEPIKALIETro Kak OMOaKTUBHbIHN, TaK 1 OMOCOBMECTUMBIH
KOMIIOHEHT; Takue Kak Tuapokcuamnatut [4]. I'mmpokcuamatut, kepamuka u3 Qocdara kambuus,
COCTaBIsieT HeopraHudeckyro ¢azy koctu [5]. CuHTeTHYECKMH THAPOKCHANIATHT IMIMPOKO
UCTIONIb3YETCSl B METUIIMHCKON cepe B KauecTBe OMoMarepuasa u3-3a ee CXOJICTBa C MUHEPATbHOM
(bazoit KocTH, MPEBOCXOTHON OMOCOBMECTUMOCTH M a/ICKBATHON OCTEOMHTErpanu [6].

Lenbto nanHOW paboOTHl ABISETCS MOJTYYEHHE KOMIIO3MIIMOHHOI'O MaTepuana Ha OCHOBE
Kpuoresueil MoJIMBUHWIOBOTO CIIUPTa, MUHEPAIN30BAHHOTO THJIPOKCHANATUTOM, U HCCIIEJOBaHHE
(U3NKO-XUMHYECKUX CBONCTB.
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JKCNEePpUMEHTAIbHAN YacTh

OO6pa3ubl KOMITO3UTOB OBLIM MOJYYEHBI B ABYX XUMUYECKUX CTaKaHaX MyTEeM PacTBOPEHUS B
BOJIC HABECKH IMOJIMBHHHUIIOBOTO CIHPTa MPH WHTEHCUBHOM IEPEMEIIMBAHUU C TIOMOIIBIO
MOTPYKHOM MEIIaJIKK, a Tak ke Ha BoasHoW Oane mpu 90 °C, mocie MOJIHOTO PacTBOPEHUS H
obOpa3oBanue rens, Kk pactBopy [IBC Opu1 mo0aBieH pacTBOp THAPOKCUAA KAJIBIHS MOCIE YETro
CYyCIIeH3Hs MepeMelInBajIach B TECUEHUHU JABYX YacOB IO OAHOPOIHOMN CTPYKTYpHI.

[Tocne MByX 4acoB MepeMeNIMBaHUsI B CYCIICH3HIO MOJIMBHHHIIOBOTO CIUPTA M THIPOKCHIA
KaJblusl ObUTH JOOABJIEHBI, C TOMOIIBIO KaleJIbHON BOPOHKH, JJII PABHOMEPHOTO pacipe/eieH us
pacTtBOpa, pactBopsl Tuapodochara ammonus u Gochoproit kucioTel. [locne yero naHHbIe cMeCU
MepeinBaiuch B TeueHnu 4 u 6 yacos, npu pH ~ 7 u remnepatype 90 °C. [lonydeHHbIE CyCIIEH3UN
obut oOpaboransl CBU wu3nmyueHueM, BBIACPKUBAINCH 48 4YacoB, MOCIE YEro IMOABEPrauCh
KprooOpadoTke. Cxema MmoJy4eHUs KOMIIO3UTOB IIPEICTaBIeHBI B Tabmue 1.

Tabauya 1
Yenosus nonyuenus komnosuyuonnvix mamepuanog K1, K2
Ob6pa3zeng YpaBHEeHHE peakuuu Bpewmst cunTesa, u
K1 10Ca(OH),+6(NH)sHPO, = Cao(POs)s(OH)2 + 6H,0 + 12NH,OH 6
K2 10Ca(OH), + 6H3PO4 = Caio(PO4)s(OH)2 |+ 12H.0 4

WNamepenus TI-JICK mnpoBoammu Ha npuOOpEe CHHXPOHHOTO TEPMHUYECKOTO aHaIM3a
NETZSCH STA 449 F1 Jupiter 141 B nuanaszone temneparyp 25-300 °C mpu cKkOpocTH HarpeBa
10 °C/muH B atmocdepe aprona.

PesyabTaThl

Tepmorpammbl (puc. 1) KOMIO3HMIIMOHHBIX MaTEPHATIOB IMOKA3bIBAIOT IMOTEPI0 MACCHI B
HECKOJIBKO OJTamnoB. Jleruaparamuss OpPOTEKAET B IIUPOKOM TEMIEPATyYpHOM HMHTEpPBAIE U
COMPOBOXKIAETCS  AHA0d(PPEKTaMU, COOTBETCTBYIOUIMMH  Pa3pyIICHUIO POCTPAHCTBEHHOM
CTPYKTYpHI ress. JlanpHeliee OBBIIIEHUE TEMIIEPATyphl BbI3BIBAET TEPMOAECCTPYKIMIO IIOJINMEPA.

Ocraroynas macca komno3uta rpu goctwkerun 300 °C cocraBuna: K2 = 42,65 %; K1 = 55,42 %.
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Puc. 1. Tepmocpammol komnozuyuonnwvix mamepuanos Kl u K2
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Ha ATI-ACK Ttepmorpammax oOpasma K2 mokHO HabmromaTe TeMIepaTypHbI MUK Ha
oTMeTKe B 46,8 °C, 4TO MOXET SBISITHCS MPOIIECCOM Pa3I0KEeHUs ocTaTka (HochHOpPHON KUCTOTHI,
KOTOpass MOIJla HE MpOpearupoBaTh B IPOLIECCE CHUHTE3a ruapokcuanaruta. [Iukum B obnacTtu
109°Cuna K2 umw 98 °C mna K1 MoOryr CBUAETENBCTBOBATh O IIPOILIECCE CTEKIOBAHMS
MOJIMBUHUIIOBOTO criupTa. [Inku B o6mactu 150 °C mnst 060ux 006pa3ioB MOTYT CBHIETEILCTBOBATh
0 Tmpoliecce AabHEUIIEro IIABIEHUIO KPUCTANIUTOB MOJMBUHUIOBOIO CHUPTA, OJHAKO IS
obpasua K2 Mb1 Moxem HaOmonaTh 001ee MHTEHCUBHBIA MUK, KOTOPBIA MOXET ObITh OTHECEH K
TeMIiepaType KHIeHHs ocTaTkoB (ochopHoit kuciotel. B 0osiee BBICOKOM TeMmepaTypHOM
nuarnaszoHe s oopasua K2 mMbl MokeM HaOMI0aTh HE3HAUUTENbHbBIE TEMIEPAaTypHbIe TUKHU, YTO
MOXET CIY)XHTh OJHOW W3 CTyNEHEH pernakcaruu Osaromaps IuiaBieHU0 KpuctaumuToB [IBC,
oxHako s oopasua K1 B 3T0it 06mactu Mbl MOKEM HaOJIIOIaTh PE3KUI TEMIIEpaTypHBIH Iepexo
KOTOpas UAET MapajjiebHO MOTEepe MAacChl, KOTOPYID MOXHO OTHECTH K IMPOILIECCY PA3JIOKEHHS
0CTaTKOB nuruapodocdara Kanbuus.

3akiouenune

[TomyueHbl KOMIO3UIIMOHHBIC MaTepuaibl Ha ocHoBe 10 Mac. % kpuorenei MOJTUBUHUIOBOTO
cmupra U ¢ocdaroB kambnusa. Meromgom TI-JICK/ATI Obutn yCTaHOBJICHBI TEMIIEPATYpPHBIE
MEPeXO/Ibl, CBA3aHHBIC C IK30TCPMUYCCKUMHU PEAKIMSIMHU, KOTOPHIE MOXXHO OTHECTH K IpolieccaM
JETUIPATAIIMH U PA3JI0KEHUS MTOJIMMEPHOTO i HEOPraHUYECKOTO KOMIIOHCHTA CUCTEMBI.

Paboma evinonrnena npu nodoepowcke Munucmepcmea HayKu u 6vicuieco 00pazo8anus
FSWM-2020-0037.
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Development of anti-adjections based on glycoluril
M.V. Salina, M.V. Lyapunova, D.A. Fedorishin
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Abstract. Materials obtained from the sodium salt of carboxymethylcellulose modified with glycoluril
have been studied. The influence of a number of factors on the properties of the obtained samples
was discovered. As the concentration of the glycoluril-based polymer product increases, the film
thickness and sample weight increase. The influence of the nature of the biologically inert matrix on
the properties of the samples was studied.

Key words: anti-adhesion agents; carbamide-containing heterocycles; barrier films.

Beenenue

B cBs3M ¢ pOCTOM XUPYPru4e€CKHX BMEIIATENbCTB B OPraHU3M YEJIOBEKA BO3PACTAET 4acToTa
MOSIBJICHHSI Y TTAITUEHTOB CIIa€YHOM 00JIe3HH OpromHo#i monoctr. OnHUM 13 3P EKTUBHBIX METOIOB
npoUIAKTUKY CTIA€YHOM O0JIE3HN HA JTaHHBIA MOMEHT SBJISICTCS UCIIOJIb30BaHUE IPOTUBOCIIACYHBIX
IUICHOYHBIX 0apbepoB, M3TOTOBIICHHBIX W3 OMOIErpajupyeMbIX MaTepHalioB Ha OMOJIOTHYECKHX
TKaHsAX. Takue Oapbepbl MNPENATCTBYIOT OOPa30BaHUIO CIIACK IIyTEM pa3JelieHUs] PaHEBbIX
MOBEPXHOCTEH, OHU 3(PPEKTUBHO CHUKAIOT PUCK PA3BUTHUS CIIAEK, HO HE FapaHTUPYIOT IMOJIHOTO
OTCYTCTBHUSI CIIa€4yHOTrO Mporecca [1].

[IpoTuBOCIacuHbIE IIJICHOYHBIE Oapbepbl Ha OCHOBE HaTpUEBOU COJIH
kapOokcumermnemtonao3sl (Na-KMII) o6magaroT KpoBOOCTaHaBIMBAIOUIMMU CBoMcTBamMu [2].
[Inenku Ha ocHoBe Na-KMI[ xapakrepusyercss BBICOKOM NPOYHOCTBIO, AIACTHYHOCTBIO
U MEXaHMYECKMMHU XapakrepucTukamu. [lo orHomenuto k opranusmy Na-KMIl He TokcnuHa,
HE KaHI[EPOr€HHA U HE BBI3bIBAET MOOOYHBIX PEAKIIUH.

I'mukomypui, mpUMeHsieTCsl B cocTaBe (hapMalleBTHUECKUX MPEenapaToB M KOCMETHYECKHX
MPOJAYKTOB, 00JaaloT aHTHUOAKTEpUAIbHBIMU W  [POTUBOBOCHAIUTENBHBIMH  CBOMCTBAMH,
CTUMYJUPYIOT TIPOLECCHl pereHepanuy TKaHed M MPEemsSTCTBYIOT OO0pa30BaHMIO TPOMOOB.
B @dapmaneBTuke rIMKONYypusl TNPUMEHSIOT JUIs CHHTE3a CyOCTpaToB [UIsl MPOTHBOPAKOBBIX
IIPENapaToB, BBIJEIECHUS CTBOJOBBIX KJIEeTOK M T.aI. [3]. Kpome TOro, HEKOTOpbIE MPOU3BOIHBIE
JAHHBIX COECAMHEHUN CKJIIOHHBI K MOJIMMEpPHU3aliU U 00pa30BaHUIO IJIEHOK Ha MOBEPXHOCTHU 3a CUET
OOJIBIIIOrO YHCIIA CIIMBAIOUIMXCS MEXIy co00l (yHKIMOHANbHBIX Tpynn. Takoe coyeraHue
OMOJOTrMYECKONH AaKTHMBHOCTM U XHUMHUYECKHMX CBOWCTB OIPENEISIOT WX KaK MepCleKTHBHbIE
KOMITOHEHTHI TPOTHBOCIIACYHBIX COCTABOB [4].

B cBs3u ¢ BbllIecKazaHHBIM CO3/IaHHE HOBBIX NMPOTHUBOCHACYHBIX CPEJCTB M HCCIEI0BAHUE
3aKOHOMEpHOCTeH (HOPMUPOBAHMS KOMIO3HIIMOHHBIX COCTABOB HAa OCHOBE KapOaMMICOAEpIKAILIIX
coenuaennit 1 Na-KMIL] ipeacrasisieTcst BeCbMa akTyalbHBIM.

Takum 00pazoM 1enbl0 JaHHON pPabOTHI SIBISETCS MOJTYYEHHE HOBBIX KOMITO3HIIMOHHBIX
MaTepuajoB Ha TMOJUMEPHON  MaTpHuile HaTPUEBOM COJMM  KapOOKCHUMETHIILEIIIONO3bI
MOJIU(UIIMPOBAHHON BOJHBIM PACTBOPOM TJIIMKOIYpHIIA.
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JKCNepUMEeHTAIbHAS YaCTh

JInst monydeHusl TJICHOYHBIX MaTepHUalioB B KAa4eCTBE MAaTpHUIlbl ucrmosb3oBaituch Na-KMI]
¢ M.W. 250000 [a (DS =0,9), M.W. 250000 da (DS =1,2) u M.W. 700000 da (DS =0,9)
(Acros Organics). B kavectBe MmoaudukaTopa HCIOIB30BATUCH BOJHBIC PACTBOPHI MPOIYKTA
KOHJICHCALIUHY TJIMKOJIypHUIIa U TJIMOKCAJIs, B3AThIX B COOTHOLIEHUH 1:2,5 ¢ MaccoBoii 10s1€ei BellecTBa
0,01 % u 0,05 %.

K 0,4 r mienkooOpasyromiero BemectBa Na-KMI[ M.W. 250000 (DS =0,9), Na-KMI]
M.W. 250000 (DS =1,2) mwau Na-KMIL[ M.W. 700000 (DS =0,9) mo6aBisuin BOAHBIA pacTBOP
IIOJINMEPHOI'0 MPOJAYKTAa HAa OCHOBE IVIMKOJypWJIa M TIHOKcalsi (MOJIbHOE cooTHoueHue 1:2,5)
no obmieir maccol pactBopa 20 r. IlomyyeHHBIE pacTBOPHI HAHOCHUIIM HA IMOMJIONKKY IUIOIIAIBIO
350 cM? 1 CyHmIMIM Ha BO3IYXE.

[Tonyuennbie 006pa3iiel ObLTH MpoaHanu3upoBaHbl MeTogamu UK, SIMP, macc-criektpomeTpuu,
KpOME TOTrO /Ui MOJYYCHHBIX IUICHOYHBIX MAaTepHajoB OBUIM M3Y4YEHbl (PH3UKO-XMMHUYECKHE
CBOICTBa, onpezesieHa TOIIIKNHA, IPOBEACHO HCCleA0BaHNEe OHOIerpaiupyeMOCTH.

PesyabTaTsl

[Inenku, momydeHHsie Ha ocHoBe Na-KMI[ M.W. 250000 (DS =0,9) u Na-KMI]
M.W. 250000 (DS =1,2) sBustoorcs T'HMOKHMH, OIHOPOJHBIMH, O00JaJAlOT HHU3KOW aare3uci
K noanoxke. B cinyuae ucnons3zoBanus Na-KML M.W. 250000 (DS = 0,9) nnenku Henpo3pauHsl,
c yBenuueHueMm crerneHu 3amemienus (Na-KML[ M.W. 250000 (DS =1,2)) dopmupyrorcs
npo3payble MmiueHKd. Heobxonumo oTmeTuTth, yTO IUIEHKM Ha ocHoBe Na-KMI[ M.W. 700000
(DS =0,9) obnamar0T XpPyNKOCThIO, HE 3TACTHYHbBIC, HEPABHOMEPHBI, OCOOCHHO TIPH yBEITUYCHUH
KOHIIEHTPAIMK pacTBopa Moaudukaropa. JlaHHBIH 3KCIIEPUMEHTAIBHBIN (haKT MO3BOJISIET CICNIATh
BBIBOJI O HEOJIArONPUSATHOM BIUSHUU YBEJIMYEHHUS MOJICKYJSIPHOM Macchl MAaTpPHUIbl HA CBOWMCTBA
TUICHOYHBIX MAaTEPHAJIOB.

Kak BumHo u3 pucyHka 1, HaOmrogaeTcs 3aBHCUMOCTH TOJIIMHBI IUIEHOK OT J100aBICHUS
pactBopa MoauduKaTopa (COOTHOIICHUE TIIMKOIYpHIa K TIHOKcamo 1:2,5) u ero KOHIICHTPAIUH.
[Ipn moGaBneHHH pacTBOpa HAa OCHOBE TJIIMKOJYpUJIA MPOUCXOAUT HE3HAUYUTEIHHOE YBEIHUEHHUE
TOJIIIMHBI TUICHKH, AHAJOTHMYHO C YBEIWYCHHEM KOHIICHTPAIMK Moau(puKaTopa HaOI0gaeTcs
yBeNIUYeHHEe TOMIUHB MieHok. C poctoM MonekymspHoil wmaccel Na-KMI] nHabmiongaercs
YBEIIMYEHUE TOJUIMHBI IUICHOYHBIX MATEpHAIOB. YBEIMYEHUE cTeneHu 3amenieHus Na-KMI]
MPUBOJIUT K HE3HAUUTETHLHOMY YBEITHYEHHUIO TOJIIUHBI TICHOK.

Puc. 1. 3asucumocmu monwunsl nAEHKU OM MACCHL UCXOOHO20 pacmeopa Ojis HAEHOK,
noyyennvix Ha ocHose Na-KMIL] M.W. 250000 (DS = 0,9), Na-KML] M.W. 250000 (DS = 1,2) u Na-KML] M. W.
700000 (DS = 0,9), Hemooughuyuposarnmwvix, mooupuyuposanrvix 0,01 % u 0,05 % pacmeopamu noaumepHo2o
npOOYKmMa Ha OCHOGe 2nuKoypuia u enuokcans (1:2,5)

Kak BuaHO u3 pucyHka 2, IUIGHKH, TMOJy4Y€eHHbIe C ucnoidb3oBaHneM Na-KMI]
(M.W. 700000, DS =0,9) ornuuaroTcst OOJBIIUMH 3HAYCHUSAMH MOAyJss FOHTa 1O CpaBHEHHIO
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¢ mieHkamu Ha ocHoBe Na-KMI[ M.W. 250000 (DS =0,9) u Na-KMI[ M.W. 250000 (DS =1,2),
TaKue TUICHKH XapaKTepHu3yeTcst OONIbIICH CITOCOOHOCTHIO K COMPOTUBIICHUIO Te(hopMaITusM.

[Ipu BBeneHUM pacTBOpa MOAM(PUKATOPA HA OCHOBE TIIMKOIYpWIA W TIHOKCalss (MOJIBHOE
cooTHoenue 1:2,5) 3aBucumocth Moayns KOHra oT Macchl HCXOHOTO PacTBOpa Pe3KO MEHSETCS.
Cpenu MOAM(PUIIMPOBAHHBIX TUICHOK HAUOOJBIIUM 3HaueHUEM Mosyis KOHra otnuyaercs mieHKa
Na-KMIL] ¢ M.W. 250000 u DS = 0,9 Jla, a HaumeHbIliee 3HaueHUue Moaynss KOHra uMmeer ruieHka
¢ camoit OosbIon MosekysgpHoi maccoit 700000 (DS = 0,9 [la).

o
°

Puc. 2. 3asucumocmo 3nauenusi agmomamuuecko2o mooyns FOnea om monwunsl 01 nieHok,
nonyuennvix Ha ocrnoge Na-KMIL] M.W. 250000 (DS = 0,9), Na-KMI] M.W. 250000 (DS = 1,2) u Na-KMIL] M. W.
700000 (DS = 0,9), nemoougpuyuposannwix, moouguyuposannvix 0,01 % u 0,05 % pacmeopamu ROIUMEPHO20
npoOYyKmMa Ha 0CHo8e 2AUKOAYpuaa u enuokcans (1:2,5)

3ak/roueHue

Ha ocHOBaHMHM MOJTyYEHHBIX PE3YJIHTATOB MPOBEACHHBIX SKCIIEPHUMEHTOB ObLIO YCTAHOBJICHO,
YTO Ha CBOWCTBA IJICHOK OKa3bIBAlOT  BIIMSHUE. KOHIEHTpamus MoOIudHKaTOpa —
KapOaMUJICO/ICPIKAIETO TETEPOIHMKINYECKOro coequHeHnus. C  yBEJIMYCHHEM KOHIEHTPAIUU
MOJIUMEPHOTO MPOAYKTa Ha OCHOBE TIIMKOJYpHJIa 3aKOHOMEPHO YBEIUYHUBACTCS TOJIIIMHA TUICHKHA U
Macca o0Opasiia; Mpupoja OHOJIOTMYECKH HWHEPTHON Matpuilpl. Hawmydiime pe3ysbTaThl MpU
0o0pa30BaHMKM IUICHOK IMOJyYeHBI MpH ucrnonb3oBanun Na-KMI[ M.W. 250000 (DS =0,9)
u Na-KMI[ M.W. 250000 (DS = 1,2).

Hccneoosanue  svinonneno  npu  noooepocke  Ilpoepammur  pazsumus  Tomcko2o
2ocyoapemeennozo ynusepcumema (Ilpuopumem-2030).
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Coenunenust meau(ll) ¢ 6eH30lHONH KUCJI0TOI U KMHIA30JI0M
CHHTE3, TepMUYECKasi YCTOHYUBOCTH U PACTBOPUMOCTD
M.B. Cxomopoxos, A.Il. JlakeeB
Hayunsiit pykoBogutens: A.Il. JlakeeB
HannonanbeHbIM uccienoBaTenbCckuii TOMCKUI rocy1apCTBEHHBIM YHUBEPCUTET,
Poccus, r. Tomck, nip. JIeanna, 36, 634050
E-mail: maksimyslic328@mail.ru

Copper(I1) compounds with benzoic acid and imidazole:
synthesis, thermal stability and solubility
M.V. Skomorokhov, A.P. Lakeev
Scientific Supervisor: A.P. Lakeev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: maksimyslic328@mail.ru

Abstract. In the present study, we synthesized copper(ll) benzoate and investigated the
characteristics such as thermal stability in air and water solubility. We also selected the conditions
for the synthesis and growth of single crystals of mixed-ligand imidazole-benzoate complexes and
complex salts. In addition, we analyzed the synthesized copper(ll) salt and studied the process of its
thermal decomposition. The solubility product constant of Cu(C7HsO2), 3H.0 salt at ionic strength
| = 0.1 was determined by the solubility method.

Key words: Copper(ll)benzoate,imidazole, synthesis, solubility, thermal stability

BBenenne

Menpb — BaXXHBIH MUKPOIJIEMEHT, BXOISIINI B COCTaB Pa3IMIHBIX OCIKOB, B T.4. U ()SPMEHTOB
(mpexae BCETOOKCHICHa3 M THAPOKCHIIA3), KOTOPbIE Yy4YacTBYIOT B HWHTEHCH(HUKAIMU psja
¢du3nonornueckux rmporeccoB. Kpome TOro, H3BECTHBI MEAbCOACPKAIINE JICKAPCTBCHHBIC
cpencTBa, o0JajarolMe aHTUCENTUYECKHMH CBOMCTBAMM U TPEACTaBISIONINE CO0OM KaK YHCTO
Heopranuveckue coeauHenus (cynbdar wmenu(ll)), Tak W KOMIUIGKCHI C OpraHUYECKUMH
ouonurangamu (uutpat meau(ll)). JlornuHo mpeaAnonokuTh, uto coueranue Mean(ll) ¢ muranmgamu,
M3HAYATbHO JIEMOHCTPUPYIOIIMMH aHTHOAKTEPHATIbHYIO H/WIN MPOTHBOIPUOKOBYIO aKTHBHOCTb,
MOXKET TMPHUBOJUTH K TPOHU3BOAHBIM, OOJaNalONUM OoJiee BBIPAKEHHBIM OHOJIOTHYECKUM
3¢ (HeKToM, KOTOpBIC BIOCICACTBUA MOTYT OBITh B3ATHI 3a OCHOBY IPH CO3JaHWH HOBBIX
AHTHCENTUYECKUX TpernapaToB. B KkadecTBe TakMX COEIWHEHUN HaMH MPETIOKEHbI OeH30HHas
kuciota (C7HsO2, HBA, puc. 1) u a30:1b1, a IMEHHO MX MPOCTEHIIUI MPEACTaBUTEb — HMHU/Ia30T
(C3HsN2, Im, puc. 1). Tak, OGeH3oitHas KuCIOTa 00JamaeT aHTHOAKTEPUATBLHBIMA CBOHCTBAMH,
Omarojmaps dYeMy W TIPUMEHSETCS B JCpMaToJIOTUH. A30Jb, B CBOIO OYepelb, TaKkKe
JEMOHCTPUPYIOT CXOKUU CHEKTP JEHCTBUS (KIOTPUMA30J1, METPOHUIA30I1).

(@) ()

Puc. 1. Cmpykmypuwie popmynst 6ensotino kuciomei (a) u umuoazona (6)

K nHacrosiiiemy BpeMEHU OMHCAH M OXapaKTePU30BaH PA3TMUYHBIMU (PU3UKO-XUMHUECKUMU
metomaamu Oenszoat memu(ll), cTpykTypa KOTOpOTO 3aBHCHT OT KOJMYECTBA CBSI3AHHBIX MOJIECKYIT
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BOoABl B ero cocrase. Ha puc. 2 mpencrtaBieH npocTellnii BapuaHT ero crpoeHus. Kacaemo
MMH1a30J1-0€H30aTHBIX KOMIUIEKCOB, HAMU HaiiieHa JMIIb OJHAa padoTa, ONMUCHIBAIOIIAS CHUHTE3
oenzoara eexcaxuc-(umuaaszon) meau(ll) [1].

Puc. 2. Cmpykmypnas gpopmynabenzoama meou(ll)

Llenp uccnenoBaHus — MOJy4EeHHE U ONpezereHne cocraBa 6ensoara menu(ll), m3yuenue ero
pacTBOPUMOCTH B BOJI€ M TEPMUYECKOM YCTOHYMBOCTH Ha BO3JAyXE, a TaKXKE BBIOOP YCIOBHIA
CHHT€3a M BBIPAIlUBAaHUS MOHOKPHUCTAIJIOB CMEUIAHHOJIMIAHJHBIX HMMMIa30J1-0€H30aTHBIX
KOMILIEKCOB ¥ KOMIUIEKCHBIX COJIEH.

JKCNepuMeHTAIbHAA YacTh

B paborte ucnonp3oBanbl OeH3oiHas kucinorta (4.m.a., Juasm, Poccus), umunazon (99 %,
AcrosOrganics, benbrus), nenraruapar cyiabdara meau(ll) (u.n.a., JlenPeaktus, Poccus),
tpuruapar mutpata memu(ll) (u.g.a., Peaxum, Poccus), murmapar xmopuma memu(ll) (u.m.a.,
Peaxum, Poccus) rumpokcun Hatpus (X.4., JlenPeaktuB, Poccus), stwnoBsii cnimpt (95 %,
Kemeposckas ¢apmarieBrrueckas padpuka, Poccus) u cBepxuucras Boja (tu ).

Cunre3 Ocnzoara memu(ll) mpoBoamnm myTem ciIMBaHUS BOIHBIX pPacTBOPOB Cyibdara
meau(I1) (10 mi, 820,0 mr, 3,27 MMOIIb B pacdeTe Ha IEHTAruapar) U OCH30MHON KKCA0ThI (10 M,
799,0 mr, 6,54 MMOJIB), HEUTPATU30BAaHHOW TUAPOKCHIOM HATPHS, COTIACHO CIEAYIOIIECH cxeMe:

CuSO4+ (2C7Hs02 + 1,5NaOH) — Cu(C7Hs02)2,.

O0pazoBaBumiicsi roayooit ocanok (PH cmecu 5,2) oThuiIbTpOBBIBAIN, TPOMBIBATH BOJON
(10 mu1) ¥ BICYIIMBANU Ha BO3]yXe, a 3aTeM B cymuiabHOM mkady (40 °C) 1o mOCTOSITHHON MaccChl.
Beixox mpoaykra coctaBuin ~ 1 1 (99 %). Jns tpuruapara Gensoara memu(ll), CisH1607Cu
(Cu(BA)2), naiineno, %: Cu 17,52; CuO 23,23; H20 14,38; seruncieno, %: Cu 17,66; CuO 22,11;
H.O 15,02. Ompenenenue coxepxkanuss Menu(ll) B momydeHHOW cOJM MPOBOIMIN METOJOM
KOMIUJIEKCOHOMETPUYECKOTO THUTPOBAHUS C HUCIHOJIB30BAaHUEM CTaHAAPTH3UPOBAHHOTO PACTBOpPA
TpwioHa b u mypekcunma(ammuadnbiii Oydepusiii pactBop, pH 8). Kpome Toro, comepxanue
Kpuctaum3anuonHoi Boasl U Meau(ll) (Mo cooTBeTCTByOMIEMY OKCHIY) OLEHHBAIH 10
pe3yabTaTaM CHHXpPOHHOTO TepMuueckoro anamusa (STA 449 F1 Jupiter, NETZSCH, T'epmanus;
Mmacca HaBecku 2,610 mr, 25-1000 °C, 10 °C/mun, TuUTe]Ib U3 OKCHIA ATOMHHHUS, KPBIIIKA C
OTBEPCTHEM, OKHCIIUTENbHAsA aTMochepa — BO3AYX).

UK-cnextpsl HBA u Cu(BA)zpeructpupoBanu B auanazoe yactor ot 4000 no 400 cm™* B
pexume HenosiHoro BHyTpeHHero oTpakenus (Nicolet 6700, ThermoFisher Scientific, CILIA).

Koncranty pacrBopumoct CU(BA)2 B Bojie, OTBEUAOIIYIO T€TEPOreHHOMY PaBHOBECHIO

CU(BA)2(m)2CU*(pp) + 2BA pp), Ks = [CU*][BATT,

OLIEHUBAJIM TI0 JaHHBIM pacTBopuMocTH cosin B 0,1 mounb/n pactBopax (H, Na)Cl (1 = 0,1, t = 25 °C,
N = 5) u paccumthiBaiu kak 4C3 /(w9?), tme w= 1 + Kn/[H'] — ¢ynkuus rumponusa
(Kn1 — xoHcTaHTa ruapomusa nona Cu?* mo mepsoit crynenn, 3,10 x 1078), o= 1 + B[H'] — pynkius
npotonuposanus (B— KoHCTaHTa mpoToHMpoBaHus nona BA™, 1,02 x 10%). letanu sxcrepuMenTa
noJpoOHO omucaHel B 1mocoduu [2]. B HachlmeHHBIX pacTBopax M3MepeHHe PH mpoBomwmm Ha
npubope SevenMulti (MettlerToledo, CIIIA) B KOHIECHTPAIlMOHHOM INKajle, a PaBHOBECHYIO
koHueHTpanuto meau(ll) onpenensim KOMIUIEKCOHOMETPHYECKH.

[Tonmy4yenne mMuIa307-0€H30aTHRIX KOMIUIEKCOB W KOMITJICKCHBIX COJIEH TPOBOIMIIN ITyTEM
n00aBIIeHHs] CyXoro ummaazona k BoaHou cycnensun Cu(BA)2 (6 mu), co3naBasi, TakuM 00pazom,
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MOJIEHOE COOTHoIeHue coib. Im, paBHoe 1 : 2, 1 : 4 u 1 : 6, ¢ mOCHENyIOIKUM TIIATETHLHBIM
nepeMeIMBaHleM MTPH HarpeBaHuu. J[pyroi crmoco0 morydeHus 3aKIrouacs B J00aBICHHN CYyX0Tro
Im x 10 M BogHo-3TanosbHOTO pactBopa CU(NO3)2 mimm CuCly ¢ mocneayronuM CiMBaHUEM C
5wmn couproBoro pactBopa HBA (¢ moGaBnenmem NaOH u 6e3 Hero) mpu JIHTCIHHOM
nepememuBanuu. [loaydeHHbIE pacTBOPHI MMENHU IBET OT OJETHO-TOIYOOrO O TEMHO-CHHETO H
OBUIM TIOJIBEPTHYTHI MEUICHHOMY MCIIAPEHUIO JIJISI ITOJTYYSHHSI MOHOKPHCTAIIJIOB.

Pe3yabTarsl

PacTBopMMOCTE B BOJIE M TEPMUYECKash YCTOMYMBOCTH Ha BO3AYXE SBISAIOTCS OIHUMH H3
BaXHBIX  (UIUKO-XMMHYECKMX  XapaKTEPUCTHUK COCIMHEHMH, 00JaNalonMx I[OTEHIUAIBHO
MOJIC3HBIMA  OMOJIOTMYECKUMH CBOMCTBaMH. Tak, MO pe3yiabTaraM OLEHKH pPAaCTBOPUMOCTH,
Tpuruapart 6enzoara meau(ll) MoxkHO OTHECTH K MajopacTBOPUMBIM coenHeHusM, PKs = 6,33 £+ 0,09
(1=0,1 (H,Na)Cl, t = 25 °C, pH 3,6-4,8). [lonyueHHOe 3HAYCHHE yIOBICTBOPUTEIBHO COTIIACYETCS
C TaKOBbIM, HMMEIOIIMMCS B HAay4HOH JHUTEpaType W PACCUUTAHHBIM C YYE€TOM BO3MOXKHOT'O
komiuiekcooopazoBanus (PKs = 6,78 £ 0,09 [1], | = 0,1 (H,Na)NOs, pH 3,0-4,5). B namiem ciyuae
pacuet o mporpamme «PactBopuMocTh» [3] ykassiBaeT Ha OTCYTCTBHE OCH30aTHOTO KOMILIEKCA
meau(ll) cocrasa [CUBA]". Pasnoxenne Cu(BA), npu ero HeM30TEPMUUECKOM HArpeBe oT 25 10
1000 °C compoBoxaaercs saa03bdexkrom npu 86 °Cua JICK-kpuBoii, OTBEHAIOMIUM MOTEPE TPEX
MOJIEKYJI KPUCTAIIM3aIUOHHON BOIBI (AMuparr = 14,38 %, AMieop = 15,02 %) ¢ manbHeimmm
CrOpaHueM OPTraHWYECKOW COCTABJISAIONICH ¢ BhIpaXKEHHBIMH 3K303(dexramu npu 282 u 377 °C u
obpazoBanreM CUO (AMppaxr = 23,23 %, AMieop = 22,11 %). Hanmuune KpuCTaUIN3aIUOHHON BOIBI
B COCTaBe CONM TaKKe IOATBEPKAAETCS IMPOKoH monocoii mpu 3400-3000 cm‘ma ee
UK-cnextpe. Kpome Toro, uHTeHCHBHAS TI0510ca Tornomenus npu 1677 cm* na UK-cnexktpe HBA,
orBevaromas V(C=0) HEMOHU3HUPOBAHHON KAPOOKCHIBLHON TPYIIbI, UCYE3aCT Ha CIEKTPE COJIH.
Bmecto Hee HaOmomaercss psn  BBIpAXEHHBIX Koyiebanumit B gmamasone 1590-1539 w
1495-1385 cM™!, mpuHamNeKAIMX BAJCHTHBHIM ACHMMETPHYHBIM M CHUMMETPUUYHBIM KOJICOAHHAM
JEPOTOHUPOBAHHOW KapOOKCUIBbHOM rpymiibl. [losBiIeHHEe TOTOTHUTEIHHOM MOJIOCH MOTJIOMICHUS
B obnactu 585-522 cm ' ma cnektpe CU(BA)2, BeposTHo otBedaromeii v(Cu-O), Mosker
CBUJIETENHCTBOBATh 0 KoopAMHAnuu HoHa CU?* mocpencTBOM aToMa KHMCI0poaa HOHH3UPOBAHHOM
KapOOKCHUIILHOM TPYIIIBL.

MenieHHOe WCIapeHue BOJIHBIX W BOJHO-CIIMPTOBBIX PACTBOPOB HCCIEAYEMBIX CHCTEM
OPUBOAMIO K (POPMHUPOBAHHIO KPHCTAJUTHUYECKUX OcaakoB obmiero cocraBa Cu(lm)x(BA)yZ, rae
X =2,4unu 6,y =1 wim 2, Z = IpOTUBOMOH (XJIOPU/I- WIIK HUTPAT-aHUOH), €CITU IPUMEHHUMO.

3aki0ueHue

B pe3ynbTare mpoBeleHHBIX HCCIEIOBAHUN ObUI MOJYYEH U OXapaKTEepPU30BaH Pa3TUYHBIMU
GU3MKO-XUMHYECKUMU MeTonamu Tpuruapat Oenszoara Meau(ll). Kpome toro, Obumn Takxke
BBbIJICJIEHBl HMMU/A30J1-0€H30aTHbIE KOMIUIEKCHl M KOMIUIEKCHBIE COJIM, MpPEJCTABIAIOIINE B
JaJIbHENIIIEM UHTEPEC ¢ TOYKU 3PEHUS U3YUEHUS UX MOTEHIIHMATbHON OMOIOrHYeCKO aKTUBHOCTH.
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VJIK 581:53

HccaenoBanue BIUsIHUA 0APbEPHOTO pa3psiia HA FHEPIUI0 NPOPACTAHUS
H BCXO0KECTh CeMSIH MIIEHUIbI COPTA KHABPY3» HA OTKPBLITOM IPYHTE
M.U. ConuxoBa, A.T. XomxaeB
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Study of the effect of barrier discharge on germination energy and germination of ""navruz"
wheat seeds in the open field
M.I. Solikhova, A.T. Khodzhaev
Scientific Supervisor: Ass. Prof., Dr. I.A. Kurzina
Tomsk State University, Russia, Tomsk, Lenin str, 36, 634050
E-mail: solihovamahina@gmail.com

Abstract. This research paper aims to investigate the treatment of wheat seeds using 4- and 6-minute
barrier discharges, as well as the establishment of these seeds in research beds, after cooling down
at 48- and 72-hour intervals after treatment. The main objective of this experiment is to explore new
methods for seed treatment utilizing physical factors, as well as to describe the effect of energy
discharge on germination and the efficiency of the wheat germination process. An important plasma
parameter to consider is the time spent treating the bed, which must be carefully chosen in order to
achieve optimal results. This study was conducted under field conditions. Based on the experimental
results, we found that treating wheat seeds with a barrier discharge prior to sowing leads to increased
germination rates and a positive influence on the germination of wheat seeds.

Key words: wheat, barrier discharge, open ground, germination energy, germination.

BBenenue

Pa3znuunbie mpoOsieMbl B CETECKOM XO3SIHICTBE, TaKHE KaK HEKaYeCTBEHHBIE CEMEHA, TPUBOJISAT
K HEJOCTaTKy IMPOJOBOJLCTBUSA B Mupe. s pemeHus 3tux mnpobieM HeoOXxoaumo pa3palboTarhb
KOMIUIEKCHBIE CTPATeTUU PAa3BUTHUS CEIBCKOTO XO3SiCTBA, BHEIPITh COBPEMEHHBIC TEXHOJIOTUU U
METO/IbI, TTOBBIIIATh YCTOMYUBOCTDh PACTCHHUH K PA3JTUYHBIM KJIMMATaM U YIYYIIATh UX Ka4eCTBO.

J51s 60pbOBI ¢ STUMU MTPOOJIEMaMU B TUIIEBON MPOMBIIINIEHHOCTH MPUMEHSIOTCS Pa3TUYHbIE
METO/bl, TAKHE KaK IMacTepU3allus, CTepUIn3aius, 00padoTKa BHICOKUM JaBlieHHEM, OOJydeHHe,
UMITyJIECHOE DJIEKTPHUECKOe ToJie U 030HHpoBaHUE. [IpopacTanue ceMsiH UrpaeT BaXKHYIO POJb B
KMU3HCHHOM ILIUKJIC PACTECHHH, OMpeIesisis X MOTEHIHAI 111 OyayIiero pa3suTus u pocta [1].

Pan uccnenoBanmii mokaspiBaeT, uyTO (PU3UUYECKOE BIUSHUS HAa OMOIOTMYECKUX OOBEKTaX
BBI3BIBACT PEAKIIMIO Ha pazapaxkaromuid ¢akrop. [locne cHATHS 3TOro pa3apakeHus HaOIrogacTCs
BO30yknarommii 3 dext. B xone mpopactanus mpoUCXOIUT U3MEHEHHE PABHOBECHSI, YTO MPUBOIUT
K VYBEIIMYCHUIO JHEPTHH W3-3a (U3MUECKOTO BO3JCUCTBUSA. JTa DHEPTUs WCIOIB3YeTCS IS
yIYUIIEHUS BO3AYXOMPOHUIIAEMOCTH CEMEHHOU 000710ukH, HaOyXaHusl CEeMsH, MOTJOMIEHUS BOJIBI,
paspacTaHus dMOPHUOHATBLHOW YacTH W aKTUBAIMU (PEPMEHTOB, HEOOXOIAMMBIX JUIS PA3JIOKCHHUS
3aMmacHbIX BEUIECTB B 3apObIIIIE.

depMeHTaTUBHBIC PEAKIIMHM MOTYT BBI3BIBATH CTUMYJIHPYIOIIEE WIIH HHTHOUpPYIOIIee IeHCTBIE
B 3aBHCHUMOCTH OT 1103kl 00paboTrku. [IpenBaputenbHas oOpabOoTKa CEeMSH SPOBOM MIIEHUIIBI
MIPUBOJIUT K YBEIIMUEHUIO TUIOTHOCTH ITOCEBA PACTCHHMIA, UTO YKA3bIBACT HA MX JIYUIITYIO COXPAaHHOCTh
B TepHoj] Beretanuu. Takxke HaOmromaeTcs Oojee BBICOKAS MPOAYKTUBHOCTH KYCTOB Yy ITHX
pactenmii. ONBITHI TOKA3BIBAIOT, YTO BCE METOBI MPEABAPUTEIIHHON 00paOOTKH CEMSH OKa3bIBAIOT
MOJIOKUTEIbHOE BIIUsHUE [2].
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CornacHo HWMEIOIIMMCS JIUTEPAaTYpHBIM JaHHBIM, NPUMEHEHHE pa3IMYHBIX 00paboTOK
ITO3BOJINJIO TOCTHYb 3HAYUTEIIBHOTO YBEIUUYEHUS YPOKAMHOCTH 3€pHA - mouTH Ha 6 %. Kpome Toro,
OBUIO OTMEUEHO YIIyYIICHHE TapaMEeTPOB POCTA PACTEHHI, TAKUX KaK BHICOTA, CHIPOI BEC, TUAMETP
cTe0s, momaab 1 ToarHa auctheB. [lokasarenu Bcxoxkectu, Maccbl 1000 3epeH U KoiauuecTBa
3epeH Ha KOJI0ccax TakkKe yaydimiuch. Habmomanock yBenndeHue BCX0KecTH, [3] mHbI moOeros
U KOpHEH, a TakKe MU3MEHEHUE aKTUBHOCTH (epMeHTOB. Ilpu BbIpamuBaHuu Ha 1oje oOpaboTka
CIOCOOCTBOBAIAa YBEIMUEHHUIO KaK 36pHOBOT0, TaK M OMOJIOrHYeckoro ypoxas Ha 6omnee yem 30 %, a
Takxke 3epHOBOM Maccel. Kpome Toro, o0paboTka okasaja IOJOXKHUTEIbHOE BIMSHHUE HA JUIMHY
no0EroB ¥ KOPHEH, CHU3WIIa YPOBEHb TPHOKOBOI MH(EKIINY U TsDKECTh 3a00J1eBaHus Ha moJie [4].

JKCIEePUMEHTAJIbHAS YaCTh

B xauectBo OOBEKTa DKCIIEpUMEHTA OBLJIO UCIIOJI30BAaHO CEMeHa IMeHuIbl copta "Haspys".
Tun 06paboTKM HMCTOYHMKA IIa3MbI-O0apbepHBIN pa3pan mnpu atmochepHoM aasineHuu. CemeHa
MIIEHUIIBI IO TToceBa oOpabdareiBanu ¢ 6apbepHbIM pazpsiioM B 01.04.2023 roma, Bpemsi COCTaBUIIO
4 1 6 MmuHyTHl 00paboTKa ObLT MpoBeeH B Jaboparopun MHCTUTYTA CHIIBHOTOYHOHN 3JEKTPOHUKU
CO PAH. OcHOBHOM apryMeHTOM HCTOYHHMKA COCTABMJIa CTEKJIsIHHas KioBeTa oobeMoM 10 mi, co
CTEHOK JIMAJIEKTPHUYECKUM OapbepoM, JACISIIAM JIEKTPOABI pa3psiIHONW CHCTEMBI.

Yacrora cnenoBanus UMIyibcoB coctapisuia 71 k', ITpoaomKuTeabHOCTh UMITYJIBCOB TOKA
COCTaBJIsUIa MPEAIOJIOKUTENbHO 1 MKC, NpU aMIUIMTyA€ Ho4YTH 12 MA, U OpuU aMILIUTyIe
HanpsbkeHus npubnusutensHo 290 B. KoakcuanbHas cucreMa 3J€KTpOJOB  0Opa3zoBaHa
MHOTOOCTPUMHBIM  IIEHTPAIbHBIM  JJIEKTPOJIOM, MOTPYXEHHbIM B  IIOJIOCTb KIOBETHI, U
LHWINHAPUYECKUM 3JIEKTPOJIOM, OXBAaThIBAIOLIMM BHEILIHIOK IOBEPXHOCTh KiOBeTHl. B xoxe
IKCIIEPUMEHTOB OBLIN BBISBIICHBI ONITUMAIBHBIC YCIIOBUS 00paboTku. [lpu miiasmenHoit o6padboTke
CeMsH IMUICHUIBl 3arpykajiucb B KIOBETBl U € JBYX pexumax oOpabaTbiBaiy;
2x950 Bx0.012 Ax1-10° ¢x71-103 I'u = 1.6 Br.

DKCIIepUMEHTHI MOJIEBOTO ONbITa BIMSHHS MPEANOCEBHON 00pabOTKM CeMsH ¢ OapbepHbIM
pasps0M Ha pOCTOBbIE Ipolecchl MuieHuipl copra «HaBpy3» mnpoBoaunucs B Pecrmybiuke
Tamxkukucran (pailon Pynmakm J[lexkanckuit ywactok «Mypamkan»). [ng yOGeaurenbHOro
OOBSICHEHHS Pe3yJIbTaTOB BCEX MPOBOJAUMBIX SKCIEPUMEHTOB TIIATEIBHO HAOIIOJAINCH MPOLECCH
SHEPI'UU MPOPACTAHUSA U 00IIast BCXOXKECTh MIIEHUIIBI B [I0JIEBOM OIIBITE.

PesyibTaTsl

PesynbraTuBHOCTH 00pabOTKM 3EPEH M HCCIEN0BATENBCKOIO OOBEKTa IMepes] MOCEBOM B
OOJIBIIMHCTBO CITy4aeM 3aBUCUT OT KIMMAaTHUYECKUX YCIOBHHA. (DU3MUECKHe BIUSHUS SBISIOTCA
3¢ dexTUBHBIM crioco00M 00paboTKu 3€peH 1o nocesa. [Ipu npaBuibHOM BEIOOpE 00paOOTKH BCE TUITBI
(bu3MUECcKOro Bo3/1eHCTBUS NPUBOIAT K YBEINUEHHUIO YPOXKask KaX10T0 SKCIIEPUMEHTATIBHOTO OOBEKTA.

[TonydyeHHbIE SKCIIEPUMEHTAJIbHBIE JAHHBIE IOKa3add, YTO OOpabOTKa CeMsH MILEHUIbI C
0apbepHOro pas3psjia Ha SHEPrui0 MPOpacTaHUs U OOIIYI0 BCXOXKECTb PACTEHUH IMOJIOKUTEIBHO
Biusier. O6paboTka CeMsH NIIEHUIBI C IOMOIIBI0 AJIEKTPUYECKUM OapbepHBIM pa3psiioM Cco
BpeMeHeM 4 1 6 MUHYT CTUMYJIMPYET SHEPIrUio mpopacTaHus M oOuyro BcxoxkecTb. Kak nokazanu
JTaHHBIE PHEPIUs MpopacTaHusi y oOpaboTaHHBIX 00pa3loB B 4 MHMH. ¢ OcThiBaHMeM 48 4y mocie
00paboTKH MO CPaBHEHHUIO ¢ KOHTPOJEM TOBBIIIANOCh Ha 63,4 %, obmias BcxoxkecTh Ha 6,4 %, a
SHEPTrUsl MPOpacTaHusl U BCXOXKECTh MIIEHUIBI B 6 MUH ¢ ocThiBaHUeM 48 4 coctaBuio 16,3 %, a
o61mast BexoxkecTh 1,07 % mo cpaBHEHMIO ¢ KOHTposieM. BapuaHT ¢ 00paboTKu 4 MUH C OCTBIBAHHEM
72 9 110 cpaBHEHUIO ¢ KOHTPOJIEM TOKA3aJIH CIICIYIOIINE pe3ylIbTaThl: 47.6 % 3Hepruu MpopacTaHus,
4.07 % oO1meil BCX0XKECTH, a SHEprHsl IPOpacTaHus U o01Iast BCX0KECTh, 00paO0TaHHON MIIIEHUIIBI
C BpeMeHeM 6 MUH C OCThIBaHHEM 72 4 110 CPAaBHEHUIO C KOHTPOJIbHBIM BapHaHTOM cocTaBuiu 4,1 %

u 1,9 % (Puc. 1).
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Puc. 1. A) Pocmossie npoyeccoi y KOHMPOAbHIX U 00pabomanusix ceman nueHuywvl copma "Haepy3"
b) Tabnuya c yxasanuem spemenu obpabomxu u nocesa

3akJ/oueHue

Lenb naHHOTO MCCTIENOBAHUS 3aKIII0YAIach B M3YYEHUH BIUSHUS DJIEKTPUUECKOTO pa3psiia Ha
YCKOpEHHE Ipolecca MpopacTaHusl U OOIIYI0 CIIOCOOHOCTh MPOpACTaHUSI CEMSIH MIIEHHIIBI COPTa
"Hapy3". [lomyueHHbIe JaHHBIE TOKA3BIBAIOT, YTO 0OPa0OTKA B T€YCHHE 6 MUHYT, C TIOCIEAYIOUIIM
ocThIBaHMEM Ha 48 4yacoB, yMEHbIIAeT 3Hepruro npopacranus Ha 47,1 %, a oOmas criocoOHOCTh
MIpopacTaHus CeMsiH CHIKaeTcs Ha 5,33 % mo cpaBHEHHIO C KOHTPOJIbHBIM BAPUAHTOM.

[TooXUTENBHBIA pPE3yNbTAaT IOKa3ajla Tpylnmna ceMsH, oOpaboTaHHAs JIICKTPUICCKUM
paspsaaoM B TeueHUE 4 MUHYT C MOCIIEAYIOMUM OocThiBaHHEeM Ha 48 dacoB. [Ipu 3ToM J1HHA POCTKOB
Y KOpHEH y CEeMsIH MIICHUIbI, 00padOTaHHBIX B JAHHOM PEXUME, yBeInumiach Ha 6oaee yem 60 %.
Opnako 00paboTKa CeMSH 3IEKTPUUYECKUM Pa3psiioM B TeUeHUE 6 MUHYT C OCThIBAaHMEM Ha 72 yaca
IpHBeJIa K OTPUIATEIBHBIM PE3yIbTaTaM, CXOKHM C KOHTPOJIBHBIM OIIBITOM.
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Study of technological characteristics of ilmenite concentrate of obukhovskoye deposit
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Abstract. The data on the mineralogical and chemical composition of the ilmenite concentrate from
the Obukhovskoe deposit, the complexities and promising ways of processing, as well as
intermediate processing results are presented.

Key words: ilmenite, Obukhovskoe deposit, sulfuric acid method.

BBenenne

C pa3BUTHEM COBPEMEHHOI'O OOIIECTBA, HAYKU U TEXHUKU PACTET TaKK€ M MOTPEOHOCTH B
MaTepuanax, 00Jaanmx 0e3albTepHaTUBHBIMU CBOHCTBAMU. OJJHUM M3 3JIEMEHTOB, C IOMOILBIO
KOTOPOro CO34ar0TCsA TaKHUE MaTCpuaibl, ABJISICTCA THUTAH. C KaXJIbIM TIO0I0M obiacTH €ero
IPUMEHEHMSI PACIIUPSIIOTCS, YTO TpeOyeT OT rOpHOA0OBIBAIOLIEH MPOMBIIIICHHOCTH YBEJINYECHUS
NOOBIYM U BBITYCKAa FOTOBOM MPOIYKIIMH, OJHAKO MPEXKHHUE 3a1achl JETKO NepepadaTbiBaeMbIX py/I,
TaKUX KaK pyTHJI, OBICTPO McTOLIatOTCs. B cBs3u ¢ yeM BcTaeT Bompoc 00 MCHOIb30BAHUU APYrOro
THTAHOBOI'O ChIPbS — WIBMEHUTA, 3aI1aCkl KOTOPOIO0 BO MHOT'O Pa3 MPEBBIIIAIOT 3aI1ACHI IPUPOIHOTO
pyruna [1]. OnHuM U3 OUEHBb NEPCIEKTUBHBIX MECTOPOKIEHUI WIBMEHNUTA, KOTOPOE IO CUX TOp HE
HCIIOJIb3YIOTCH, SBIIACTCS O0yxoBckoe, pacCIIOI0KEHHOE TalpImrHCKOM paiione
CeBepHo-Ka3zaxctanckoit oOnactu. B nanHOW pabGoTe OBUTM PAacCMOTPEHBI XMUMHUYECKHH,
MUHEPAJIOTUYECKUM COCTaB U 0OCYX ICHBI MEPCIIEKTUBHBIE CIIOCOOBI MepepadboTKH.

JKCNepuMeHTAIbHAA YacTh

XUMHUECKUI COCTaB KOHLEHTpaTa, MPOJYKTOB CEPHOKUCIOTHOIO Pa3IOKEHUS ONpeAessuIu
PEHTTeHOITYOPECIIEHTHBIM aHaJIN30M c TTOMOIIIBIO PEHTT€HO(ITYOPECIIEHTHOTO
BOJIHOJTUCTIIEPCHOHHOTO  CHEKTpoMeTpa AXi0os; MHHEpPaJOTHYEeCKUH COCTaB JUAarHOCTHUPOBAIU
peHreHoa3oBbIM aHAJIM30M Ha peHTreHoBckoM nudpakromerpe D8 Advance (BRUKER),
m3nydenne Cu-Ka, u pacTpoBOi 3JIEKTPOHHO — 30HJOBOH MHKPOCKONHUEH MOCPeICTBOM
AJIEKTPOHHOTO pacTpoBoro MukpoananusaTopa JEOL JXA-8230 (JEOL) [2].

BcekppiTHe HIBMEHHTa OJIEyMOM MPOBOAWIM cleAylommM obpazom: 200 M orneyma
(20 macc. % SOgz) HarpeBanM Ha TUIMTKE 10 KuneHus. B Teyenue 10 munHyTt, mopimonHo (10 r),
N00aBIsUIM MIIBMEHUTOBBIA KOHIIEHTpaT obmeil maccoit 50 r. Cmech KHUISATHIM B TEUYCHHE
120 munyt. HalOirotanu BeIEIIEHHE CBETIIO-3eIeHOro ocaaka. Jlo6aBuimu jgonomHuTeIbHO 200 M
oneyma (20 macc. % SOz3) u goBenu cMech A0 KureHus. [Iporecc mpoBoAMIN B TeueHUE 6 4acoB.
BusyalbHO  KOJMHMYECTBO  CBETJIO-3€JIGHOTO  OCagKka HE YBEIWYWIOCH TIpU  JT0OaBICHHH
JIONIOJTHUTEIBHOTO KOJHUYecTBa osieyma. [locie OKOHYaHWs KUISYEHUS TIOJyYeHHBIH OcaloK
OTACNWIA OT HENpPOpearnpoBaBIe MacChl HWIBMEHHTa IIyTeM JeKaHTanmuu. Macca
HEIpOpearnpoBaBILIEro WiIbMEeHNUTa coctaBuia 35 r. CreneHb BCKpbITUs 30 %.
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Bepxuuii cBetio-3eseHbI 0Ca0K (MIBTPOBAIM Ha CTEKISIHHOM (DUIBTPE U TPOMBIBAIN
Bozoil. Ilocie nmpoMbIBKH Ocaiok cTayl Mo4TH OesbIM, ero 00béM ymeHblmicsa. Ocalok Cylwin B
cymmiabHOM mkady mpu 120 °C.

Pe3yabTaTsl

AHanu30oM  XMMHYECKOIO  COCTaBa  WJIBMEHUTOBOrO  KoHIleHTpaTa  OOyXOBCKOTO
MECTOPOKJEHUSI YCTAHOBJIEHO HHU3KOE KadyeCTBO CBIPbS, KOTOPOE ONPEAENAETCS HE TOJIBKO
BBICOKHMM COJIEp>KaHHEM OKCHJIOB JKeje3a U KPeMHHUA, HO OKCHJa Xpoma, kpome Toro, O0yxoBCKHii
WIBMEHUTOBBI KOHIICHTPAT, HE COOTBETCTBYET TEXHHUYECKUM TPEOOBAHHUSM I10 COAEPIKAHUIO
IUOKCHIAa THTaHAa. B HIBMEHUTOBBIX KOHLIEHTpATax, IpelIHa3HAYEHHBIX [UJIs TMPOU3BOJICTBA
TUTAaHOBOW T'YOKH, PErIaMEHTHPYEMOE COJEp’KaHHE OCHOBHOTO KOMIIOHEHTa JIOJDKHO OBITh HE
MeHee 62 % [3]. XuMHuuecKHil coOCTaB WIIbMEHUTOBOTO KOHIIEHTPATA, U MIPOYKTa CEPHOKUCIOTHOTO
BCKPBITHS MOJIy4eHHBIE ¢ ToMoIbio POA, npencrasiens! B Tabmuue 1 u 2:

Tabnuya 1
Xumuueckuii cocmag unbMeHUumo8020 KOHYEeHmpama
DopMyiia BEIIECTBA Conepikanue, macc. %
TiO; 52,156
FeO 3,020
Fe203 29,128
Cr203 8,033
SiO2 3,898
Al,03 2,271
MgO 0,705
MnO 1,535
P20s 0,218
ZrO; 1,072
Nb2Os 0,155
Y203 0,192
CaO 0,121
Tabnuya 2
Xumuueckuii cocmag npooyKkma cepHOKUCIOMHO20 BCKPbIMUS
®dopmysa BelecTna Conepkanue, macc. %
Zr0, 0,186
TiOy, 92,956
Fe,03 1,062
SiOy, 3,508
ThO; 0,166
U30s 0,001
Cr203 0,460
Y203 0,093
Nb,Os 0,357
P20s 1,211

KimroueBbIM OPUECHTHUPOM HCIPUCMIIEMOCTU TPAAUIMUOHHOI0O MCETOAA SABJIICTCA HHU3KOC
KayecTBO KOHLEHTpaTa, 3aKJ0Yaroleecs B HECOOTBETCTBUHM PErjJaMEHTHPYEMbIM TpeOOBaHUSAM
MacCOBOM JTOJTM OCHOBHOTO KOMITOHEHTA M TIPUMECEH, a TaK)Ke BBICOKasi CTETICHb JICHKOKCEHU3AIIH
WJIbMEHUTA.

ITo comepxaHnIO TUOKCHAA TUTaHA OOpasell Mocje CEPHOKUCIOTHOTO BCKPBITHSA, COTIIACHO
I'OCT 9808-84 coorserctByer Mmapkam P-02, P-04, P-05. Bricokoe conepskaHue xpoma Aaer
3€JICHBII OTTEHOK 00pasily. YBEIWYeHHE KOJUYECTBA MPOMBIBOK OTPHUIIATEIHHO BIHSET HA BBIXOJ
MPOAYKTA U3-3a PACTBOPEHHsI 0Opa3ia.
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[Ipennonaraercs, 4To ibMeHUT OOYXOBCKOTO MECTOPOXKICHHS SIBISIETCSI M3MEHEHHBIM [2] 1
TpeOdyeT OCOOBIX YCIOBUU Il TepepadOTKHU, HampuMep, Oojiee BBICOKHUX TeMIeparyp mpHu
CEpPHOKHCIOTHOM BCKpPBITHHM, BBEIECHUE BOCCTAHOBHUTENS IPU BCKPHITUM WIM UHIMXTOBaHHUE C
HEU3MECHEHHBIM HIbMEHHUTOM [4, 5]. Takxke HIbMEHUTOBBIN KOHIICHTPAT UMEET JIOBOJIBHO BBICOKOE
coJiepKaHue IIPUMECE, B YaCTHOCTU aJIOMMHMM M KPEMHHM, KOTOpPbIE OTPULIATEIBHO BIUAIOT Ha
BA3KOCTb PACTBOPOB M BBILIECIAYMBAHUE CMECH T10CIIE BCKPBITHS.

Paboma evinonnena npu ¢unancosou noooepocke Munooprayku P® 6 pamkax
2ocyoapcmeennoeo 3aoanus FSWM-2020-0028. Hccneoosanue evinonneno npu noooepiicke
Ipocpammul pazsumus Tomckozo 2ocydapemeaennozo ynusepcumema (Ipuopumem-2030).
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Abstract. In this work, NiMo-containing catalytic composites were obtained. Industrially developed
silica gel was used as a carrier. The synthesized composites were studied using a number of
physicochemical research methods.

Key words: silicon oxide, polyoxometallate compounds, catalytic composites.

BBenenne

MupoBoe moTpeOJIeHHe XHUAKHX TOIUIMB, HAIPUMEP, TAaKUX KaK JAW3EIbHOE TOILIHBO
HENpepbIBHO pacTeT. BplllleoTMeueHHass TEHAEHLUs HeceT B ceOe psAld NPOU3BOJCTBEHHBIX HU
SKOHOMMYECKUX MpoOIeM, KOTOpble YCYI'yOJSIFOTCS BOBJIEYEHHMEM B OOIIMH Mya MPOIECCOB
HedTenepepabOTKH TSHKEI0ro HATUBHOTO M OCTATOYHOTO ChIpbs. J[iIst perieHus 1aHHOH MpoGieMbl
MHTEHCUPHUIUPYIOTCS MOA00P U UCCIIETOBAHMS HOBBIX KaTaTUTUYECKUX KOMIIO3UTOB U CUCTEM.

B nocnennue rosnpl HabmogaeTCs CTAOMIIBHBIM POCT MyOIUKAIMI MOCBSIIEHHBIX YIYyUIIEHUIO
cBoiictB TpaauiroHHbx Ni(Co)Mo(W)-comepxkanmx karanuzatopoB [1]. Cpeam MHOXecTBa
Pa3IUYHBIX BApUAHTOB MOXHO OTMETUTH MCIIOJIb30BaHNE HOBBIX NMPeKypcopoB [2]. [lepcrekTHBHBIM
MIPEKYPCOPOM  SBJIIIOTCS. MOJIMOKCOMETAJUIATHBIE COEAMHEHUS — MOJuOJeHOBble CHUHH. CHHHU
o0JIaJjaloT PsIIOM  CBOMCTB, KOTOpblE MOYKHO HCHOJB30BaTh JJIi CHHTE3a KaTaTUTHYECKHX
KOMITO3UTOB.

HemanoBaxHyro poib pU CO3/1aHUU U YIyYIIEHUH KaTaJUTHUYECKUX CUCTEM M KaTaJau3aTOpOB
urpaer Hocutenb. OT CBOWCTB U CTPYKTYpPhl HOCUTENS CHIIBHO 3aBUCUT (POPMUPOBAHUE aKTUBHBIX
LIEHTPOB y KaTaau3aropoB. TpaauIMOHHO B KadyeCTBE HOCHUTENSA U1 THMAPOTr€HU3alMOHHBIX
nporeccoB MpUMEHSIOT y-Al2O3. DTo CBA3aHO C COBOKYIHOCTBIO CIEAYIOIIUX €ro CBOMCTB:
OTHOCHUTEJIEHO HEBBICOKAsi CTOMMOCTbD, IOCTYITHOCTb, ONITUMAJIbHbIE TEKCTYPHBIE XapaKTEPUCTHKU.
B 1o xe Bpems B JHMTEpaTypHBIX HCTOYHHMKAx [3-5] Bce dHamie BCTpedaeTcsi yIIOMHHaHUE 00
UCIOJb30BAHUU HOCHTEJEH Ha OCHOBE OKCHJIOB KpPEMHHs, KOTOpbIE 00JaJaloT CIEAYIOIIMMU
KOHKYPEHTHBIMH IPEUMYIECTBAMHU 10 CPABHEHHIO C HOCUTENSIMU Ha OCHOBE OKCHJIa aJIOMHUHUS:
TEepMHUYECKasi CTa0OMIIbHOCTh, BBICOKAsl yJeNbHAas MOBEPXHOCTh, MOJIEKYJIIPHO-CUTOBBIE CBOMCTBA.
OpHako ¢ HapsAy C MPEeUMYLIECTBAMH HWMEIOTCS M HEJOCTATKH CaMbIM TJIAaBHBIM, U3 KOTOPBIX
SABJIAETCS MCIIOJIb30BaHUE B KauecTBe HCTOYHUKA KpEMHUs JIOPOTOCTOSILIETO
TeTpasTwioprocrwimkara. [lo atoii mpuumHe cuHTe3 NiMo-comepKammx KaTaIUTHUYECKHX
KOMITO3UTOB Ha OCHOBE JOCTYITHOT'O OKCH/1a KDEMHUS SIBJISIETCS aKTYaJIbHBIM.
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JKCNepUMEHTAJIbLHAA YaCTh

Jiia nonydyenust NiMo-coiepkaiix KaTaTu THYECKIX KOMIIO3UTOB UCIIOJB30BAIH CIIEAYIONINE
KOMMEpYECKUe peakTHBbI: rekcaakBanutpar Hukels Ni(NO3)2*6H20, nucynbdun monudaena MoSz,
okcun kpemuus Mapku «KCKI'». B kadecTBe MoIMOIaeH-COAEpXkAIIETO COCIUHEHHS B COCTaBE
AKTUBHOTO KOMITOHEHTa HCIIOJIb30BAIM MOJHMOACHOBYIO CHHB, KOTOPYIO CHHTE3UPOBAIU IIO
OpUTHHAILHOUN MeTouke [6]. s mpuroroBiaeHus HocuTenei okcua kpemuus (Si02) mpokanuBaIn
npu temneparypax 500 u 700 °C B cpene Bo3ayxa IpH HPOJODKMTEIBHOCTH 5 4YacoB.
Karanutuueckue KOMIIO3UTHI TOTOBUJIM C MPUBJICYEHHUEM TPAJAULMOHHOTO METO/a MPOMUTKH I10
BJIaroeMKocTu Hocutend. Ilocne craauu MpONMMTKH, MOJYYEeHHBIE 00pa3lbl ObUTM MPOCYIIEHBI U
npokaieHsl B MydenbHoi neuu (ot 25 no 400 °C). danee no tekcty o603HaueHsl kak NiMo/SiOz.

OU3NKO-XMMUYECKHE  CBOWCTBA  CHHTE3MPOBAHHBIX  KATAJUTUYECKUX  KOMIIO3UTOB
WCCIIEIOBAJIM TPU TMOMOILIM CIEAYIOIUX METOJOB: CKAaHHMPYIOIIas 3JIEKTPOHHAsT MUKPOCKOIHUS,
HU3KOTeMIiepatypHast  copbuusi azora, MK-cmekrpockonusi, peHTreHo(})a30BbId  aHAIM3,
SHEProIMCIEPCUOHHAS CIIEKTPOCKOIIHS.

PesyabTaTsl

DnekTpoHHble MHKpodoTorpaduu HOCHTENs M KaTaaurtudeckoro komnosuta (NiMo/SiOgz)
npuBeleHbl Ha puc. 1. Mopdosorus oboux o0pa3loB cxoxa M HpeAcTaBiIseT coOoil KpynHble
KPUCTAJUTBI TPOU3BOIBHON (hopMbl. CTOMTH OTMETHTH, YTO HA T'PaHSAX KPHCTALUIOB Ha oOpasie
NiMo/SiO; d4etko ¢GuKCUpyeTCs HaIMYUEe MEIKOKPHCTAULIMYSCKUX OO0pa30BaHMid, BEPOSITHO
CBSI3aHHBIX C IPOIIEypaMU HAaHECEHHS aKTUBHOTO KOMITOHEHTA.

Puc. 1. Dnexmponnvie muxpogpomozcpaghuu obpaszyos. 1) nocumens SiO, 2) NiMo/SiO;

Pe3ynbTaTsl peHTreH0(ha30BoOTo aHanKu3a 00pas3oB IpuBeIeHb! Ha puc. 2. Ha penTreHorpamMme
SiO2 YeTko HaOMIOMACTCSI HAIMYUE OMHOTO LIMPOKOro peduiekca B obiactu yria 20~23°, 4ro
yKa3blBaeT Ha Hanuuue B oOpasue ¢a3el kpucrodbanura (PDF Ne00-039-1425). PentreHorpamma
KaTaIATHYECKOTO  KOMIIO3MTA TPAKTHYECKH PEHTTeHoaMOp(HA, KpoMe Haluu4us  psjaa
HEUIEHTU(PULIMPOBAHHBIX CTA00MHTEHCUBHBIX pedieKcoB B 0bacTu yriioB 20 = 17; 20; 24°.
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Puc. 2. Penmeenoepammol 06pasyos: 1 — SiO, 2 — NiMo/SiO;
3akirouenue

B pesynbraTe mpojenaHHoON paboThl ObLIH Mmoy4eHbl NiMo-colepskaniue KaTaaTuTHIeCKHIe
KOMITO3UTHl Ha OCHOBE OKcuAa KpeMHus. C TpUBICYEHHEM psijia MHCTPYMEHTAJIbHBIX METOJOB
HCCIIeIOBaHBI (PU3UKO-XUMHYECKHE CBOMCTBA CHHTE3MPOBAHHBIX KOMITO3HTOB.

Paboma svinonnena 6 pamxax eocyoapcmeennoeo 3adanusi UXH CO PAH, ¢unancupyemozo
Munucmepcmeom nayku u gvicuteco oopazosanus Poccutickou @edepayuu.
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Cunrte3 HOBBIX I enn1GochoHOMEeTHINPOU3BOTHBIX HA OCHOBE
2,4-MTUIMKIOTeKUCHIITIIMKOJYPHJIA U 2,4-TH0eH3WITJIMKOJIYpHJIa
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Synthesis of novel diphenylphosphonomethyl derivatives based on
2,4-dicyclohexylglycoluryl and 2,4-dibenzylglycoluryl
G.O. Sysoev, S.I. Gorbin
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Abstract. This work describes the synthesis of novel organophosphorus compounds N-mono
diphenylphosphonomethyl and N,N'-bisdiphenylphosphonomethyl derivatives of
N",N"-dicyclohexylglycoluryls and N",N"-dibenzylglycoluryls by reacting benzaldehyde,
triphenylphosphite and 2,4-dicyclohexylglycoluryl or 2,4-dibenzylglycoluryl in the presence of an
acid catalyst according to the three-component Birum-Oleksyszyn reaction. The synthesis of
2,4-dicyclohexylglycoluryl has been described for the first time. The structures of the obtained
compounds were characterized by NMR spectroscopy and melting points.

Key words: organophosphorus compounds, 2,4-dicyclohexylglycoluryl, 2,4-dibenzylglycoluryl,
Birum-Oleksyszyn reaction.

BBenenne

OnHOM M3 Ba)XKHEWIIHMX 3a/1a4 OPraHWYECKOH XMMHH B HACTOSIIEE BpPEeMs SIBISICTCS CHHTE3
BEIIECTB, MPOSBISIOMUX (apMaKOJIOTHYECKYI0 U OHOJOTHYECKYI0 aKTUBHOCTh. IIpurogHsimu
cyOcTparaMu ISl TaKMX WCCIENOBAaHWN SIBJSIFOTCS BEIIECTBA, MMEIOIINE B CBOCH CTPYKTYpe
reTepoaToMbl, TaKME Kak KUCIOPO, a30T, pocdop, cepy. bunnknuueckrne 6MCMOUYEBUHBI, U3BECTHBIE
TaKXke, KaKk TIUKOIYPHIIBI — CyOCTpaThl, COCTOSIINE U3 BYX ()parMEHTOB MOUYEBUHBI M TIIMOKCAIIS
WIA UX TPOM3BOJIHBIX. JTH BElLIECTBA HALUIM IIMPOKOE MPUMEHEHHE B KaueCTBe MOJU(UKATOPOB,
WCTIOJNB3YIOTCS B OBITOBOM XMMHH, BOCHHOW MPOMBIILICHHOCTH W UMEIOT (PapMaKoJIOTHYECKOe
neiicteue. Hamnbonee M3BECTHBIM COEIMHEHMEM ATOTO Kjacca SIBISETCS TETPaMEeTHIITIIMKOIYpPHII,
n3BecTHOE Kak MeOukap. /laHHOE BEIeCcTBO MPUMEHSETCS B KQUeCTBE JTHEBHOTO TPAaHKBUIIM3AaTOpa
[1]. Cunretnueckuii WHTepec NpENCTaBIseT BBeaeHHE (GOCHOHATHOW TPYNIBI B MOJCKYIY
TJIMKOJTypHIIa Yepe3 aTOM YIIIepoja, HEeTIOCPEACTBEHHO CBS3aHHOTO C a30TOM. /ISl Takux menen
OTJIMYHO MOJXOIUT TPEXKOMIIOHEHTHBIN BapuaHT peakuuu bupyma-Onexcuzna. Mel yxe coodmanu
00 yCIIeIIHOM pear3aiyy Takoro Moaxo/a B padote [2].

Lenbto maHHON paboTHI siBsieTcst cuHTe3 HOBBIX N-MOHO-1M(eHnI(hOCHOHOMETUITPON3BOHBIX
u N,N'-0uc-mudennnhocoHOMETHITIPON3BOIHBIX N, N"-TUIHUKIOT €KHUCHIITITUKOTYPUIIOB "
N" N"-mrOeH3UITTHKOIYPHIIOB ONE — pot TyTeM B3aUMOJECHUCTBUS 2,4-AUIMKIIOT €KUCHITIIUKOTYpIIa U
2,4-mIOeH3MIITIIMKOITypHIIa, TprudeHwIhochrTa 1 OSH3aTbIeTH 1A,

IKCNEepUMEHTAIbHASA YaCTh

Cunre3 24-mubensuaraukoaypuia [3]: Cwmech 1,3-aubensunmoueBunsl 1 (4,18 T,
0,0174 momnp) u 4,5-nuruapokcunmuaazon-2-ona 2 (3,08 r, 0,0261 Monb) pacTBOPSIOT B METaHOJE
(70 M) m mobasmsror mo karwM 35%-uyto HCI (0,261 mur). CycnieH3uro HarpeBaroT ¢ 00paTHBIM
XOJIOMJIBHUKOM JI0 TIOJTHOTO PacTBOpPEHUs peakuoHHOI cmecu. CuHTe3 BeAyT 5,5 yacos. [locne
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OXJIQXKJICHUS 10 KOMHATHOM TEMIEPaTyphl MPOIYKT OCKIAIOT MEIJICHHBIM J00aBICHHEM HEOOIBIIOTO
kommyecTBa BoJibl. CycrieH3uto octaBistoT ipu +2 °C Ha 12 gacoB, a 3aTeM J00aBIIsIOT IIOBTOPHO BOTY,
0CaJIoK COOMpArOT (HUIBTPOBAHMEM M IMPOMBIBAIOT BOMOW. CBHIPOH MPOMYKT KHUIATAT B BOJAE IPH
nepeMelMBaHiy B TedeHue 4vaca. CycrneH3uro coOMparoT (UIBTPOBAHMEM M HPOMBIBAIOT BOJIOM.
Kpucrammyeckuii mpoayKT 3 BBIICISIOT ¢ BbixogoM 87 %. Temneparypa miasienus 180 °C (puc. 1).

Ph o)

NH NH

H OH >
N HN
MeOH, 35% HCl
o + O ——— Hime llH
55h
N OH H’> KNTN\

Ph o Ph
1 PH 5 3

Puc. 1. Cxema cunmesa 2,4-0ubensunenuxonypuia

Cunrte3 24-puuukiaorekcuwiaraukoaypuiaa: K cvecn 1,3-IHIMKIOreKCHIMOYEBUHBI
4 (6,421, 0,0287 monw) u 4,5-guruapoxkcunmunason-2-ouna 1 (5,07 r, 0,043 monp) B MeTaHose
memienHo pobasisor 35%-uyro HCI (0,43 mur). Cmech HarpeBarOT A0 KHIIEHHS C OOpaTHBIM
XOJIOAWJIBHUKOM B TedeHHe 5,5 waco. Ilocie oxyaxaeHus 10 KOMHATHOW TeMIIepaTyphl
MOJIYYEHHBIM MPOAYKT OCAXKAAIOT MEAJICHHBIM NoOaBieHHeM BOJbl. CYCIEH3MIO OCTaBJISIOT MPH
+2 °C Ha 12 gacoB, a 3aTeM J00AaBIIIOT MMOBTOPHO BOJAY, OCaJI0K COOMPAIOT (UIBTPOBAHHEM H
MPOMBIBaIOT BOAOW. ChIpON MPOAYKT KHUIATAT B BOJE NpH TMEpEeMEIIMBAaHUM B TEUYECHHE 4Yaca.
Cycriensuto cobuparoT (UIBTPOBaHHEM M NPOMBIBAIOT BOAOH. Kpucrammmueckuit MpomayKT
5 BbIACTSAIOT ¢ BbIxoa0M 89 %. Temneparypa mnasnenus 204 °C (puc. 2).

0]

o A
i OH HN/ NH NH
o:< :( + o) Ml HIIIII>———<I|IIIH Cy = cyclohexyl
55h
N OH HN\ /N N\
.Y
o
1 4 5

Puc. 2. Cxema cunmesa 2,4-0uyuKkioeekcuneiukomrypuid

OO0uwmii Mmeto cuHTe3a 1P eHnI1(ocHOHOMETHINPON3BOAHBIX TMMETHITIMKOJIYPHIIOB 6, 7:

K cootBercTBytOMIEMY 2,4-TULIUKIOT€KCUITTUKONYPUITY UK 2,4-AUOSH3WITTIUKONYpHITy 3, 5
(0,001 momp) B cyxom ameroHutpuiae (6 M) B arMocdepe aproHa BHOCAT O€H3aJIbJICTH/T
(0,002 monb), Tpudenmndochur (0,002 Momp) U JOOABIAOT KATATUTHYECKOE KOJIUYECTBO
MmetaHcyinbponoBoit kuciaotel (MSA, 10 mombH. %). PeaknmoHHYIO CMech HarpeBaroT [0
TeMIepaTypbl KUTIEHUS U BBIJIEPKUBAIOT B TeueHHe 4 yacoB. OKpacka peakIIMOHHON CMecH B 000uX
CUHTE3aX M3MEHSUIACh C MPO3pavyHON 10 KOpW4YHEBOH. [I0 OKOHYaHMIO CHMHTE3a M3 pEaKUMOHHOU
CMECHU OTTOHSIIOT PACTBOPHUTENb MPU MOHMKEHHOM JaBJIEHUH, MACISTHUCTBIA 0CaJl0K pacTBOPSIOT B
20 Mn Tonmyosa W TPOMBIBAIOT S5 %-HBIM BoaHBIM pactBopom NaOH (3x10 wur), 3arem
NaHSO3 (3x20 mu), mocne, Bogoi (3x20 mu). Oprannueckyro (azy cymar Hag NaxSOs, 3aTem
KOHIICHTPHUPYIOT ITPH MMOHIKEHHOM J1aBlieHuH. [oydeHHbIe TPOyKThI 6 1 7 OBUIH BBIIEIICHBI B BUJIC
CMECHU JAMaCTePEOMEPOB U MPEICTABIAIOT COOON Macia >kenToBaToro 1sera. CyMmMapHbIi BBIXOJ IO
MOHO — U I — 3aMEIICHHBIM MPOAYKTaM s 2,4-muobeHsunriaukonypuia (3) cocraun 18 %; mis
2,4-nmunuknorekcwirmkonypwia (5) — 24 % (puc. 3). VuauBuayanbHbIE JIHACTEPEOMEPHI
coelMHEHUH 6 1 7 HEe BBIICIISUIIN.
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o)
Ph 2 Ph Ph
PhO )k OPh )k /i OPh
N N HN N

HN NH o Pho-_\ [_opn p//OPh

P p
HIII--->—<--IIIH + ph—c// + P(OPh); w \\ H|||..>—<..|||H // + H|||--->—<--IIIH //
\ 4h 0 0 o

N N H
R \[( ~R R/N\’(N\R R/N\’(N\R
(0] o

o
3,5 6 7

3.R = CH,Ph
5.R=Cy

Puc. 3. Cunme3s mono — u ousameujenHuix ochoHamnpousgoOHsIX eIUKOIYpuLos 6, 7

Pe3yabTarsl

CtpykTypsl coenuHeHui 3, 5 ObUTH MOATBEPkKACHBI MeTOI0M SIMP — cieKTpoCKOInu Ha siapax
'Hu C.

2,4-oubenzunenukonypun (3): cepoBato — Oenmble KpUCTalibl, BbeIxoq 87  %.
'H: (400 MHz, DMSO-d6): & (ppm) 4,04 (d, J = 15.5 Hz, 2H, CH,Ph), 4.64 (d, J = 15.5 Hz, 2H,
CH2Ph), 5.06 (s, 2H, CH — CH), 7.39 — 7.20 (m, 10H, CHarom), 7.67 (s, 2H, NH). *C (101 MHz,
DMSO-d6): 6 (ppm) 44.46 (CH2Ph), 65.68 (CH), 127.46 (Ph), 127.69 (Ph), 128.17 (Ph), 128.99 (Ph),
137.90 (Ph), 157.81 (C = 0), 161.44 (C = O).

2,4-ounyuxnozexcunznuxonypun (5): Gemble KpucTamnbl, Bbixoa 89 %. 'H: (400 MHz,
DMSO-d6): & (ppm) 1.16 — 0.97 (m, 4H, CH), 1.32 —1.17 (m, 5H, CH2), 1.51 —1.39 (m, 1H, CH>),
1.52 (s, 2H, CH2), 1.61 (dt, J = 13.2, 3.9 Hz, 3H, CH), 1.76 — 1.67 (m, 5H, CH), 3.31 (s, 1H, CHcy),
3.43 (s, 1H, CHgcy), 5.28 (s, 1H, CH-CH), 5.58 (d, J = 8.0 Hz, 1H, CH-CH), 7.43 (s, 2H, NH).
13C (101 MHz, DMSO-d6): & (ppm) 24.93 (CH), 26.04 (CH), 32.00 (CH2), 51.93 (CHcy),
64.86 (CH), 157.07 (C = 0), 161,85 (C = O).

3akJ/ouenue
Takum oOpa3zoMm, cuHTe3upoBaHHbIe N-MoHO-TUDEeHMIHOCHOHOMETUINPON3OIHBIE |
N,N'-6uc-nmudennnpochoHOMETUITIPOU3BOTHBIC 2,4-TMOCH3WITITKOITypHIIa u

2,4-TMIMKIIOTEKCWIITIIMKOTypHla 00pa3yloTcsi B ONMMCAHHBIX YCIOBHUAX € BbIXoAamu oT 18 % no
24 % COOTBETCTBEHHO.

[Tonmy4yeHHble pe3ynbTaThl JAEMOHCTPUPYIOT MOAXOA K CHHTE3Y HOBBIX (POChOHATHBIX
MPOU3BOJHBIX 2,4-THIUKIOTEKCUTIIMKOIYpHiIa U 2,4-1HOSH3MITIINKOIYPUIIa C TIOMOIIBIO PEAKITHH
bupyma—OnekcusHa.

BrniepBbie Ob11 oTy4yeH U onucaH 2,4-TUIUKIOTeKCUIITITUKOTYPUIL.
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Modification of astralene to obtain a photocurable polymer composite
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Scientific Supervisor: Assoc. Prof., Ph.D. J.A. Burunkova
ITMO University, Russia, Saint-Petersburg, Kronverksky str., 49A, 197101
E-mail: vetarasov@itmo.ru

Abstract. In this work, we studied the possibility of modifying carbon multi-walled nanoparticles -
astralenes, in order to obtain an anisotropic optical medium based on an acrylate copolymer. During
the study, a two-stage method for the functionalization of astralenes was developed, consisting of an
oxidation stage and a stage of addition of an organic substituent to the surface of the particles. The
properties of modified particles have been studied. Based on the obtained particles, acrylate
monomers and Irgacure 784 photoinitiator, composite films were obtained. The introduction of
astralenes improves the thermal and mechanical properties of the polymer material.

Key words: Astralene, acrylates, polymer optical medium.

BBenenne

[TonuMepHbIE ONTHYECKHE KOMIIO3UTHI SIBIISIIOTCS Ba)KHOW COCTABJISIIOIIEH IPOU3BOJCTBA
Pa3IMYHBIX ONTHUYECKUX MPHOOPOB M cucteM. VX BakHEHIIMMHM NPEUMYIIECTBAMH SBISIOTCS
TEXHOJIOTUYHOCTh TI0 CPABHEHUIO C HEOPTaHMYECKUMU MaTepHalaMH M BO3MOXKHOCTH IIHMPOKOMN
(yHKIIMOHATN3AIIMH, IOCPEJICTBOM BBEJICHUS PA3TUYHBIX J00aBOK. B TO ke BpeMsi, CyIIECTBYET psl
(hakTOpPOB, OTPAHUYUBAIOIINX MPUMEHUMOCTD IAHHOTO KJlacca MaTEpPHaJIOB, 8 UMEHHO, 00Jiee HU3KHE
TEPMUYECKHE U MEXaHUYECKUE XapaKTEPUCTUKH, KOTOPBIE, OJJHAKO, MOXKHO YJIyUYIIUTh PU BBEJCHUU
B MOJUMEPHYI0 MaTpHIly pa3INYHbIX 4YaCTHULl, HalpUMEp, YIJIEpOJHBbIX CTPYKTyp. B pabote [1]
M0Ka3aHa BO3MOKHOCTh MOBBIIIEHUS TEPMHUUECKUX CBOMICTB 3aAIIUTHBIX MOJUMEPHBIX MOKPBITHI
YTJIEPOIHBIMUA MHOTOCJIOWHBIMU TOPOUIAJIbHBIMU HAHOUYACTHUIIAMU — acTpajsieHaMu. Onpeesironum
YCIIOBHEM TOJIYYEHHS TAKOTO KOMIIO3UTHOTO MaTepHalia sIBISIETCS COBMECTUMOCTbIO KOMITIOHEHTOB.
Tak, yriaepolHble CTPYKTYphl MMEIOT CKJIOHHOCTh K OOpa30BaHUIO arperartoB B OPraHUYECKHX
cpenax, B TOM 4YHCJIE TMOJIUMEPHBIX. [lOBBIIEHME COBMECTUMOCTH YIVIEPOJAHBIX YAaCTUIl U
MOJUMEPHON MATPHUIBI MOKET OBITh JOCTUTHYTO MyTeM MOJU(MUKAIIMH MTOBEPXHOCTH YacTull [2].
[Tpu BBIOOpE BelIecTBa, UCIOIB3YEMOT0 B KaUueCTBE MOIUDHUIIUPYIOLIETO areHTa, BAXKHBIM SIBIISIETCS
psan paxTopoB: cTepeoxXuMUUYecKuil F3Q(HEKT MPUCOSTUHIEMOTO 3aMECTUTEINSI, €r0 TOCTYIMHOCTh, U
BO3MOKHOCTh OKAa3bIBaTh BIIMSHHE HA CHUCTEMY COMNPSDKEHHBIX CBSI3€d MOBEPXHOCTHOTO CJOA
MOANGUIIUPYEMBIX YaCTHII.

llenpto maHHON paboOTHI sBIsieTcs pa3paboTKa METOAUKH MOAM(PHUIMPOBAHHUS YACTHUIL
acTpajeHOB JUIsl TOJTy4YeHHUs! (POTOOTBEPKAAEMOTO ONTHYECKOTO KOMIIO3UTa HA OCHOBE aKpPHJIATHBIX
MOHOMEPOB.

JKCNepUMeHTAIbHAA YaCTh

MaTepI/IaJ'IOM JUIA  CO31aHUuA HOJ'IHMGpHOfI MaTpulbl SABJIACTCA CMECH TPEX AKPUIATHBIX
MOHOMEpOB, CIIOCOOHBIX OOpPa30BBIBATH CETYATYIO CTPYKTYPY, a TaKKe TUTAHOLCHOBBIN
doroununmarop Irgacure 784 (CAS No. 125051-32-3). Momudunupyromiei 100aBKoi BICTYIAOT
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yriiepoanbie HaHowyacTuiel — actpainensl (US 9,090,752 B2 2015 Jul 28). [Ins moaudukarmu
MOBEPXHOCTH  aCTPAJICHOB  HMCIIOJIB30BAaHbI:  CepHas  KHCIOTa, IEpMaHraHaT  Kajus,
JTUU30IPONIIATUIIAMUH, XJIOPUCTHIM METUJICH, TPOKauHa TUAPOXJIOPHU, HUTPUT HATPHUS, COJSHAS
KHCJIOTA, STHJIOBBIN CIUPT, TUCTUUIMPOBAHHAS BOJIA.

B xonme wuccnemoBanus Obiia paspaboTaHa JBYXCTaIWiHAas METOJUKA MOJU(PHUKAINN
MMOBEPXHOCTU acTpajieHOB. Ha mepBoM 3Tare 4acTUIlbl MOBEPraIuCh OKUCIUTEIBHOW 00paboTKe B
ycloBUsiX MexdaszHoro karammsa [3]. Opranumdeckoidt (a3oil sSBISIICS XJIOPUCTBIA METHIICH, B
KadecTBe BOAHOM (ha3bl ObUT MCIOJB30BaH HACHIIICHHBIA pacTBOP NEpMaHTaHaTa Kajlus B CEPHOU
kucinore (pH = 1). B ponu karanuszatopa HCIOJIB30BaH JAUU3ONPONWIATHIAMUH. BTopoit »sTan
MOAU(UKAIIMK aCTPAJICHOB 3aKJIIOYAJICS BO B3aUMOJCHCTBHU YaCTHI[ C JIMA30HHEBOM COJIBIO,
MOJIY4EHHOM U3 MpoKkanHa. B pe3ynbpTaTe, 1o MecTam JIOKaIUu3alui KUCIOPOICOACPKAIIMX TPy HA
MMOBEPXHOCTH YaCTHI] TPOUCXOJUT MPUCOCTUHEHHE MACCHBHOTO OPTraHUYECKOTO 3aMECTHTEIIA.

MonudunupoBaHHble  acTpaleHbl OBUIM HUCCIICOBAHBI METOJAMHU TPAHCMHUCCUOHHON
AJIEKTPOHHOW MUKPOCKOITHH, TepMOTpaBuMeTpuu, Paman-crnekrpockonuu, MK-cnekrpockonumu.

Jlanee, cycrneH3uss MOIUGUIIMPOBAHHBIX aCTPAJICHOB ObUIa BBEIEHA B CMECh aKPHJIATHBIX
MOHOMEPOB B pa3znnyHbix KoHIeHTpauusx: 0,01; 0,05; 0,1 % ot maccel MoHOMepOB. [lociie BBeaeHUS
pacTBOopa WHUIIMATOpPA W YAAJCHUS pPAacTBOpHTENeH, Obula IMpou3BeAcHA (OTOMOIMMEpH3aNUs
MOJIYYEHHBIX CMECeH Mo JeiCTBUEM Jla3epa ¢ JUIMHON BOJHBI A = 532 HM.

Brnusiaue wacTuil acTpajJeHOB Ha TIPOILECC MOJMMEPHU3AIMUA  HMCCIEIOBAHO METOJIOM
HUK-cnekTpockonuu 10 YMEHBIIEHHI0 HWHTEHCUBHOCTH IMOJOCHl norjomeHus 1640 cm?
xapaktepHoit st cBsizu C = C. Tepmudeckue CBONCTBA MOJMMEPHBIX KOMIIO3UTOB HCCIIEIOBAHbBI
METOJIOM TEPMOTIPaBUMETPUH, MeTonoM JuddepeHInalIbHO CKaHUPYIOIIEH KaloOpUMETPUU
YCTaHOBJICHA TEMIIEpaTypa CTEKJIOBaHHS, MEXaHWYECKHE CBOMCTBA M3YYEHBI METOJOM «C)KaTHe-
BOCCTAHOBJICHHE)» MPU PA3JIUYHBIX YCIOBUSAX HarpykeHus. Jlomnst ceTyatoil cTpyKTypsl B 00pa3iax
KOMITO3UTa YCTAHOBJICHA IYTEM PACTBOPEHHUS OCTATOYHBIX MOHOMEPOB W JIMHEHHBIX IMOJIMMEPOB
XJOPUCTBIM ~ MeTuJeHOM.  [Ipo3payHOCTh  KOMIIO3MTOB  HCCJIEIOBaHA NP ITOMOIIH
Y®-cnekTpocKonuu.

PesyabTaTsl

VYCTaHOBIIEHO, YTO OKHUCIMTENbHBIM 3Tan MOAM(UKALMU acTpajJieHOB MPHUBOJUT K
YMEHBUICHUIO COJEpKaHUsl aMOp(HOro yriepoaa B cOCTaBe 00pasloOB, a TaKXKe YBEIUYMBAET
KOJIMYECTBO KHCJIOPOJCOAEpKalluX rpynn. B3aumoneicTBue dacTull acTpaj€HOB C COJSMU
Ma30HUSI TPUBOJUT K 00pa30BaHMIO KOBAJIEHTHON CBSI3U MEXIY OCTATKOM MOJIEKYJbI IPOKanuHa 1
yriepoAHol dacTuued. Moaudukanus MTOBEpXHOCTH MPHUBOAUT K CHIDKEHHIO TEPMHUYECKON
CTaOWJIBHOCTU YacTHI] acTpajeHoB. OaHaKo, MO3BOJISIET PAaBHOMEPHO paclpeieNuTh YacTHIbl B
00beMe MOHOMEPOB.

VY cTaHOBIEHO, YTO YaCTUIIBI ACTPAJICHOB HE OKA3bIBAIOT CYILECTBEHHOTO BIIMSHUS Ha MPOLIece
MOJIMMEpHU3allM CMecell aKpWIaTHBIX MOHOMepoB (puc. 1). BBenenue wyacTul NpUBOIUT K
MOBBIIIECHUIO TEPMUYECKIX U MEXaHUYECKUX CBOMCTB. OOpa3ibl INIEHOK, COEepKalllie acTpaIeHbl B
koinuectse 0,01 1 0,05 % oT Maccsl MOHOMEPOB, XapaKTEPU3YIOTCS PO3PAUYHOCTHIO, COITOCTABUMON
¢ ucxoaHbM nonumepoB: ~90 %. Beemenne 0,1 % wmac. acTpajieHOB NPUBOAMT K CHUKEHHIO
IIPOITyCKaHMs MIIEHKH komno3uTa 110 ~80 %.
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3akaouyeHue

B pesynbraTe NMpOBEACHHBIX HCCIENIOBAaHWN OblUTa MOKa3aHa BO3MOXKHOCTH MOAM(HKAINN
YaCTUL] aCTPAJICHOB C LIEJIbIO MOJyYeHHUs (POTOOTBEPKIAEMOI0 ONTHUECKOT0 KOMIIO3UTa HA OCHOBE
AKpUJIATHBIX MOHOMEPOB. 110/IydeHHBINM KOMITIO3UT XapaKTepU3yeTCs yIy4IIeHHBIMA TEPMUYECKUMHU
Y MEXaHWYECKUMU CBOMCTBAMH 10 CPAaBHEHUIO C UCXOIHBIM COIIOJIUMEPOM.
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Abstract. The study provides a review of recent research on bambusurils, a class of macrocyclic
compounds with outstanding properties in the fields of molecular recognition and materials
chemistry. Methods for synthesis, functionalization, and key characteristics of bambusurils are
reviewed, including their ability to form inclusions with various guest molecules. This article
summarizes current research, highlighting the importance of bambusurils in various fields of modern
chemistry and materials science.

Key words: bambusurils, macrocyclic molecules, functionalization.

BBenenune

BaMOycypuiibl mpencTaBisioT co00i KJIacC MaKpOLMKIMYECKHX XMMHUYECKUX COCAMHEHHH,
pa3paboTaHHbIX JIJIsl CBOETO POAA XO3IUH-TOCTEBOM XUMHUU. DTU MOJIEKYJIbI COCTOST U3 LIUKIMYECKUX
CTPYKTYp, 0Opa30BaHHBIX MHOTOKpPaTHBIM BOCCOEIUHEHHEM aMUAHBIX TIpymni. bamOycypuiibl
MIOJTyYHJIM CBOE HAa3BaHUE B CBSI3U C UX CTPYKTYPHBIM CXOJCTBOM C 6aMOyKOBBIMH KOJIbLIAMHU.

OpauM U3 HauboJiee UHTEPECHBIX CBOMCTB 0aMOYCYpPHIIOB SIBIISIETCS MX BBICOKOE CPOJICTBO K
KAaTUOHHBIM YaCTHIIAM, TaKMM KaK HMOHBl aMMOHHS M UIEJOYHBIX METAJUIOB. JTO IMPHUBEIO K HMX
HCIOJIb30BAHUIO B PA3JIMUHBIX MPUIIOKEHUAX U1 U3MEPEHUS U pa3/IeieHUs], TAKUX KaK OOHapy>KeHHe
B3PBIBOOIIACHBIX COCIMHEHUN WIIH yAJIEHUE TSKEIIbIX METAJIIOB U3 3arPSI3HEHHON BOJBI.

JlanHas paboTta [1] paccMaTpuBaeT OCHOBHBIC IPUHIUITEI CHHTE3a M CBOMCTBA 0aMOyCypHIIOB.
OnHa omucChIBa€T MX CIOCOOHOCTh K OOPa30BaHMIO KOMIUIEKCOB C PA3JIUYHBIMU TOCTEBBIMU
MOJIEKYJIaMH, BKJIIOUasi HOHbI M HEUTpalibHble coenHeHus. Taxke 00CyXKIal0Tcs MOTEHLIUATbHbIE
MPUIIOKEHUS B 00JIACTH XMMHUU U MAaTEpUAIIOB.

ABTOpBI B crieayrouied myonukauuu (OKyCHpPYeTcs Ha COBPEMEHHBIX METOJlaX CHHTE3a
(GYHKIMOHATBHBIX 0aMOYCYpHJIOB UM MX MNPHIOKEHHSIX B XUMHUU. OOCYXITAlOTCS pas3ndHbIe
CTpaTernu (QyHKIMOHAIM3AIMKM, 4YTOOBl MNpuAaTh OamMOycypuiaaM HOBBIE CBOWCTBA, a TaKke
MOTEHIMAJIbHBIE MEPCIIEKTUBBI B 001aCTH MOJIEKYJISIPHOTO PACIIO3HABAHUS M TEXHOJIOTUH [2].

Crenyromiasi craths [3] paccMaTpuBaeT BONPOCH CHHTE3a, MOJICKYJSPHOTO Paclo3HABAHHS U
KaTajn3a B KOHTeKcTe 6aMOycyprioB. OHa MOJUEPKHUBACT UX POJIb B PA3ITMUHBIX CYTIPAMOJIEKYISIPHBIX
cucTeMax U 00CyKJ1aeT Mporpecc B UCIOJIb30BaHUM 0aMOyCypUIIOB B KaUeCTBE KaTaTIu3aTOPOB.

JKCNepUMEHTAIbHASA YaCTh

Cunre3 6aMOyCypHUIIOB:

Memoo Ketoumma:

Onua u3 Hambosee pachmpoCTpaHEHHBIX METONOB CHHTe3a OamOycypuioB. OH BKIIIOYAET
KOHJICHCAIIMIO JTUKApOOHOBBIX KHCIOT WJIM MX MPEINICCTBEHHHKOB ¢ aMHHOITUKIOAKTAHOHAMH B
MPUCYTCTBUU KUCIOTHOTO KaTaanu3aTopa.

Memoo cunmesa uepe3 KuHemuuecku ynpasisiemole npooyKmbi:
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B sTOM MeTo1e OCyIIecTBISETCS BEIOOP KOHKPETHOTO MPOAYKTA PEaKIMH 33 CUET YIpaBICHUs
KMHETHUKOMN peaKIMH, YTO MO3BOJISIET CHHTE3UPOBATh KOHKPETHbIE 6aMOyCypHUITBI.

Cunmes 8 yci08uUsx cycneH3uu:

Mertoa cunTe3a 6aMOyCypHIIOB B CYCIIEH3HH MPEAYCMATPUBACT PEAKIIHIO KETOHOB C (POpMaIIbIETHIOM
B IIPUCYTCTBUM KaTAIU3aTOPa, YTO NPUBOIUT K 0OPa30BaHUIO MAKPOLIMKIIMUECKUX CTPYKTYD.

PesyabTaTsl

OyHKIIMOHANM3ausa 0aMOyCypHIIOB:

@OyHKUMOHaNMU3auss 0amMOyCypuiIoB apoOMaTHUYECKMMM TIpYNIIAMU MOKET HM3MEHUTb HX
XMMHUYECKHE CBOWCTBA M YIYULIMTh B3aUMOJCHCTBHE C OIPEICIICHHBIMU KJIacCaMHM TI'OCTEBBIX
MOJICKYJI, TaKX€ MOXKET OBITh JIOCTUTHYTa C HCIOJIb30BaHUEM pPa3HOOOPA3HBIX XHUMHYECKHX
peareHToB, YTO MO3BOJISIET MOJUPHUIIUPOBATE UX CTPYKTYPY.

B ¢usuko-xumuueckoM aHanuse 0aMOyCypHIIOB MOTYT MCIIOJIb30BaThCS Pa3IMYHbIE METOIbI
IUIsl U3Y4EHUS UX CTPYKTYpPBbl, CBOMCTB U B3aUMOAEHCTBHM C IpyTrMMHU MoJieKyaamMHu. J{ist moapoOHoro
0030pa METOZOB cHHTe3a 0aMOyCypwsioB M WX (YHKUMOHAIHM3AIHUU, MOTYT OBITh HPHUMEHEHBI
METO/bl, TAKUX KakK crekTpockonus SIMP, mMacc-crieKTpoMeTpusi 1 peHTI€HOCTPYKTYPHBINA aHAIIU3
JUISL IOATBEPKIAECHUS CTPYKTYPHI.

HccnenoBanue MK-crektpoB 6amOycyupsoB TpeOyercs Ui aHanu3a GyHKIHOHAIbHBIX TPYIII
U MOJIEKYJISIPHOTO pacro3HaBaHusi, a SIMP-cnektpockonusi [uist ompeneneHuss KOHpopManui u
B3aUMOJICICTBUI B MOJIEKYJIE.

DT METoAbl W MOJAXOAbl NPEACTABISIOT COOONM AKTUBHO MCCIEAYEMYIO 00JIacTh, U HX
JanbpHeliee pa3BUTHE MOXKET IPUBECTH K HOBBIM (DYHKLIMOHAIbHBIM MaTepualiaM U MPHUIIOKEHUSM.

HK-ciektp 06amOyc[6]ypuia mnpencraBieH Ha puc.l W TOKa3pIBaeT MUKHA MOTJIOMICHUS,
COOTBETCTBYIOLIME KOeOaHUSIM (DYyHKIIMOHAJIBHBIX IPYIII, IPUCYTCTBYIOIIUX B MOJIEKYJIE.

BaM6yc[6]ypI/m‘
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HCKOTOpBIe N3 XapaKTCPHBIX ITUKOB I/IK-HOFJ'IOH_ICHI/IH, KOTOPLIC MOXKHO Ha6.HIO,[[aTB B CIICKTPC

OamOycypuiia, BKIIFOYAOT:
 mmpokuii muk npu 3404 cMm?l cooTBeTCTBYeT BaJeHTHOMY KoneOanuio cBssedi N-H B

KapOaMHIHBIX TPYIIAX TJIUKOIYPUIOBBIX 3BEHBEB;
» muk ripu 2940 cm™ cooTBeTCTBYeT BanleHTHOMY Konebanuio cBsaseil CH B METHIIEHOBBIX MOCTHKAX;
« muk mpu 1681 cM, KOTOpPBIA COOTBETCTBYET BANEHTHOMY KOJEOAHHIO KapOOHMIHHBIX

(C = O) rpynn B kapOaMUAHBIX 3BEHBSX TNIUKOIYpHUIIA.
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« muk npu 982 cml coorBerctByer cBssu N-H, a mpu 1446 cm? — rpymme CHa.
M1 o6Hapyxumu cBs3u CH pn 789 cm™ 1 656 e,

[ToMuMO KapOOHUIBHBIX BAICHTHBIX KoJjeOaHWi, 6aMOyCYpHIIBI MOTYT MPOSIBIISATh U APYTUe
BubI KoieOanuii B UK-cnekrpe, Takue kak aedgopmaninonnbie konedbanus rpynn CHz u Herockue
nedopMaIMOHHbBIE KOJICOaHHSI apOMaTHIECKOTO KOJIbIIa. DTH KOJIEOaHUs MOTYT MPOSIBISATHCS B BUIC
IMMPOKHKX ToJ10¢ B o6mactu 12001500 cm™.

OTH METOABl W TOJXOABl TPEICTABISIOT COOOW aKTUBHO HCCIEAYeMYI0 O0JIacTh, W HUX
JalbHelIIee pa3BUTHE MOKET MPUBECTU K HOBBIM (DYHKIIMOHATILHBIM MaTepHUaaaM U MPUIOKECHUSIM.

3akJirouenue

bamOycypunbl  UMEIOT  OOJNbIIME IUKIMYECKHE CTPYKTYPBI, OOBIYHO  COJEpIKAIIUe
MOBTOPSIFOIINECS AMU/IHBIE TPYIIIIHL.

Onu 007a1a10T CIIOCOOHOCTHIO 00pPA30BBIBATh BKIIOUEHHS MM KOMIUIEKCHI C MOJEKYJIaMu
TOCTSIMH BHYTPH CBOEH IOJIOCTH. DTO CBOMCTBO JA€TAaeT UX MHTEPECHBIMH ISl HCIIOJIb30BAHUS B
pa3NUYHBIX 00JAcTAX, BKIIOYAS MOJEKYJISPHOE paclo3HABAaHHE M IOCTPOCHHE XUMHUYECKUX
ceHcopoB. HekoTopreie nccnenoBaTenn paccMaTpuBaloT 0aMOyCyprilbl B Ka4eCTBE MOTEHIMATBHBIX
KOMIIOHEHTOB /ISl JIOCTABKM JIGKAPCTBEHHBIX BEIIECTB B OPraHM3M, HCIIONB3YyS HMX CBOWCTBA
B3aUMOJCHCTBHUS C TOCTEBBIMU MOJICKYJIaMHU.

BamOycypuiiel  ciocoOHBI (OPMHPOBATH BHYTPEHHHE BOJOPOJHBIC CBSI3U C TOCTEBBIMH
MOJIEKYJIAMH, YTO SIBJISIETCS OCHOBOM U151 00pa30BaHMs KOMILIEKCOB.

HccnenoBanus B obsiactu 6aMOyCypHIIOB YacTO CBSI3aHbI C Pa3pabOTKONW HOBBIX MAaTepHAJIOB,
KaTaJM3aTOPOB, CEHCOPOB M JPYTUX (YHKIIMOHAIBHBIX CHCTEM, OCHOBAHHBIX HAa MX YHHKAJIbHBIX
XMMHYECKHUX CBOMCTBAX.

B coBpemeHHOIT Hayke pa3padaThIBAlOTCS HOBBIE CTPATETHMH CHHTE3a W (YHKIMOHATU3AINU
06aMOyCypHIIOB [T pacUIMPEHHs UX IPUMEHUMOCTH B PA3IMYHBIX 00IACTIX XUMUH.
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Pa3paboTka u ucciieoBanue (poTO0TBEpP:KIaeMbIX cycnieH3mii Ha ocHoBe Al203
A.W. Temupranues, 1.1O. Bepxomanckuii, JI.A. Tkaues
Hayunslii pykoBoaurens: A.T.H. M.A. XXykos
Hammonaneubiit UccnenoBarensbckuii Tomckuit ['ocyaapcTBEHHBIN Y HUBEPCUTET,
Poccus, r. Tomck, np. Jlenuna, 36, 634050
E-mail: temirgalievlal@yandex.ru

Development and research of photo-curable suspensions based on Al203
A.l. Temirgaliev, Y.Y. Verkhoshanskiy, D.A. Tkachev
Scientific Supervisor: Dr. ILA. Zhukov
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: temirgalievlal@yandex.ru

Abstract. In this study, the curing behavior of alumina-based slurry with varying ceramic-to-polymer
ratios and different mixing methods was studied. Green bodies were produced via 3D-printing using
an SLA method. The density and occurring during the sintering process shrinkage were measured.
The curing depth and the dynamic viscosity were investigated in order to determine the most optimal
procedure for creation of 70 wt. % alumina-based slurry.

Key words: 3D printing, cure depth, Al2Os.

Beenenne

AJJIMTUBHOE IPOU3BOJACTBO, Takke MH3BecTHOe Kak 3D-neuath, mnpemiaraer Oojbloe
KOJIMYECTBO MPUMEHEHUI B aBTOMOOMIIbHOM, METUIIUHCKOM, a3pPOKOCMUYECKOM U MPOUYUX 00JIaCTIX
[1]. Uznenus pa3HbIX GOpM U pa3MEpOB U3 MHOTHX MATEPHAIIOB, TAKUX KaK MOJIUMEPHI, METAILIbI U
CIUIaBbI, KOMIIO3UTHI U KEPAMUKH MOTYT ObITh IOJy4Y€HBl aJIMTUBHBIMU MeTOAaMu. B mnociennue
roJipl IPUMEHEHUE KEPAMUYECKUX MAaTEPUAJIOB B A IUTUBHBIX TEXHOJIOTUAX 3HAYUTEIBLHO BO3POCIIO.
Kepamuueckue wmarepuanbl IMOKa3bIBAIOT BBICOKYIO IPOU3BOJAUTENBHOCTh OJaroaaps CBOUM
MEXaHUUYEeCKUM xapaktepuctukam. Cpean HuX 0coOeHHO BbiaensitoTcs okcun amomunus (Al203),
mrokeu upkoHus (ZrO2) U KOMITO3UTHI HA UX OCHOBE. BBICOKHE TepMHUYECKHe, MEXaHHUECKUE U
EKTPUYECKUE CBOMCTBA JaHHBIX MATEPUAJIOB MO3BOJIAIOT UCIIOJIB30BATH UX B a3POKOCMUYECKOM,
SHEPreTUYECKOH, MHUKPOINEKTPOHHOW obiacTax M B KadecTBe OuomarepuanoB. Ceituac
KepaMHUYeCcKHe H3/eIHsl B OCHOBHOM IPOU3BOAATCS OOLICHPUHATHIMH METO/JaMH, TaKUMH Kak
NPECcCCOBaHUE M JINThe MoJ AaBicHueM [2]. HecMoTpst Ha 3TO, 0OBEKTHI CIOKHON (HOPMBI MOXKHO
IIOJIYYUTh TOJIBKO C IIOMOLIBIO BPEMs- U PECYPCO3aTPATHBIX IPOLECCOB, B PE3YIbTATE KOTOPBIX
pacxoIyeTcsl 3HAYUTEIbHOE KOJIMYECTBO MaTepuaya. AJAUTUBHBIE TEXHOJOTMU PELIAT 3Ty
npobaemMy, IpOU3BOIs I€TAIH, TPEOyIOIMe MUHUMAIbHON 00pab0TKH, HO B TO e BPEMsl UMEIOT Psijl
HEJOCTaTKOB — B TMIPOILIECCE€ YAAJNEHUS CBS3YIOIIEr0 M CIEKaHUus MOTyT OOpa3oBBIBATHCA
MHKPOTPEIIHHBI U 1e(heKThI, YXy/IIA0NIIe MEXaHUUSCKHE XapaKkTeprucTHKu Matepuana [3]. B cBs3u
C OTUM LEJbI0 JTaHHOU paboThl SABJISIETCS pa3paboTKa U UCCIIEAOBAHUE KEpaMHUYECKOr0 MaTepuala
s crepeonurorpaduyeckoit 3D neuartu.

JKCNEepUMEHTAIbHASA YaCTh

Jlisi TOJArOTOBKM KEepaMHUECKOW CycleH3uu s cTepeonutorpaduueckoir 3D meuaTtu
VICTIONB30BAlICA KepaMuueckuii mopomok Mapku BK95-1 (KOMET Ay, Poccus, r. Momkap-Ona) Ha
ocuoBe a-Al203 ¢ nodasnennem cuctemsl Si02-MgO-CaO. Hanuuue no6asok B Buae SiO2, MgO u
CaO cmocobcTBYeT (OpMHUPOBAHHIO CTEKJIO(A3bl MO TPAaHUIIAM 3epeH M O0pPa30BAHUIO TPOWHBIX
coenuHennii cucrembl Al203-Si02-CaO KoTOpble CIIOCOOCTBYIOT CHIDKEHHIO TEMIIEPaTyphl
crniekaaus. Takoke 11t MO (UKAIIMY TIOBEPXHOCTH MOPOIIKA M B TIOCIIEICTBHH CHIDKEHUH BSI3KOCTH

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

CYCIICH3MI HCMOJb30Bajack aucneprupyromias nodaska (BYK-111) Ha ocHoBe ClioKHOTO 3dupa
(dhochopHOI KUCTOTHI.

JloGaBka BBOAMIIACH B CpElle CIUPTA C IMOCICAYIOIIMM IepeMEIIMBaHUEM B TUIAHETAPHON
MEJBHUIIE B TeUueHHe 15 MuHyT mpu yactore BpamieHus 14 I'm ¢ memonumu Tenamu u3 ZrOz B
cooTHomeHNH 3:1 OT Macchl MOPOIIKA JJIsi PAaBHOMEPHOTO PACHIPEICIICHUs JUCIICPTUPYIOMIEH
nobasku. [locne mepememmBanus nopomok BeicymuBanu npu 80 °C B Teuenuu cyrtok. [locne
W3BJICUCHHUS U3 TICUN MaTepUal ObLI MPOCESTH.

B kawectBe (HOTOMONMMEPHOrO CBSA3YIOLIETO HCIOJNB30BAJICA COCTaB Ha OCHOBE
JMMETAaKpPUJIOBOTO  OJNUTO3(Hpa, AMMETAKPHIOBOTO OJIMTOTIUKONS, METaKpUiIOBOro ((eHum)
3(¢UpHOro MOHOMEpA, OJIUTOypeTaH AUMeTakpuiata U 2 macc. % (GOTOMHUIIMATOpA PalUKaAIbHOM
MoJIMMEpH3aIuu 2,2-muMeTokcn 2-QeHm anerodeHona (kommepueckoe Ha3Banue Irgacur 651).

HccnenoBanus AMHAMUYECKOM BA3KOCTHU MOIY4aeMbIX CYCHEH3UN MPOBOAWIN B 3aBUCUMOCTHU
OT METO/Ia 3aMEIINBAHS U COJICPKAHUS ITOPOIIKOBOT'O MaTepuraa.

Taxxe s ompeneneHuss MapaMeTpoOB Me4aTd OBUIM  HCCIEAOBaHbI  IapaMeTphl
MOJIMMEPH3AIUU C JAITBHEUITNM almpoKCUMHUpPOBaHUEM 10 3akoHy bepa-Jlambepra. st meuyartu
00pasnoB ucmons3oBaicsa ¢Goromonmumepubiii 3D-npuntep Photon Mono X ¢ HHTEHCHBHOCTBIO
yIIBTPaduOIeTOBOTO M3TydeHus 6,5 MJIK/cM?,
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PesyabTaTsl

Ha pucynke 1 npuBeneHbl pe3ysibTaThl U3MEpPEHMH TINTyOMHBI OTBepxkAeHus (puc. la) u
JTMHAMHYECKOM BSI3KOCTH CYCIICH3UH BapbHpyeMoro cocraBa (puc. 10), TOJYy4CHHBIX C
KCIIOJIb30BAaHUEM PA3IMYHBIX METO/IOB HA OCHOBE MCXOJIHON CMOJIBI C BAPbUPYEMBIM COJECP>KaHUEM
nopomkoB BK-95-1, rme: Monx — wucnonb3oBaics MoauduuupoBaHHbIM mopomok BK-95-1;
Y3 — nmpoBeneHa yiIbTpa3BykKoBas 00pabOTKa; BakKyyM — TMPOBEJCHO BaKyyMHUPOBAHUE;
MA — nepemMenmrBaHnue UCXOTHBIX MaTEPHAIIOB IIPOBOIUIIOCH B TUTAHETAPHON MEIIBHHMIIC C TEJIAMH U3
ZrO2 tedenue 30 MuHYT ¢ yacToToi Bpamierus 30 ['m.

140

900
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Puc. 1. Pesynomamul usmepernus enyounsl omeepicoenus (a) u ounamuyeckou esazkocmu (0)

o

CornacHo rpadukam, IpeICTaBICHHBIM Ha pUCYHKE |, BA3KOCTh TOJTYYEHHBIX CYCIICH3HI TTPH
HU3KHX cKopocTax casura (10 0,01 o6/c) Bapeupyetcs ot ~100 [1a-c 1o ~900 I1a-c. Takum o6pazom,
C TOYKH 3pPEHHS PEOJIOTUYECKHX CBOWCTB, HaWOOJee ONTUMAIBHBIA METON TIOITy4eHUS
¢doTonmonumMepuszyeMoii cycrieH3uu, copepxkamei 10 70 macc. % Al.03 cocrouT M3 ciemyrommx
KITIOYEBBIX ATAIIOB:

1) Momudukanus WMCXOAHOTO MOPOIIKOBOIO Marepuaia ITyTeM BBeIeHHsS 3 Macc. %
nucnieprupyrorieit no6asku BYK-111;
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2) cMmemMBaHWEe MOIUGUIIMPOBAHHOTO MOPOIIKOBOIO MaTepHaja C HCIOJb30BaHHEM
BEPXHETIPUBOJIHON MEIIAIKU MyTeM IOCTENEeHHOro J00aBlICHHs MOPOLIKAa B CBS3YIOLIEE B XOJE
HEMPEPBIBHOTO MIEPEMEIITUBAHUS;

3) yneTpa3BykoBas 00pabOoTKa MOTydYEeHHOH cycren3uu ¢ yactotoi 40 kI'1i B Teuenue 15 MUHYT;

4) BaKyyMUpPOBaHHUE CYCIICH3UU B TCUCHUH 2 4aCOB.

Tak xak KOHEYHasl IJIOTHOCTb M3JETHI HAMPSAMYIO 3aBUCUT OT COJECpPKAHUS MOPOILIKOBOTO
MaTepuana, Uil JajbHeWmed mnedaTtd Obl1 BBIOpaH coctaB ¢ coxaepkanuem 70 wmacce. %
KepaMHU4ecKoro nopouika. Tak ObUIM HarmeyaTaHbl U ClIeYeHbl 00paslibl B BUIE LUIMHAPOB U O6AOK
(puc. 2). Ilo pe3ynbraTaM HUCCIEIOBaHHUs OOpA3IOB IOCIE CICKAHHWS YCaaKa B HaIpaBICHUU
Ox/Qy cocrasuna ~21,5 % u ~28,3 % s Hanpasiaenus OZ; MIOTHOCTH cocTaBmia ~3,3 r/em?, 4to
sBisieTcst 89 % OT TEOpEeTUUECKOi.

Puc. 2. Cneuennvie 0bpasywl 6 sude yurunopa u 0amKu

3akirouenue

B pesynbTare uccnenoBaHus ObUIM M3TOTOBJIEHBI M M3Y4EHBI 00paslibl HA OCHOBE MOPOLIKA
Mapku BK95-1, minoTHOCTH KOTOpBIX TOcie chekaHus coctaBuia 89 % OT TEeopeTUuYecKoil.
[Tonumepusanus OCYIIECTBIANACh C BapbUPYEMBIM BpEMEHEM BO3IEHCTBHA Y D-H31ydeHUS.
PaccuntanHoe 3Hayenue Ec mma cocraBa ¢ 70 macc. % mnopomka cocTaBuino ~84 mJlx/cmZ.
YcTaHOBNIEHO, YTO TIEpEMEIIMBAHUE CYCIIEH3UU C HUCIIOJIb30BAHUEM BEPXHENPHUBOIHON MEIIATKH C
JOMOJTHUTEIbHOI 00pabOTKOH yabTPa3BYKOM C MOCIEAYIOLIEH BaKkyyMallen MOI0KUTEIbHO BIUSET
Ha PEOJIOTUYECKHE XApaKTEPUCTHKU KepaMUYeCKUX cycreH3ui. VccinenoBaHue BBIOJHEHO HpPU
noanepskke [Iporpammsl passutust Tomckoro rocyaapcreenHoro yausepcutera (IIpuopurer-2030).

Paboma evinonnena 3a cuem epamma Poccuiickozo nayumoco ¢honoa Ne 23-29-00724,

https://rscf.ru/project/23-29-00724/
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IHonyyenne MaTepuaJioB /1Jisl BOCCTAHOBJIEHHS KOCTHBIX TKaHel
HA OCHOBE FHAPOKCHANIATUTA U AJIbTUHATA HATPUSA
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Preparation of materials for bone tissue restoration
based on hydroxyapatite and sodium alginate
S.D. Titova, V.A. Bill, R.T. Sadykov
Scientific Supervisor: Ass. Prof., Dr., I.LA. Kurzina
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Abstract. The paper describes the synthesis of a composite material based on sodium alginate and
hydroxyapatite and the study of their surface morphology and phase composition.
Key words: composite, sodium alginate, hydroxyapatite, morphology, phase composition

BBenenne

B Hacrosimmee Bpems mpo0OiieMa BOCCTAHOBJICHHE KOCTHBIX TKaHEW SIBISICTCS OJHUM U3
KIIIOYEBBIX BOIPOCOB COBpeMeHHOU Meaumuubl [1]. TIoBpekaeHne i moTepsi KOCTHONH TKaHH B
pezyﬂbTaTe BMCIIATCIIbCTB B OPraHu3M M TpaBM, MOXKCT CYHICCTBCHHO YXYIIIUTb Ka4€CTBO KHW3HU
nanueHTa. OQuH W3 MEPCIEKTUBHBIX IMOJAXOJ0B K PEIICHUIO ATOW IMPOOJIEMBbI - HCIOJIb30BaHUE
KOMITO3MIIMOHHBIX MarepuaioB B Buie umiuiantatoB [1]. Tlox 3Ty posib XOpOIIO MOIXOIUT
COCIMHCHHE aJbI'MHATA HATpHUs M THApoKcuaraturta. AnbruHat Hatpus (AH) oOmamaer HU3KOM
TOKCHYHOCTBI0, OMOCOBMECTHMOCTHIO H, TaK K€, OH OMopasyiaraeM, odTOMY XOPOIIO MOJAXOAUT ISt
ucnons3oBanus B Meauimae [1]. T'mapokcuanatur (I'A) B GONBIIIOM KOJIUYECTBE MPUCYTCTBYET B
KOCTHOﬁ TKaHU, CHOCO6CTBy6T OCTGOKOHJIYKTI/IBHOCTI/I nu ITOBBIIIICHHUU MECXAHNYCCKUX
XapakTepucThK. JlaHHBIi MaTepHal yke mpuMeHseTcs B Ouomenuiute. [2] [TosTomMy UConb30BaHuEe
albI'MHATA HATPUs W TUIPOKCHANIATUTA /IS WCCICJAOBAHMM B O0JAcCTH CHHTE3a MaTepuaia s
BOCCTAHOBJICHHSI KOCTHBIX TKaHEH MMEIOT OOJIBIIYI0 aKTYalbHOCTh B COBPEMEHHOM MEAMIIMHCKOM
MarepuanoBeneHnn. llenbio maHHOW pPaOOTHI SIBISIETCS CHHTE3 HOBOTO MaTepHalia Ha OCHOBE
ajlbrMHATa HATpUsl U TUAPOKCUAIIATUTA I BOCCTAHOBJIEHUS KOCTHBIX TKAHEHM W MCCIEIOBAaHUE
MOP(OJIOTHH MOBEPXHOCTH U (PAa30BOTO COCTABA.

DKCNEePUMEHTATbHAS YaCTh
Cunre3 o6pasios I'A [3] mpoBoauiu mo cieayroieit Mmeroanke (1):

10Ca(NO3)2 + 6(NH4)2HPO4 + 8NH4OH — Ca10(PO4)s(OH)2 + 20NH4NO3 1)

PactBopb! HUTpata kanbius (0,5 Monb/n) u ruapodocdara ammonus (0,3 MOIb/IT) cMeIIany B
crakane. pH ObuT orperymupoBan g0 10-11 myrem mo0aBieHUS pacTBOpa THIPOKCHIIA aMMOHUS
(25 %). Cmech Harpenu B MUKPOBOJHOBOM meun Tpu MormHocTd 110 BT 1 goBoammM 10 KUTNCHUS
npu 100 °C. Ocanky nanm co3peTh B pacTBope B TedeHHH 48 dacoB. OcaJiok OTQWIBTPOBAIU H
BBICYIIWIM B cymmwibHOM mkadpy npu 110 °C B tedenue 20 yacoB. 3areM €ro MOMECTUIH B
my¢enpHyto meub npu 300 °C Ha 2 4yaca. PactBop ambrunara Hatpus (1 %) u mosydeHHbIH
THIPOKCHANATUT OBLIM CMEIIAHbI JJIsl TIONyYeHHUS! YeThIPEeX KOMITO3UTHBIX 00Pa3IOB C Pa3IMuHbIM
MacCOBBIM COOTHOLIEHHEM (Tabd1. 1).
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Tabauya 1
Cocma6 KOMNO3UYUOHHbBIX Mamepuafzoe
06 AH:TA AH:TA AH:TA AH:TA
pasel 90:10 80:20 70:30 60:40
p-p AH, macc % 90 80 70 60
T'A, macc % 10 20 30 40

Mopdonoruo nosry4eHHbIX KOMIO3UTOB HCCIIEA0BAIN C TOMOIIBIO CUCTEMBI C AJIEKTPOHHBIM
1 cOKyCHPOBAHHBIM MOHHBEIM ImydkoM Quanta 200 3D npu Hanpsikenuu 5 kB.

@Da30BbIi COCTaB U CTPYKTYpHBIE MapaMmeTpbl 00pa3lioB HUCCIEIOBAd Ha PEHTTEHOBCKOM
mudpakromerpe XRD-6000 na CuK,-m3nydenun. AnHamu3 (a30BOro cocTaBa NpPOBEIU C
HUcroabp30oBanreM 0a3 ganueix PDF 2.

CrieKkTpbl HaApYIICHHOTO MOJHOTO BHYTPEHHErO OTPa)XCHHsS 00pasIoB, MPEICTABICHHBIX Ha
aHallM3, pETUCTpUpoBaNNCh B guamazoHe 370-6000 cm! ma MK-®ypse crmekTpomerpe
Bruker Tensor 27 (na npucraske "Anmas na KPC-5"), D =4 cmt, 128 HakormIeHwuii.

Pe3yabTarhl

HccnenoBanue MOpGOJIOTHU MMOBEPXHOCTH TIOKA3aJ10, YTO YacTUIlbl ['A mpeacTaBistor coOoi
arJoMepaTsl HEMpaBWIBHOH (OpMBI cO cpemHuUM pasMepoM 29 MKM W B KOMIO3HIIMOHHBIX
MaTepuasax rnokasareib He u3mensercs (puc. 1).

Puc. 1. COM uzobpasicenus nosepxnocmu wucmozo I'A
u xomnosumos AH:T'A 60:40, AH:I'A 70:30, AH:I'A 80:20, AH:I'A 90:10

HccnenoBanre KOMIOHEHTHOTO COCTaBa HE IOKa3alo oOOpa3oBaHME HOBBIX CBA3eH WM
s dexToB oT M3MeHeHus maccoBoro cooTHomeHuss AH:I'A. Crnexktpsl 00pa3noB MpeacTaBICHBI
T0JIOCAMU XapaKTePHbIMH [l BaleHTHBIX KonebGanuil gocaTtHeix rpynn B obaactu 1054 cm™,
TMAPOKCHIBHEIX Tpymn B obmactu 3300-2500 oM, kapOOKCHIBHBIX Tpymm B 06IacTu
1610-1330 cm?, kapGoHHUIBHBIX TPyMI B 06macti 1600—1560 cm™, MeTHIeHOBBIX IpyNH B 061aCTH
2926 cm* u nedopManmoHHBIX Konebanuii pocdaTHbIX rpymm B o6macta 1000-500 em? (puc. 2).

Metonom POA ycTaHoBIE€HO, 4TO OCHOBHOU (Da30ii KOMIO3UIIMOHHBIX MaTepHUajoB SIBIISETCS
I'A, nocroponHux (a3 He npucyrcTByeT. Pediiekcsl anpruHara HaTpus He ObUIM 3a(pUKCHUPOBAHBI,
TaK Kak OH MPEICTABISET MOJIHOCTBI0 aMopdHYI0 a3y (puc. 2).

PaccunTanHble pa3Mepbl KPUCTAJUIUTOB KOMIIO3WIIMOHHBIX MaTepHAIIOB HE W3MEHSIOTCS U
cocTaBistoT oT 18 10 21 HM, creneHs KpuctaummyHocTy OT 83 10 88 % (Tabmn.2).

Tabauya 2
3asucumocmo OKP u cmenenu KpucmaiiuyHoCmu om coCmaga KOMNO3UYUOHHO20 Mamepuania
Ob6pazenn AH:T'A 90:10 AH:T'A 80:20 AH:T'A 70:30 AH:T'A 60:40
Pasmep OKP, um 18 21 18 18
Creneis 84 88 83 86
KPUCTAJUTMYHOCTH, %o
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Puc. 2. Juippaxmoepammer obpasyos yucmoeo I'A
u komnosumog AH:I'A: 90:10, 80:20, 70:30, 60:40, I'A, smanonuas ougppaxmozpamma I'A

3akioyeHue

[Tomy4yeHbl KOMIIO3UIIMOHHBIE MaTepuaibl Ha ocHOBE 1 %-0ro pacTBOpa albruHaTa HATPUS U
TUIpoKcHanaTuToOM B cooTHomeHusax: 60:40, 70:30, 80:20, 90:10. Metonom MK-crniekTpocTKoOMuw,
OBUIO YCTaHOBJICHO, YTO HUKAKMX HOBBIX CBs3ei Wi 3(()EKTOB HE BO3HUKACT NMPH M3MEHEHUH
MaccOBOI'0 COOTHOILIECHMS ajbI'MHATa HATPUS U TUIPOKCHANIATUTA B KOMITO3UIIMOHHBIX MaTepuaax.
PenTtrenogasoBblii aHanu3 Mokasaj, YTO OCHOBHOH (pa30ii MUHEPaTbHOIO HAIIOJHUTENS B KOMIIO3UTE
seisiercst Tuapokcuanatut Caio(PO4)s(OH)2. Beuio ycraHOBIEHO, 4TO, MOPGOIOTHS TOBEPXHOCTH
KOMITO3UTHOTO MaTepHalia Ha OCHOBE ajbI'MHATA HATPUS U THIPOKCHUAIIATUTa HE U3MEHSETCS.

Paboma npoeoounace ¢ npumenenuem ob6opyoosanusi ToMCKO20 pe2UOHANbHO20 YeHmMpPa

KOJULEKMUBHO20 NOAb308aHUs. Paboma evinonnena npu nooodepoicke Munucmepcmea HayKu u 8bLCULe20
obpaszosanusi FSWM-2020-0037.
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IHonusrcTep Kak 0CHOBa MaTepuaJia 1Js Npo6ooTdopa
IPU AHAJIM3€ OCTATOYHOI0 COAEPKAHMUS BelIeCTB HA IOBEPXHOCTH 000PY/A0BAHUS
C.I'. TyskoBa, M.B. MuxanbueHKOB
Hayunsblii pykoBoautens: K.X.H., JI.A. Kypraues
HaumonaneHblil ncciieroBarenbCkuii TOMCKHUI TOCYJapCTBEHHBIN YHUBEPCUTET
Poccus, r. Tomck, nip. Jlenuna, 36, 634050
E-mail: tuyakoval23@gmail.com

Polyester as the basis for sampling material for residue analysis on equipment surfaces
S.G. Tuyakova, M.V. Mikhalchenkov
Scientific Supervisor: Ph.D., D.A. Kurgachev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: tuyakoval23@gmail.com

Abstract. In this work, an initial evaluation of the performance of the polyester swabs created
in comparison to a commercially available cellulose swab has been carried out. The polyester swab
was found to have a higher recovery rate than the cellulose swab (77.5 % and 64.2 %,
respectively). It is shown that the use of polyester swab allows to combine the procedure
of selection, preservation of investigated samples. Polyester swab is completely dissolved
in acetonitrile and the resulting solution is used as an analyte for the determination of caffeine
by HPLC.

Key words: Equipment cleanliness control, swab, HPLC, polyester, cellulose.

BBenenne

Bo u3bexxaHue nepekpecTHOM KOHTaMHMHAIMKM NPH HPOU3BOACTBE JIEKAPCTBEHHBIX CPEICTB,
3aKoHoaTeNbcTBO P Tpebyer cobioaaTh OCHOBHBIE MPUHLIMIIBI KOHTPOJIS U 0OECIIeueHUs] KauecTBa,
KoTopble m3iaraiotcs B «[IpaBmiax mpowm3BojicTBa JiekapcTBeHHBIX cpenctB» (GMP). Bo mHOrmx
ciydasix Ha (apMaleBTUUECKOM MPOU3BOACTBE YKMCIIO MPOU3BOJCTBEHHBIX JIMHUI OIPaHHMYEHO U OJIHO
U TO k€ 00OpyIOBaHME HCIOJb3YEeTCs JJISi MPOU3BOJCTBA PA3IMUHBIX JIEKAPCTBEHHBIX IPENapaToB.
IToMMMO KOHTaMHHAIMK W3 JIPYrOM MaTpullbl, JIGKAPCTBEHHOE CPEACTBO MOXET OBITh 3arpsi3HEHO
MOIOIMMH WM JE3UH(QUUUPYIOIUMH CPEACTBAMU, YaCTUIIAMHU IbUIM, CMAa304YHbIMU MaTepuallaMH
u T.11. [ToaTOMy KOHTpOJIb YUCTOTHI MPON3BOICTBEHHON JIMHUH OCTA&TCs BaXKHOM MPoOIeMOil KOHTPOJIS
KadyecTBa U o0ecrieyeHus: 0€3011aCHOCTH JIEKApCTBEHHOTO CPEJICTBA.

[TockonbKy cofiepKaHue OCTaTOYHBIX BEIIECTB HA MOBEPXHOCTU KpaiiHe HU3K0€e, HE0OX0IMMO
HCIOJIb30BaTh BHICOKOYYBCTBUTEIbHBIE METO/IbI aHAIN3a, Harpumep BOKX.

FDA pekomeHIyeT HCIOJIb30BaTh METOJ MpsAMOro oTOopa mNpod C MOBEPXHOCTH
obopynoBanusi (METOA Ma3KOB) Ul aHaKW3a OCTaTOYHOrO cojepxanus Bemect [1, 2]. OgHako
3TOT METOJ] UMEET HECKOJIbKO OrpaHMYeHMH — 3aTpyAHEH cOOp BEIIECTB C TPYAHOIOCTYIHBIX
MOBEPXHOCTEN M ONpeneNE€HHbIA BKJaJ BHOCUT MaTepuas cBaba M ero ucnoiHenue. [locnennue
(akTopbl MOTYT CHM3UTHh COPOILMIO Ha MaTepual M JecOopOLHI0 B PacTBOp, B pe3ysIbTaTe YEro
CHIDKAeTCs PAacKphIBaEMOCTh MeToja. Marepuan cBaba Takke He JOJDKEH BHOCHTH 3arpsisHEHHE
Ha TIOBEPXHOCTh 000PY10BaHUSI.

B xkauectBe cBaba wyamie BCero HUCHOJB3YeTCS MJCWEBBIA W JOCTYIHBIM Marepuan —
[IeJUTFOJI03HAs BaTta. Ha phIHKE MMEIOTCS ClielUalibHbIE CBAaOBI, TIPEICTABIISIONINE COO0N TKAHHBINA
MaTepHual, IPUKIECHHbI K IUIACTMKOBOM ocHOBe. Vcrmosibp3oBaHHWE ATHX BUAOB CBAOOB TpedyeT
JIOTIOJIHUTEIBHOE BBEJEHUE CTaJUU NMPOOOMOJArOTOBKH, B PE3yjibTaTe 4YEro MOTYT ObITh MOTEpH
IIpY NIPOBEICHUH aHAJIN3A.
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Lenp manHOW pPabOTBI COCTOMT B MEPBUYHOM OIICHKE MPUTOJHOCTH CO3JaHHBIX CBaOOB
U3 MOJMACTEPa, AJI ONTUMHU3ALMM MPOOONOATOTOBKM M AAJbHEHIIEr0 XUMHUYECKOrO KOHTPOJIS
YHCTOTHI 000pyI0BaHMA (hapMaleBTHUECKOTO MTPOU3BOICTBA

JKcNepUMeHTaIbHAasA YaCTh

Ha cranpHBIX MiIacTMHKaX UMHUTHPOBAIM 3arps3HEHHE KOPEMHOM, TaK KaK 3TO BEIIECTBO
aKTHUBHO HCHOJIB3yeTCs B (hapMalieBTHUECKOM oTpaciu. B kauecTBe cBaba MCTONB30BaIM I'y0UaThIN
MOJINMEP, TMOJIYYEHHBIH MeTOoaoM BbIlenadnBaHus. [Ipo6ooTdéop M mpoOOmoAroToBKa OMHUCaHA
B Tabiuue 1. Perucrtpamuio aHaIUTHYECKOTO CUTHAja IMOJYYEHHBIX PACTBOPOB MPOBOIMIN
MerogoM BOXXX co crnekrpodoTOMETpHYECKUM JETEKTUPOBAHHEM. AHAIM3 MPOBOJWICA IPH
CIIEAYIOMIMX YCIOBUAX: KosoHKa: 4,6x150, mponpueTapHbIi COpOCHT; PEXUM DIIIOUPOBAHUS:
M30KpaTHYECKHIT; TeMIiepaTypa TepMocrara KojaoHku: 25 °C; 00beM BBOAUMOI poOsI: 50 MKJI.

Tabauya 1

Onucanue 6apuanmog npoo6onoo02omosKu

OnsIT Oco6eHHoCTh MPOOONOATOTOBKH
Konrponsusni | K 1 M pabouero cnmproBoro pactsopa kodenHa 100aBisuii 4 My alleTOHUTPHIIA.

OpHuM BaTHBIM CBaOOM, CMOYEHHBIM B CIHpTE, 00padaThIBAJIM MOBEPXHOCTh IUIACTHHBI,
MIOMEIIATN B IEHUIIMUIMHOBBIA cOoCcyl M OOABISIIN 5 MJT alleTOHUTPHIIA. 3aTeM NMPOTHPAIH Ty e
1 MOBEPXHOCTh CYXHM CBaOOM aHAJOTMYHOTO MaTepuaya, IoMemann cBabd B TOT ke
MICHUIWUTHHOBEIA cocya. BeimepkuBamu 15 munyT. [lomydeHHBIH pacTBOp MEPEHOCHIH B KOJIOY
BMECTHMOCTBIO 25 MJI M JJOBOAMIH AETOHUTPHUIOM 10 METKU M MEPEMEIIUBAIIH.

OpHuM cBaOOM M3 TONM3CTEpPA, CMOYCHHBIM B CIHMpPTE, 00padaThIBalM MOBEPXHOCTH IUIACTHHBI,
MOMEIaM B IEHUIIMJUTMHOBBIA COCy/l U HOOABIISIIM 5 MJT alleTOHUTPHIA. 3aTeM MPOTHUPAIIN TY XKe
2 MOBEPXHOCTh CYXMM CBaOOM aHAJOTMYHOTO Marepuana, I[oMemand cBabd B TOT IKe
MEHULIWUTMHOBBIA cocya. IlomyueHHBIN pacTBOp MEPEeHOCHWIH B KOJIOY BMECTHMOCTBIO 25 MI H
JIOBOJIMJIM AIIeTOHUTPUIIOM JI0 METKH M NIEpEeMEIINBaIIH.

Pe3yabTaTsl

Ha pucynke 1 mpencraBieHa xpomarorpamma CTaHIapTHOTO pacTBopa kodeuHa. Ha pucynke
2 W 3 mpencTaBiieHbl XPOMATOTpaMMbl H3BJI€UEHUsT KOQEWHa i CBA0OB W3 IEJUTFOJIO3BI
Y TIoNUACTepa  COOTBETCTBEHHO. KoadduumeHT u3BIEUYEeHHUs PACCUYUTHIBATM  OTHOCHUTEIHHO
OKHJaeMON KOHIIEHTpAuu KOperHa B KOHTPOJIbHOM OIIBITE.

T ] BT A T T T (L
i
" ' ! ' :
Puc. 1. Xpomamoepamma Puc. 2. Xpomamoepamma Puc. 3. Xpomamoepamma obpasya ceaba
CMaHOapmHo20 pacmeopa Kopeuna 0bpasya ceaba u3 Yeunono3sl u3 noauscmepa
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Ha pucynke 4 npencraBieHbl pe3ylnbTaThl pacdéra koddpuimenTa n3BiedeHus.
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Puc. 4. Kosgpgpuyuenm uzeneuenus ons eybuamozo ceaba u eamol

HauOonpmias creneHb u3BiedeHUs KodernHa HaOMIOJaeTcss NMpU HCIOJIb30BAHUU cBaba U3
MIOJINACTEPA. YBEIUUYECHHUE YKCIa UCIOJb3YEMBIX BaTHBIX MaJO4YeK WM 00bEMA BaThl JJIs PELICHUS
JAHHOM MPOOJIeMbl HEBO3MOXKHO, T.K. IPH 3KCTPAKLUHU LIEJUII0I03a, TIOMUMO OCTaBJIEHUS BOJOKOH
Ha TIOBEPXHOCTH TUIACTHHKH M B PACTBOPE, COPOMPYET HAa IOBEPXHOCTH PACTBOPHUTEIH U BEIIECTBO,
MaTepual HEOoOXOAMMO «OT)KUMaTb» Iocjae O00pabOTKM YyNbTPa3ByKOM, 4YTO OKa3bIBAaeT
JIOTIOJIHUTEIBHOE BIUSIHUE Ha TOUHOCTb, TOBTOPSIEMOCTh U IKCIIPECCHOCTh METO/1a.

3akirouenne

IIpoBeneHa mepBUYHAs OIEHKA IPUIOJHOCTH CBAO0OB W3 MOJUACTEpa IS ONTHMH3AIUU
HpO6OHOI[FOTOBKI/I 158 I[aJ'IBHefIHIeFo XUMHUYCCKOT O KOHTpOJ'[fI YUCTOTHI o6opy)103aH1/1$1
(hapmaleBTUUECKOTO POU3BOACTBA. [l0Ka3zaHO, YTO KOHIIEHTpAIUsl U3BIECYEHHOTO C MOBEPXHOCTHU
IUTACTUHKYM KoenHa cBaOOM W3 TOJUACTEpa 3aMETHO BBINIC, Ye€M IPU UCIOJIL30BaHUU cBaba u3
LEJUTIONIO3BI, YTO JIeNIaeT BO3MOXKHBIM JalbHEHIINe UCCIeIoOBaHus U yBenudeHue 3(hGeKkTHBHOCTH
CO3JIaHHBIX HAaMHU CBa0OB.

Hcnonb3oBanre cBabOB U3 MONMMACTEPA TMO3BOJSET YMEHBIIUTh BpeMsi Ha aHau3 Oe3 MoTepH B
KOJIMYECTBEHHOM OTPECIICHUN OCTaTOYHOTO COJCPXKAHWS BEIECTB Ha MOBEpXHOCTH. CTpareruei st
YBEJIMYCHHS U3BJICUCHHS BEIIICCTBA TP UCIIOF30BAHNH CBaba U3 TIOJIMACTEPa MOKET OBITh HCTIOJIE30BAHIE
OOMBIIIEro KOMUYecTBa CBA0OB U BapbHPOBAHKE PACTBOPUTEINEH Mpr 00pabOTKE MOBEPXHOCTH.
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Quasi-normal phase chromatography eluotropic raw
E.V. Upyrenko, D.A. Kurgachev
Scientific Supervisor: Prof., Dr. A.A. Bakibaev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
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Abstract. The solvent eluotropic strength raw for the quasi-normal phase mode of liquid
chromatography has been established. A pyrenethyl stationary phase was used for this work.
1,3-dinitrobenzene were used as model compounds. Composition hexane-isopropyl alcohol
60:40 was used as the initial mobile phase, to which 1%, 3%, 5%, 10 %, 15% and 20 %
of studied solvents were added. The eluotropic raw demonstrates the intensity of z-interactions
and the ability of the solvent to suppress the n-interactions.

Key words: high performance liquid chromatography (HPLC), quasi-normal phase (QNP) mode,
pyrenethyl (PYE) stationary phase, solvent, eluotropic raw.

BBenenue

KBazu-nopmanehsiii hazoBsiii (KH®) pexxum xpomaTtorpaduu OCHOBaH Ha TT-B3aMMOACHCTBUSIX
MEXIy CcTanmuoHapHOW (a3oil, MOABWKHON (a3oli m aHamTamu. B T-B3aMMOMEHCTBHSIX MOXET
y4acTBOBaTh MHOXKECTBO B3aMMOJCUCTBYIOIIMX TPYHN (Apyras apomMaThyeckas CHCTEMa; KaTHOH;
aHWOH; TaJIOTeH; TPYIINa, CIOCOOHast 00pa30BBIBATH BOJIOPOAHYIO CBSI3b; HETIOCIEHHAS AJIEKTPOHHAs
mapa; mojsipable rpymmnbl, Takue kak -CH, -OH, -NH wu gap.) [1, 2]. =#-B3aumoneiicTBus
KJIACCU(PUITUPYIOTCST B 3aBUCUMOCTH OT KOH(UTYpaIlUu B3aUMOJCUCTBYIOIIMX apOMaTHYECKUX
cCHCTeM Ha TpH Kateropuu: T-oOpasubie («edge to face») u cTakuHrOBbIE (MTAPAIICIBLHO CMEIIeHHAsT
u  «coHaBHY-KoHpuryparusn») [3]. I[lpupoma B3auMOACHCTBYIOIINX apOMAaTHYECKUX CHCTEM,
reTepOaTOMOB W 3aMECTUTENEN TakKe CYIIECTBEHHO BIIMAET Ha paclpeiesieHUE SJIEKTPOHHOMN
IJIOTHOCTA  apOMAaTHYECKOM  CHUCTEMBl U, CJE€JOBaTelbHO, HA CUJy | HalpaBJICHUE
m-B3aumogpeiictBuii  [2]. Bce  BMecTe  9TO  NPHBOAMT K BBICOKOH  CEJCKTHBHOCTH
B XpoMmaTorpapuueckomM pasJeleHuu. YCTaHOBJIeHHE 3ntooTponHoro psga B KH® momoxer
B BbIOOpE PACTBOPUTENS AJIsl YIIPABICHUS CEJICKTUBHOCTHIO.

Kak Obuto mokazaHo B pabore [4], Hambonee momymspusiii B BDXKX pactBoputens
arietonuTpunl (AIlH) B 3HaUMTENBbHON CTeNeHU MoJaBseT m-B3aumozeicTsus. Kpome Toro, KH®
pPEXKUM Ha CETOJHS SIBISETCS MAJIOWU3YYEHHBIM PEKHUMOM M PEIKO YUUTHIBAETCS MPH pa3paboTKe
BDXX meroauk u BeIOOpE cTallMOHAPHOM (a3bl U paCTBOPUTETIS.

KH® pexum yroMuHaeTcst TOJIbKO B paHHUX paborax [5-9], B pabote [10] 61 ycTaHOBICH
3IOOTPONHBIN PSAJ HA OCHOBE 7 paCTBOPUTENIEH.

st nanHOM paboThl Obla BeIOpaHa mupeHdTWIbHAS (PYE) cranmonapuas ¢aza, umeromas
OOJIBIIYI0 apOMATUYECKYI0 KOHICHCHPOBAaHHYIO CHCTEMY H, CII€JIOBATE€NbHO, OOECIeUrBaIOIIAs
CUWJIbHBIE T-B3aUMOJEHUCTBUS. B  kadectBe moaBmwkHOW (a3el ObuT  BBIOpaH  COCTaB
rekcad-u3onpomuioBsid ciupt 60:40, ¢ mob6aBnenuem 1 %, 3 %, 5 %, 10 %, 15 % u 20 %
uccrneayemoro pactoputens (tabmuia 1). UHCTBIH rekcaH MMeeT CaMyl0 HU3KYIO AIIIOUPYIOIIYIO
cluily U obecreyrBaeT CIHIIKOM JOJNToe yIepKUBaHHE, a Takke He cmemmuBaercs ¢ AILIH u
METaHOJIOM. B kadecTBe MOJIeNbHBIX BemecTB ObUT BEIOpaH 1,3-muHuTpoOeH30:1 (pUcyHOK 1).
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Tabauya 1
Xpomamozcpagpuueckue ycnogus
CrarmonapHas ¢asa COSMOSIL 5PYE 250x4,6 MM, 5 um
IoaswkHas dasza rekcan/2-npomanon 60:40 + 1/3/5/10/15/20 % uccnemyeMoro pacTBOpHUTENs
CKopoCTh NOTOKA, MJI/MUH 0,8
Jiaa BonHbl Y @-neTekTopa, HM 260
Temneparypa konoHkH, °C 25
[Ipoba 1,3-muHNTpOOCH301
PactBopuTens mpobbl reKCaH
O0BeM BBOA TPOOBI, MKJI 2
Konnenrparust npoObl, MI/Mit 5
NO,

’\ m-interactions

—Si—

/

[ silica support ]

Puc. 1. Cmpyxmypa ucnonvzosannoti PYE cmayuonapuoii ¢paswl u modenvroeo gewjecmaa

JKCNepUMEHTATbHAs YaCTh

Pabora npoBoiiack B M3okpaTuyeckoM pekime Ha kojonke COSMOSIL SPYE (250x4.6 mm, 5 pim)
(Nacalai Tesque, INC, Snonust) Ha skuaxoctHoM xpomarorpade Agilent 1100/1200 series, ocHaIeHHOM
UV/Vis nerektopoM ¢ IepeMeHHON JUTMHOM BOJIHBI, aBTOMATUYECKUM IPOrPaMMHUPYEMBIM J03aTOPOM U
nporpamMmHbIM obecriedenrem ChemStation for LC systems Rev. B.04.03.

PesyibTaTsl

Ha ocHoBe momy4eHHo# 3aBucuMocti kKoddduimenta yaepxkuanus K’ 1,3-muautpobdeH3osa
OT THMIAa M KOJMYECTBA J0OABKH HCCIEAYEMOIO PAacTBOPHUTENS MOCTPOEH SIIOOTPOMHBIN psia IJis
KBa3HU-HOPMAJIbHO (ha30BOr0 peKUMa KHIKOCTHOM XxpoMaTorpaduu (tadmuma 1).

Tabauya 2
Dnroomponnwlil psio 011 K8A3U-HOPMALLHO PA30601 Xpomamozpapuu
THII PACTBOPUTEJISI pacTBOpUTETH
JTUTIOJISIPHBIC AICTOHUTPWJI, AIICTOH, JUMETHIICYIb(POKCH, TUMETHIHOPMAMEIT
XJIOPAJIKAHBI JUXJIOPMETaH, JUXJIOPITAH, XJIOPOPOPM, YETHIPEXXJIOPHUCTHIN YIIIEPO
apoMaTH9YeCKHe OEH30I1, TOTYOT
KHCJIOTHI a30THAas KUCJIO0Ta, (pochOopHast KUCIIOTA, YKCYCHAS KUCJIOTa, MypaBbUHAS KMCIOTa
CJIOKHBIC I(PUPBI STHJIAIETAT, OyTHIAIeTAT
POCTHIE AHUPHI METHJI-TPET-OyTHIIOBEIH Hp, TeTparuapodypaH, THOKCAH
CITUPTHI METaHOJI, 3TaHOJI, 2-TipornaHod, 1-nponano, 1-0yTaHon
BOJA BOJIA
annpaTHICCKHE TeKCaH, renTaH

JIaHHBIH MIO0TPONHBIN PsAZl MOXKET UCHOIb30BATHCS MPU BHIOOPE CTAIMOHAPHOM U MOJABHKHON
¢a3bl B BBICOKOA(PPEKTUBHOM KUIKOCTHOM M TOHKOCIOWHON XpoMaTorpaduu 11t mporHO3UpOBaHUS
YIEP)KUBaHUS, a TaKKe JJIsl YIIPaBIEHUS! CEIEKTHBHOCThIO XpoMaTorpaduieckoil cucremsl. Kpome

Poccust, Tomck, 23-26 anpenst 2024 1. Tom 2. Xumus



XXI MEXIYHAPOAHA A KOHO®EPEHIMA CTYAEHTOB, ACITMPAHTOB 1 MOJIOAbBIX
YUYEHBIX «ITEPCIIEKTUBBI PASBUTUA ®YHJIAMEHTAJIBHBIX HAVYK»

259

TOTO, JAHHBIA DIIOOTPOIHBIA PAJ MO3BOJSIET BHIOMPATH aJbTEPHATHBHBIC PACTBOPHTENHU, KOTOpPHIC
B MEHBIIEH CTENCHN MOJABISIOT KBAa3W-HOPMAIBGHO ()a30Bble B3aMMOACHCTBUS IO CPaBHEHHIO
C allETOHUTPUIIOM IS peskuMa ruapoduiisHoi xpomartorpadun (HILIC).

3akiroueHne

[TocTpoeH ITFOOTPOITHBIA PSIT I KBa3H-HOPMaIbHO (ha30BOM Xpomarorpaduu. YBEINICHHE
CWJIBI PACTBOPHUTENICH B AJIFOOTPOITHOM PsZIe KOPPETUPYET C YHCIOM HEMOACIECHHBIX 3JIEKTPOHHBIX
nap, T-3JCKTPOHOB apOMATHYECKON CHCTEMBI U JUIOIBHBIM MOMEHTOM MOJICKYJIBI PACTBOPUTEIIS.
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IMonyyenne neoJnTOB /1JIs1 MPOLECCA OCYIIKH IPUPOIHOIO ra3a
M3 30JI0IAKOBBIX 0TX010B TEIUIOBBIX JIEKTPOCTAHIMH
K.B. Ypa3onBa
Hayunblii pykoBOaMTENb: AOLIEHT, K.T.H., A.A. PemeTroBa
TIOMEHCKNI UHYCTPUATIbHBIN YHUBEPCUTET,

Poccus, r. Tromens, yn. Bonogapckoro, 38, 625000
E-mail: christinaurazova@gmail.com

Production of zeolites for the process of drying natural gas
from ash and slag waste from thermal power plants
C.V. Urazova
Scientific Supervisor: Assoc. Prof., Ph.D., A.A. Reshetova
Industrial University of Tyumen, Russia, Tyumen, VVolodarsky str., 38, 625000
E-mail: christinaurazova@gmail.com

Abstract. The purpose of the study is as follows: to establish the possibility of using ash and slag
waste from thermal power plants in order to obtain inexpensive zeolite for the natural gas
dehumidification process. The composition of ash and slag waste was determined, a sample of a
polymerical composition containing zeolite materials was obtained using hydrothermal treatment,
then the adsorption capacity of the resulting material was determined by water vapor. Thus, during
the study, the possibility of using ash and slag waste as a raw material for the purpose of obtaining
zeolites for the gas dehumidification process was established.

Key words: ash and slag waste, zeolites, natural gas dehumidification, hydrothermal treatment.

BBeaenue

30J101JIAKOBBIE  OTXOJBI — OTXOJbI, KOTOpbIE 00pa3zyloTcs B pe3yiabTaTe IPOU3BOJCTBA
AJIEKTPUYECKON PHEPTUU Ha TEIUIOBBIX 3AjeKTpocTaHnusax. Ha teppuropun PO nHakorieHo Oosee
1,2 Map/I. 3070IUIAKOBBIX OTXOJ0B TEIUIOBBIX AJEKTPOCTAHIIUHN, a yTunuszupyercs: okono 10 %, uro
HETaTUBHO CKa3bIBAETCS HA COCTOSTHUE OKpykaromieil cpenbl. CyliecTByeT HECKOJIbKO CIIOCOO0OB
nepepaboTKH 30JI01UIAKOBBIX OTXO0/I0B, OJJTHUM U3 MEPCIEKTUBHBIX SBISETCS MOTYyYeHHE COPOCHTOB,
B uacTHOCTH IieconuToB [1]. bBmaromapst ToMmy, 4YTO II€OJAMTHI 00JaMAIOT CEIEKTHBHBIMH,
MOHOOOMEHHBIMH U aJCOPOLIMOHHBIMUA CBOWCTBAMH, OHHM IIIUPOKO MPUMEHSIOTCS Ha Hedre- u
ra30nepepa6THBa10me HpCJIHpI/IﬂTI/ISIX JJIs paSJ'II/I‘IHI)IX HpOHGCCOB, B TOM 4YHCJIIC WU HaA CTaauu
OCYIIEHHUS MPUPOHOTO Ta3a, B OCHOBE KOTOPOT'O JISKHUT aJCOPOIMOHHBIH MeTo [2—4].

JKCNepUMEeHTAIbHAA YaCTh

OOBEKTOM HCCIIEIOBAHUS SBUJICS 30JIONUIAKOBBI MaTepUal M COCTaB, MOJTYYCHHBI Ha €ro
ocHoBe. Ilo BHemHeMy BHUAY MOJydeHHas NpoOa 30Jbl MPEACTaBIsET COOON Cepblif MOPOIIOK.
Mopdomorust 4aCTHIl 1 XUMUYECKUN COCTaB OMPEICISUTA Ha PaCTPOBOM DIIEKTPOHHOM MHUKPOCKOTIIE
Jeol JCM-6000 ¢ EDS-npucTaBkoii (3HEproAnCepcuoHHBIN aHamm3). [ paHyIOMeTpUYeCcKuil COCTaB
Marepuana o1 yctanoBieH ¢ npumeHeHueM ANALYSETTE 22 NeXT Nano. Taxxe onpenenuinn
MOTEPH MPH MPOKATUBAHUY U HACBIITHYIO INIOTHOCTH 307161 [ToydeHHbIe pe3yabTaThl MPeCTaBICHbI
B Tabmuiue 1. HeoOXoaumMo OTMETHTH, YTO JK€JIe30 MpeACTaBisieT co00il MarHUTHYIO (pakiuio,
MIO3TOMY €r0 yJallWJId MarHUTHOH cenapariei.

MuHepanorndeckuii cocTaB 30Jbl ObUT ycTaHOBJIEH MeTofoM PDA (pucyHok 1a) B OCHOBHOM
¢bukcupyrores crenyrorue dasbl kBapiia (JCPDS Card No. 46-1045), mymmuta (JCPDS Card No. 15-0776)
u remaruta (JCPDS Card 000-33-0664).

W3BecTHO, 4YTO JUI CHUHTE3a LIEOJUTOB pPAa3JIMYHOTO COCTaBa, NPUMEHSIOT KAaOJMHBL
ConepxaHre OKCHJIOB KPEMHHUS M aJIOMHHHS B HCCIEAyeMOM o0pasme OJIM3KO K CcocTaBam
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MPUPOJHBIX ATIOMOCHIMKATOB (KAOJMHUTHI), Onarofapsi 4eMy 30JIOLUIAKOBBIA MaTepHal MOYKHO
OIpoOOBaTh JJIsl CHHTE3a LIE0JIUTOB.

Tabauya 1
Cocmas ucxo0H020 3010WIAKO8020 Mamepuad
Copepxanue, macc. % Cpennuii pazmep [ToTepu maccel pu Hacpinnas
SiO; | SiO; SiO; YACTHII, MKM MPOKAIMBAHNUH, %6 IIJIOTHOCTB, KI/M3
53,7 53,7 53,7 50 11,3 670

CuHTE3 LEOJMTOB MPOBOJAWIICA C IPUMEHEHUEM TUApOTEpMaibHOro cuHTe3a. Hasecky
30JI0IIIJTIOBOTO MaTepuaiia Mmaccoit 4 rp. Jlobasism pactBop mienouun ¢ maccopoit qosed NaOH 10 %
B koiuuectBe 20 mi. IlomyueHHyro cMmech 3arpyskaid B IOJIMIIPONIUIIEHOBBIN CTaKaH C KPBILIKOM,
KOTOpBIH MOMEIANy B CYIIMIbHBIA mkad npu Temmeparype 90 °C Ha 24 u. 3areM ocamok
OT(UIBTPOBBIBAIIU M MTPOMBIBAIN AUCTUILTUPOBAHHOM Boo# 10 pH = 8.

Ha monyyenHom ocaake (copOGente) metoqoM PDA u3ydann MUHEpPATOTHYECKUNA COCTaB.
[Tonmy4yeHHble pe3ynbTaThl MPEJCTaBICHbl Ha pucyHke 1. 6. @a30BbIil cocTaB UcciueayeMoil mpoosI
MIpeJICTaBIsIeT COO0M MOJIMMUHEPATBHBINA COCTaB, B OCHOBHOM CJIOKEHHBIN U3 OCTaTOYHOTO KBaplia
U MYJUINTA, a TAK)KE CUHTE3WPOBAHHBIX LIEOJIUTOBBIX MUHEPAJIOB. Y CTAHOBJIEHO, YTO MPUCYTCTBYIOT
reonuthl TUa NaX, kotopeiii ObuT uaeHTHuUIMpoBan o kaptouke (JCPDS Card 00-16-0654),
NaP (JCPDS Card 00-012-0246), aHAJIbLIUM (JCPDS Card 000-19-1180),
comanut (JCPDS Card 000-40-0102).
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Puc. 1. P®A 3010u1aK08020 Coipbs
a — cocmas ucxoO0Holl 3071bl, 6 — COCMA 30716l NOCILE 2UOPOMEPMATLHO20 CUHME3A

3areM ompezaessuiach aJCOpPOLMOHHON €MKOCTH MOJYy4eHHOro oOpaslia MO mapaM BOJBI.
Jis satoro Opanu 15-20 r MaTepuana, HOMEUIEHHOTO B TUT€JIb, IPOKAIUBAIHN B My(QeJIbHOMN MeYH Ipu
temmeparype 450 °C B Teuenue Tpex 4acos. ITpu Temmneparype e Huke 300 °C 1eonuT BRIrpysKamu
B TPOOMPKY C TUIOTHO 3aKPBIBAIOMIECHCS DPE3WHOBOM MPOOKOW W OXJaKIaTd 0 KOMHATHOU
TeMmIeparypsl. B npenBapuTenbHO B3BEIIEHHbIE OIOKCHI C XOPOLIO MPUTEPTHIMHU KPBILIKaMH Opaiu
T0 JIBe HaBecKkH neonuTa B konnuectse 0,1-0,3 r, B3BemeHHbIe ¢ morpentHocthio He 6omee 0,0002 r.
Brokcel ¢ HaBeckamu 0€3 KPBILIEK CTABUIIN Ha MO/ICTABKU B 9KCUKATOPBI, C AMCTUIIMPOBAHHOM BOJON
Ha 18 wacos, ¢ GeH3omoMm — Ha 5 wacoB mpu TemmepaType B momentenuu 23 °C. ITo ucreueHnn
YKa3aHHOTO BPEMEHHM OIOKCHI 3aKpBIBAJIHM KPBIIIKAMH U B3BELIMBAJIU C MOTPEUIHOCTHbIO HE Ooiiee
0,0002 r. INMapammensHO C HUCCIAEAYEMBIM MaTEPHAIOM, MCIBITBIBAICS 00paselr] MPOMBIIUICHHOTO

copbenta NaX. YcraHOBIEHO, UTO aJCOPOIIMOHHAS €MKOCTh MO BOJIE Y UCCIEIyeMOro MaTepuaia
cocraBuia 20,7 %, y NaX-32.4 %.
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PesyabTaTsl

[Tomy4yeHHble pe3ysbTaThl TO3BOJISAIOT CAEIaTh BBIBOJ O TOM, UTO CHHTE3UPOBAaHHBIN HA OCHOBE
30JIOIIJIAKOBBIX OTXOJOB MaTepualsl, O0JajaeT JOCTATOYHOH COPOIMOHHOW CHOCOOHOCTBIO MO
OTHOILICHMIO K napaMm Bojbl. CHUKEHHE COpOIMOHHOM CIOCOOHOCTH MOJYYEHHOr0 Marepuaia 1o
OTHOLICHHUIO K MpombinuieHHOMY NaX, cBsi3aHO C MOJMMHHEpAIbHOW COCTaBISIOUICH 00pasia.
HeoOxomyM MOMCK ONTHMAJBbHBIX YCIOBHI CHHTe3a (TeMIepaTyphl, BPEMEHH THIPOTEPMAaIbHOIO
CHHTE3a U KOHIIEHTPAIIMX PEAreHTOB) JJIsl YBEIMUEHHS TOJHM BBIX0/1a IICOIUTOBBIX (Pa3, B TOM YHCIIE
neosmmtoB tumna NaX.

3akiroueHune

B xome wuccnemoBaHusi ObLT TONy4YeH MaTepuanl MOJUMHHEPATBHOIO COCTaBa, KOTOPBIN
cozepkai neoauTsl Tuna NaX, mpuroIHbIN 1S MPpoIecca OCYIIKU ra3a | MO3BOJISIET JOCTHYb TOUKY
pocel munyc 90 °C.
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Influence of the ferroelectric perovskite Bao.gssCao.15Zro.1Tio.9O3 shell on the morphology,
composition, structure and magnetic properties of magnetite nanoparticles
A.O. Urakova, M.A. Surmeneva
Scientific Supervisor: Ass. Prof., PhD., R.V. Chernozem
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
E-mail: romanchernozem@gmail.com

Abstract. Herein, Fes04 (FO) as a magnetostrictive core and BaggsCao15Zro.1Tio.9O3 (BCZT) as a
ferroelectric shell were used to develop magnetoelectric (ME) core-shell nanoparticles (NPs).
FO@BCZT ME NPs were synthesized using new in situ approach based on microwave-assisted
hydrothermal method. The presence of magnetite, maghemite, and hematite phases was found in the
core as well as the presence of cubic, tetragonal and hexagonal BCZT phases in the shell of
FO@BCZT NPs. As compared to the pristine FO cores, the formation of the BCZT shell resulted in
the reduced saturation magnetization from 73.4+0.2 to 24.8+0.7 emu/g and the increased coercive
force from 23.7+0.0 to 32.0+2.0 Oe.

Keywords: core-shell nanoparticles, magnetoelectric, structure, magnetic properties, magnetite,
Bao.ssCao.15Zr0.1Tio.903.

Beenenue

JUis yCcHemHoro peumeHus 3ajad pa3IudHbIX OWOMETUIIMHCKHUX TPHIOKEHUH aKTHBHO
Ben€Tcst paspaboTka MarHuroliekrpuueckux (MD) wnHanowactunr (HY), koropeie Mmoryt
KOHTPOJIMPYEMO TepeMelaTbcss U BBICBOOOXIATh JIEKAPCTBO MOCPEJICTBOM  HPUIIOKEHHUS
MaruutHoro noJjsi. Yamie Bcero MO HY pa3pabaTsiBatoTCst CO CTPYKTYPOH «siapo-o6omoukay [1-3],
ofHaKo B coctaB Takux HY Bxoasr TokcuuHble MaTepuaisl [3], a s GopMupoBanus 000T0UKH
MIPUMEHSIIOTCS. MaTepHalibl, KOTOpbIe 001a1al0T 00jiee HU3KUMHU MbE300TKIMKAMH 110 CPAaBHEHUIO C
KepaMHUKOW Ha ocHOBe TokcuuHOoro Pb [3]. IlepcrniekTHBHON anbTepHATHBON SBIISIOTCS
ounocoBmectumMbie Fe3Os (FO) u BaggsCan15Zr01TioeO3 (BCZT), koTopeie 001a1al0T BHICOKUMU
MarHUTOCTPUKIIMOHHBIMUA M IbE303JEKTPUYECKMMU CBOMCTBAMHU, COOTBETCTBEHHO. OOBIYHO JUIs
co3nanud MO HY wucnonb3yloT KOMIUIEKC METOJIOB, YTO HPUBOJUT K YBEJIWYEHHIO BpPEMEHU
cunteza [2, 3]. MukpoBonHoBelii I'M (MI'TM) 3a c4éT paBHOMEpPHOrO HarpeBa, IO3BOJISIET
noiydath HY ¢ ogHopomHo# mopdonorueit [1]. Ha nanublii MOMEHT He ObUTO MccienoBanuii MO
HY cocraa FO@BCZT. Takum 00pa3oM, LNkl pabOThI SBISETCS MONTy4YeHHEe OMOCOBMECTUMBIX
MD HY FO@BCZT wu uccnenosanue Binusiaus o6onoukn BCZT na ceoiictea HU FO.

JKCNepUMEHTAIbHASA YaCTh

HY FO nonydensl coocaxaenuem B armochepe Ar npu temneparype 90 °C B TeueHue yaca.
M5 HY FO@BCZT mnonyuenst MI'TM B Teuenne 34 mpu 225°C. HY FO u FO@BCZT
(GYHKIMOHATM3UPOBAIUCH JTUMOHHON kucinorol. HY ObM  mcclieoBaHbl  CIIEKTPOCKOMHEH
koMOuHaronHoro paccesHus ceta (CKPC), meromom penrtreHodaszoBoro ananmuza (PDA) u
HMITYJIbCHBIM MarHUTOMETPOM.
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PesyabTaTsl

Anamu3 CKPC u P®OA mokaszan, uro ucxoansie siapa FO comepkar Toapko a3y MarHeTuTa.
[Tocne cunresa obonouku BCZT nmomumo marnerura (8,7 %) Obutn oOHapykeHb! (pa3pl MarreMura
(8,1 %) u remaruta (0,4 %), 4TO MOXKHO OOBSICHUTH BHICOKOM TemrepaTypoit MI'TM, nipu KoTopoit
HY FO wuactuyno oxucimuiuch. Takxke Obutn oOHapyxkeHbl (a3bl kyoumueckoro (29,1 %),
tetparoHansHoro (15,1 %) u rexcaronansHoro (38,6 %) BCZT (tab:. 1).

Tabnuya 1
Daszoeviti cocmas MO H4 FO@BCZT
®Pa3a Conepxanue, % | Iapamerpbl pemérku, A
BCZT, rekcaronansusiii, COD: 200-9488 38,6 a=5,72; c=13,96.
BCZT, kybuueckuii, COD: 155-9963 29,1 a=4,04.
BCZT, terparonansusiii, COD: 150-7756 15,1 a=4,00; c=4,02.
Fes04, kybunueckuii, COD: 101-1032 8,7 a=8,32.
v-Fes04, Terparonansrsiii, COD: 900-6318 8,1 a=28,33;c=24,99.
o -Fe;03, tpuronansrsni, COD: 901-6457 0,4 a=5,01;c=13,64.

Bugno, yro MO HY npemoncTpupyioT Oojice Hu3KOoe 3HadeHue os (73,4+0,2 smelr)
11 cpaBHEHHUIO ¢ sapamu (24,8+0,7 sme/r). [Ipu a3ToM HaGmrOMaeTcst OoJee BrICOKOE 3HaUeHue Hc st
M5 HY (32,0£2,0 D) otHocutenbHO siaep (23,1+0,0 D) (tabm. 2). JlaHHBIE HW3MCHEHHS
oOycnoBiieHbl (hopmupoBaHUEM HeMarHUTHOH oOonouku BCZT, kotopas yBEIWYMBAET CHITY
CONPOTHBIICHUSI M TMPEMATCTBYET CMEUICHUIO JOMEHHBIX CTEHOK. BaXHO OTMETUTh, YTO
HaMarHMYEHHOCTh HACBIIEHUS pa3padoranHbix MO HY He ycrynaer aHanmoram, mpecTaBICHHBIMH
B suteparype [2].

Tabnuya 2
Maenumnwle ceoticmea maznumuvix FO u MO H4 FO@BCZT (05 — yoenvhas namazHuueHHOCMb HACLIYEHUS],
Oy — YOenbHask ocmamounas Hamacnudennocms, He — kospyumuenas cuna)

Oopazen os, IMe/T or, IMe/T He, 9
FO 73,4+0,2 1,5+0,1 23,1+0,0
FO@BCZT 24,8+0,7 0,9+0,0 32,0+£2,0
3aKkiIoueHne

B pesynbprare uccnenoBanus Brepsbie pazpadoransl MO HU cuctemsl «siapo-06010ukay Ha
ocHoBe OwmocoBmectuMblx FO u BCZT ¢ BBICOKHMH MarHUTHBIMA CBOMCTBAMH  JUISI
OMOMETUIIMHCKUX TIPUIIOKESHH.

Asmop evipasicaem 6aacooaprocmv  P.A. Cypmenesy, /I.B. Baeuepy, /.A. Konyesy
u I1.B. Yepnoszem 3a nomowp 8 noayueHuu, 00CyHcOeHUU U aHaiu3e pe3yivmamos.

Hccnedosanue evinoineno npu @uuancosoi noodepacke epawnma PHD Ne 24-43-00171,
a makace Munucmepcmea Hayku u evicuie2o obpaszosanus PD (coenawenue Ne 075-15-2021-588

om 01.06.2021).
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[Monyyenne HOBBIX OHOKOMIIO3MIIMOHHBIX MATEPUAJIOB
Ha OCHOBE KOMILIeKca 0amOyc[6]ypuiia ¢ cepeOpoM U MOPUCTOr0 TMAPOKCHANIATHTA
U ux usydenue ¢ nomompo CIOM, IIC n UK-cnekTpockonuu
A.D. ¥xoB, A.A. I'yoankoB, B.P. JIyumiea
Hayunsrii pykoBoauTens: nmpodeccop, 1.X.H. A.A. bakuOaes
HanmonaneHblii vccnienoBaTenbCkuii TOMCKMI TOCY1apCTBEHHBINA YHUBEPCUTET
Poccus, 1. Tomck, nip. Jlenuna, 36, 634050
E-mail: artyryxovl@gmail.com

Preparation of new biocomposite materials based on the bambus|[6]uril complex with silver
and porous hydroxyapatite and their study using SEM, EDS and IR spectroscopy
A.E. Ukhov, A.A. Gubankov, V.R. Luchsheva
Scientific Supervisor: Prof., Dr. A.A. Bakibaev
Tomsk State University, Russia, Tomsk, Lenin str., 36, 634050
E-mail: artyryxov1@gmail.com

Abstract. In this study, new composite materials based on hydroxyapatite were developed for the
first time by modifying its surface with a promising complex of silver with a macromolecular
compound - bambus[6]uril. The materials were prepared by depositing a complex of bambus[6]uril
with silver [Bu[6]Ag] on the surface of hydroxyapatite and characterized using IR spectroscopy.
The results showed that the Bu[6]Ag complex lays on the surface, forming conglomerates of
molecules that consist of particles ranging in size from 200 to 32 nm. The results obtained are a
promising alternative for creating stable and effective biocomposites, which in the future will make
it possible to obtain biosimilar materials using macromolecular complexes involving
bambus[6]uril.

Key words: composite materials, biocomposites, bambus[6]uril, host-guest complexes,
hydroxyapatite.

Beenenue

[lopuctele Marepuanbl I[IMPOKO HCIOJB3YIOTCA B PA3IMYHBIX O0JACTSIX MEAUIUHBIL.
[IpoHuttaeMble KOHCTPYKIIMM HWCIIONB3YIOTCS JIUISl 3aMEIICHUsT KOCTHBIX Je(EeKTOB B OPTOIEIUH,
CTOMATOJIOTUH, XUPYPTUH, TPABMATOJIOIUH, CTOMATOJIOTUHU U APYTUX 001acTsIX MeauuuHsbl. [Ipu sTom
JUIS. M3TOTOBJICHHSI MOPHCTBIX KOHCTPYKIMH HMCHONB3YeTCsl MOAU(DHUIMPOBAHHBIN THIPOKCHATIATHT
(HA), oOorameHHbIii OHOJIOTMYECKH aKTHBHBIMH COEIMHEHUSMH. [MApOKCHanmaTuT sBISETCS
KIIIOUEBBIM KOMITOHEHTOM KocTel (cocramnsger npumepHo 50 % ot obmeit maccel) u 3y0oB (96 % B
SMajM) U MOXET ObITh, KAK CHHTETHUYECKHM, TaK U MPUPOAHBIM. B Menunuue cunrerndeckuid HA
MIPUMEHSIETCS B KauyeCTBE HAIOJNHHTEINS JJISi BOCCTAHOBJIICHUS YTPAaueHHBIX YacTeld KOCTH W Kak
MOKPBITHE HA UMITIAHTAaTaX JJIsl CTUMYJISILIMK pocTa HOBOM KocTH [1].

Ha cerognsimHmii 1eHh METOIBI MOTU(UKAIIMH ITOBEPXHOCTH MOPHUCTHIX MAarepHajoB ITyTeM
HACBHIIIEHUS! HUX OWOJIOTUYECKH AaKTHBHBIMM COEIMHEHHMSMM, BKIIOYAs MaKpPOLMKINYECKHE
COCIMHEHUS, CTAHOBSTCS BCE 0OJiee aKTyaJbHBIMH. DTH METOIBI TPEIOCTABISIOT BO3MOXXHOCTb
KOHTPOJIUPOBATh BBICBOOOXK/IEHHUE AHTUOMOTHKOB, JIEKAPCTBEHHBIX IPENaparoB, OHWOIOTHYECKU
aKTUBHBIX BEIIECTB U KJIETOK [2].

Hcxonst U3 3TOro, MOXKHO MpUIaBaTh MaTepuaiaM pa3INuHble HEOOXOIUMBIE CBOMCTBA.
B Hacrosimee Bpems ans OTOW [enM Bce OONbIiee paclpoOCTpPaHEHUE TONYYalOT METOIbI
MOJM(HKALMN TOBEPXHOCTU MOPUCTHIX MAaTepHUajoB MyTEeM MPOMUTKH OMOJOTHYECKHU aKTUBHBIMU
COCMHEHUSIMH, B TOM YHCIIE MaKpOMOJIEKYISIpHBIMU. [l Takoit MoamduKaruy TOBEPXHOCTH
MOPHUCTBIX MAaTEPUAIOB TMOIXOIAIIMMHU HCXOIHBIMH PEAreHTaMH SIBISIOTCS MaKpOMOJIEKYJISIpHBIE
CHCTEMBl Ha OCHOBe OamMOycypmia — MaKpPOUMKIMYECKUX COCIMHEHUH, COCTOSIINX W3
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JTUMETHIITITHKOTYPUIBHBIX 3BEHBEB, COCTUHEHHBIX Yepe3 MOCTHUKH BJIOJb IKBATOpa Makpouukia [3].
[TomMmuMO 3TOTO, KOMIUIEKCHBIE COCTMHEHUS TI0 THUITY «XO35SUH-TOCTh» ¢ cepedpom u Bu[6] obmagaror
BEIPOKCHHONW aHTHOAKTEPUATBLHOW AKTUBHOCTBHIO, YTO B CBOIO O4YEpe]b MO3BOJISET IOIYyYaTh
KOMIIO3UITMOHHBIE OnomMarepuaisl [4].

Takum 00pa3zoM, HENbI0 JAHHOTO MCCIIEI0BAHUS SBISIETCS MMOMyYSHHE MAaTepHaioB HA OCHOBE
ckapdongoB 3 HA myrem HaHeceHHMs Ha MX MOBEPXHOCTb JBYMS pa3HbIMU CHOcCOOaMH — M3
JTUCTIEPCHOTO PAcTBOpa W B BHJIE PACTBOPEHHOTO KOMIUIEKca. Takke JJaHHBIE MaTepuaibl
oxapakTepu3oBaHsl ¢ nomoupo COM u UK.

Pesynbrarsi

Ha mepBom »Tame paboThl ObUT cHHTE3WpOBaH KomIuieke Bu[6]Ag. Jlns astoro 1,13 r
6amOyc[6]ypuna pactBopsiu B cMecu pactBoputeneir [IMCO/CHCI3 (1:1) o6bemom 400 mi, ganee
npuceinanu 0,53 r autpara cepebdpa. [lepememmBanu (rpu ckopoctu nepememuBanus 150 06/mMuH)
2 yaca mpu KOMHaTHOW Temmeparype. llocne mnpubaBnsiu Bogy M MEXAY CIOEM BOIBI U
OpPraHUYECKHUX pPAcTBOpHTENEH oOpas3oBajics TeMHO-cepblii ocamok Bu[6]Ag ¢ Tmm = 349 °C,
WBaBbix = 30 %. DkcnepuMeHTalabHbIE JaHHbIE, MOATBEpkACHHbIE aHanu3oM WK-cnekrpockonuw,
JIEMOHCTPHUPYIOT 3aMETHOE CHIKCHIE MHTCHCUBHOCTH XapaKTEPHOTO KapOOHWIBHOTO TTika Bu[6] B
cunektpe Bu[6]-Ag/AgCl. KpoMe Toro, 3HaYMTENbHBIM BBICOKOYACTOTHBIM caBur oT 1683 10
¥ TIOBEpXHOCThI0 HaHo4acThil. C moMompio Y®-BHIUMOW CHEKTPO(GOTOMETPHH TMOATBEPIKIAITH
o0pa3oBaHMe HAaHOUACTHULL cepedpa.

Ha cnenyromem srtane ObLIM MOSYy4YeHbl KOMITO3UIMOHHBIE MaTepuasibl Ha ocHoBe HA u
koMmiutekca Bu[6]Ag. [lns peanu3anuy ObUT IPUTOTOBJICH TUCIIEPCHBIN PacTBOP KOMIUIEKCA B BOJE,
¢ KoHUeHTpanuel 1 mr Ha 1 mi auctuiupoBanHoi Boabl. [lanee ckaddonas u3 HA norpyxanu B
pactBop Ha 40 munyT. [locie 3TOro pacTBOp CIMBaIM U BBICYILMBAIN MOJYYEHHbIN KOMIIO3UT MPU
KOMHAaTHOM TeMmmeparype 10 MOCTOSIHHOM macchl. ITomydeHHble KOMITO3UTHI ObUIM HUCCIIEAO0BaHbI C
nomonibto MK-cexkrpockonuu u COM.

[Tpu paccmotpenun cHuMKOB COM (puc. 1) HaOmromaeTcs HEpaBHOMEPHOE paclpesesieHne
komruiekca Bu[6]Ag 1o mMOBEpXHOCTH THApPOKCHANaTuTa. Takke cleayeT OTMETUThb, YTO Ha
MOBEPXHOCTHU TPHUCYTCTBYIOT KpYIHbIE KOHIJIOMEpaThl pasmepoM 10 2,48 MkMm (puc. 1A),
cocCTosIIMe U3 MEeNKUX yacTuil pazmepoM ot 200 1o 32 um (puc. 1B).
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ITpu paccmorpenun UK-cniekrpa (puc. 2) HabmonaeTcs MOsBICHUE MOJIO0C MOMIOUICHUS PU
1411 u 1457 em’!, uto otHOCHTCS K AedopMaroHHbIM Konebanuam CH, rpymm B Bu[6], uto Takxke
noaTeBepxkaaeT Hanurue Bu[6]Ag B KOMIIO3ULIMOHHOM MaTepHaie.

—HA HA + Bu[6]Ag

Bu[6]Ag

1457
1411

600

1202 1498 1688
Vel
600

559 1019

380 880 1380 1880 2380 2880 3380 3880
Wavenumber, cm!

Puc. 2. Cpasnumenvnuviii UK-cnexmp HA (cunss aunus), Bu[6]Ag (cepas nunus)
U NONYYEHHO20 KOMNO3uma (cepasi aunusi)

Huskas mHTEHCHBHOCTH cBsizaHa ¢ TeM, 4To MK-crmektp cHuMancs ¢ ckoma ckaddomnma, a
OCHOBHAs 4acTh KoMIuiekca Bu[6]Ag HaxoquTcst Ha MOBEPXHOCTH, YTO TMOATBEPIKIACTCS CHUMKAMHU
CBM u OJIC.

HUccnedosanue noooepacano epanmom PHD 24-43-20044.
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Bausinue ¢propuaa Maruusi Ha CBeTONPOIYCKAHUE MPO3PAYHON KepaMUKH
U3 AJIIOMOMATHUEBOH HIMUHEH
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Effect of magnesium fluoride on light transmission
of transparent magnesium aluminate spinel ceramics
F. Huang, D.E. Deulina, X. Chen, I.N. Shevchenko, V.D. Paygin
Scientific Supervisor: Prof., Dr., O.L. Khasanov
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Abstract. In this work, we study the effect of different concentrations of magnesium fluoride as a
sintering aid on the transmittance of transparent MgAIl.O4 ceramics fabricated by spark plasma
sintering. Transparent MgAl.O4 ceramics (with a thickness of 1,5 mm) containing 0,1 wt. % MgF:
exhibited the high transmittance of 57,9 % at wavelength of 600 nm. Continuing increase of MgF»
concentration resulted to decrease in-line transmittance and significant increase the light
absorption.

Key words: magnesium fluoride; transmittance; magnesium aluminum spinel; spark plasma sintering.

BBenenne

Ontryecky Mpo3pavHas Kepamuka H3 ajqromMomarHueBod immuHenu (AMII, MgAl>Os)
SBJIAETCS TIEPCIIEKTUBHBIM MaTepUaioM Ui HCIIOJIb30BAHHUS B ONTHYECKOM HPUOOPOCTPOCHHH,
CIMHTWUSIIITMIOHHOW TEXHUKEe W HcTouHWKax cBera. AMIll-kepamuka o06namaer KOMILIEKCOM
YHUKQJIBHBIX CBOMCTB: BBICOKMMHM ONTHMYECKMMHU W MEXAHUYECKMMHU CBOMCTBAMHM, BBICOKOMN
TEPMHUUYECKON M XUMHUYECKON CTOWKOCTBIO M OTHOCHTEILHO HU3KHM YICIbHBIM BecoM [ 1, 2].

OpHMM M3 NEPCHEKTUBHBIX METOAOB M3roTOBIEHUS npo3payHoii AMIII-kepamuku sBiseTcs
aNeKTpouMIyiIbcHOE MazMeHHoe criekanue (QUIIC). DToT meTos 3a KOPOTKOE BpeMs MO3BOJISET
MOJIYYUTh BBICOKOILIOTHBINA MaTepUall ¢ pa3MepoM 3EpeH Ha yPOBHE MCXOTHOT0 mopoiika [3—6].

W3rotoBnenne mpo3padyHoil KepaMHKU C BBICOKMM CBeTonpomnyckaHueM meroaom OUIIC
CONPSDKEHO PAAOM MpoOJieM, CpeAM KOTOPBbIX AaKTyaJbHOW sIBJIE€TCS MNpoOjemMa MOTEeMHEHUs
KEpaMHKH B MPOIIECCE BHICOKOTEMITEPATYPHON KOHCOIMAAINH [7].

OnHuM 13 3((EKTUBHBIX CIIOCOOOB, MO3BOJSIONIMX MHHUMHU3UPOBATh IOTEMHEHHE
MPO3pavHON KEPaMUKH, SIBIISIETCSA MUCIOJIb30BaHUs crieKarommx g00aBok: Gropuaa autus (LiF) [7],
okcuaa 6opa (B203) [8], dropuna maruus (MgF2) [9] u ap.

B Hacrosiel paboTe npoBeieHO UCCIEA0BAHNE BIUSHUS KOHIEHTpauu GTopuaa MarHus Ha
CBETOINIPOITYCKAHUE KEPaMUKH W3 QJIIOMOMAarHUE€BOW INNUHENIN, W3TOTOBICHHOM METOJIOM
ANEKTPOUMIYIBCHOTO MJIa3MEHHOTO CIIEKAHMUS.

IKcnepuMeHTaJIbHAS YacTh

Jlisi M3rOTOBJEHHS OOpa3lOB KEepaMHUKH HCHOJIb30BAM KOMMEPYECKHH HAHOMOPOIIOK
amomoMaruueBoid mmuHenun SC30R (Baikowski Malakoff Inc., CIHA) u nabopatopHblit
HAHOMOPOIIOK (Topuaa MarHusi, CHUHTE3UpoBaHHbIM B MHcTuTyTe oOOmEH ¢GU3MKH UMEHU
A.M. Ilpoxoposa PAH.

Hanomnopomkun MgAl,04 1 MgF2 cmemmBany mpu moMoIy mapoBoil METBHHIIBI TT0 MOKPOMY
MeToly B TeueHHMe 48 dacoB. 3areM, IONYYEHHBIE CYCIEH3UMM CYIIMIM Ha BO3AyXe IpHU
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temneparype 70 °C 10 momHOro ucmapeHusi Biard. B pesynbpTare ObUIM TONYyYEHHUS CMECH
nopoikoB cocraa MgAl,04 — x mac. % MgF2, rae x = 0,1, 0,5, 1 mac. %

DNEKTPOUMITYJILCHOE TUIA3MEHHOE CIIEKaHWE CMECEd IMOPOIIKOB MPOBOJMIN Ha YCTAHOBKE
SPS-515S (Syntex Inc, fAAnonus) B Bakyyme npu temneparype 1300 °C B Teduenue 15 MUHYT 1oa
JaBJICHUEM cTaTudeckol moamnpeccoBku 80 Mlla.

[Tonydyennble 00pasubl MOCHENOBAaTENIbHO NUIMGOBAIM U TMOJIUPOBAIA MPH MOMOIIU
IIOJIyaBTOMAaTHYECKONW IUIH(OBANIBHO-TIOIMpOoBalibHONH cucteMbl EcoMet 300 Pro (Buehler,
I'epmanus) ¢ npruMeHEHHEM anMa3HbIx cycrensuii MetaDi (Buehler, ['epmanus).

Crnektpel mpsimoro cBeromponyckanus AMII-kepaMukd U3MEpsUId Ha  JIBYXJy4EBOM
ckanupytomieM crnekrpodoromerpe CD-256 YBU (JIOMO, Poccus).

Pe3yabTaThl
CrnexTpsl cBeTonpornyckanus u noryomieHuss AMIII-kepaMuku ¢ pa3iMuHbIM COAEpP>KaHUEM
¢dbTopuaa MarHus NpeaCTaBlIeHbl Ha PUCYHKE 1.

100 0 mac.% (a) 35 0 mac.% (6)
90|~ — 0.1 mac.% = - = 0,1 mac.%
= 80| 77 0,5 mac.% = 30 ~ eaaan 0,5 mac.%
g 7| =710 Mac% - £2s
g 60 -=" e
5 P 5 20
= 50 L =
E 30 / UL 310
= / B &
o 20 / et T e 5
10] [/ .= c
i
0LE- 0
200 400 600 800 1000 200 400 600 800 1000
JInvHA BOJIHBI, HM JlnuHa BOMHEBL, HM

Puc. 1. Cnexmpul ceemonponyckanus (a) u cnekmpwoi nocnoujerus (0)
AMII-kepamuku ¢ paznuunsiym cooepaicanuem MgF,

Kak BuaHo u3 puc.la, neBas rpaHuIia CBETONPOITyCKaHUS 00pa3IoB JEKUT B 001acTH 250 HM.
B Bumumoii u OmmkHel wuH(pakpacHON oOmactsax crnektpa mnonydeHHas AMIIl-kepamuka
MMOKa3bIBaET BBICOKYIO Mpo3pauHocTh. CBerompornyckanne Ha mHe BosHb 600 HM (Tis00)
cocraBiseT 69,7 %. Beenenue propuna Mmaraus NpuBOAUT K CMEIICHHIO JIEBOM TPAaHUIIBI B 00JIaCTh
280 um. C yBenuueHueMm copaepxanust ¢ropuga marmus ot 0,1 mo 1 mac. % HaGmomaercs
yMeHbllleHue cBetomnpomnyckanus Ha 12-53 %. Cpenu o6pasnoB ¢ nob6aBkoit MgF, nanbomnbliee
ceeronpomyckanue (Tisoo = 57,9 %) nemonctpupyet obpazerr ¢ coaepxkanuem 0,1 mac. %.

OnTHyeckas MIOTHOCTH 00pa3noB (puc 1. 6) ¢ yBenuueHHeM coaepx aHus GTopuaa MarHus
ot 0 1o 1 mac. % Bo3pactaer ¢ 2,3 10 13.6 cm! (Dasoo). Beemenne 0,1 mac. % dropuaa Maraus
MPUBOJIUT K HEOONBIIOMY YBEIWYEHHIO TOTJIOMIeHUsT cBera mnonydeHHoil AMIII-kepamuku
10 2,9 em! ma mne Bomabr 600 HM (Dis0o).

3akioueHne

Hccnenoano BnusHUE (BTOpHAa MarHus Ha ONTHYECKHE CBOKMCTBA MPO3PAYHOM KEepaMUKH
KepaMHK W3 aJIOMOMAarHWeBOW IIMHUHENIW, W3TOTOBJICHHOM METOJOM SJIEKTPOUMITYIbCHOTO
IJJa3MEHHOTO CIEKaHWS. YCTAaHOBJICHO, YTO TMPEACIbHONW KOHIIEHTpalue GTopuaa MarHus,
MO3BOJISIIONIEH COXPAHUTh BBICOKOE CBETOIPONYCKAaHWE KEpaMUKH Ha TPHEMIIEMOM YpPOBHE
aeisterca 0,1 mac. %.

OO6pa3ipl kepamuka ¢ coaepxkanueM ¢ropumaa maraus 0,1 mac. % xapakTepusyroTcs
ceeronponyckanueM (Tisoo = 57,9 %) 1 HU3KUM MOTJIONICHUEM CBETa. Y BEIMYEHUE KOHIICHTpAIUs
¢bropuna maraust a0 0,5 mac. % NPUBOIUT K CHHKCHHUIO CBETONPONYCKAHUS W 3HAYUTEIHHOMY
YBEJIMYEHHUIO ONTHYECKOU MIIOTHOCTH.
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Bimmsinue MmoauduuupoBanusi HaHouacTunamMu SiO2 Ha KHHETHKY W3MeHEeHHIl paiuanoHH O
CTOMKOCTH ONTHYECKUX cBOHCTB MUKponopomka CaCOs3
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The influence of SiO2 nanoparticle modification on the kinetics of radiation
resistance changes in optical properties of CaCOs micropowder
D.S. Fedosov, V.A. Goronchko, S.A. Yuryev
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Tomsk State University of Control Systems and Radio Electronics, Russia, Tomsk, Lenin str., 40, 634050
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Abstract. The study investigated the impact of modifying CaCOs powder with SiO, nanoparticles on its
radiation resistance of optical properties. The diffuse reflectance spectra of the original and modified
pigment were recorded before and after electron irradiation with a fluence of (1-7) -10%* cm? in situ.
The main changes in the spectra occurred in the range of 200 to 800 nm. The integral absorption
coefficient was calculated, and its change after each irradiation period was determined. The
calculations showed that the modified pigment had 2.5 times higher radiation resistance than the
unmodified pigment.

Key words: radiation resistance, optical properties, calcium carbonate, silicon dioxide, nanoparticle,
thermal control coatings.

BBenenne

C MOMeHTa OCBOEHHS KOCMHMUYECKOTO IMPOCTpPaHCTBa pPa3padaThIBAIOTCS pPA3JIMYHBIE THUIIbI
tepMmoperyiupyroumx nokpeitaii (TPIT) xocmudeckux ammaparoB (KA) [1]. K Hum oTHOcsTCs
KBapIIeBblE CTEKJIa M TMOJUMEpHBIE IUICHKH C HANBUICHHBIMU CIIOSMHU aJIOMHUHHS WK cepedpa,
nakokpacouHble 1 kepamuueckue TPII. OcHoBHbIMEU pabounmu xapaktepuctukamu TPII apnstorcs
UHTETPAIbHBIA  KOA(P(PHUIMSHT MOTJIOMICHUS COJHEYHOro u3iydeHus (8s) u monycepudeckast
u3IydarenbHas CrocoOHOCTh (€). B Hacrosimee Bpemsi cymiectByer mpobnema co3manus TPII,
KOTOpBIE CIOCOOHBI OOecmeunBaTh MojAepkanue Ttemmeparypsl KA B TedeHwe Bcero cpoka
aKTUBHOTO CyllecTBOBaHus, 10 15-20 ner.

Oco0blii UHTEpEeC Ui MCTONIb30BaHUs B KauecTBe nurmeHToB TPII mpencraBisioT mopoiku
kapOonara kaipims (CaCOs) B cBsi3u ¢ UX OONBIIMM 3HAYCHHEM IIMPHHBI 3alPEIICHHON 30HBI,
BBICOKOM OTpakaTeJIbHON CIIOCOOHOCTHIO B 0OJIACTH COJIHEYHOT'O CHEKTpa U HU3KOW CTOMMOCTBIO IO
CPaBHECHHIO C TaKMMH Kiaccmdeckumu mnurmeHtamu, kak ZnO u TiOz. OmHako, K HACTOSIIEMY
BpPEMEHH, PAJHAMOHHYIO CTOHKOCTh ONITHYECKUX CBOMCTB 3TUX MUTMEHTOB MPAKTHYECKU HE U3yUalTH.

OnnuM u3 Hamboznee >(PQPEKTHBHBIX CHOCOOOB YBEJIMYEHHUS PAJUALMOHHOM CTOWKOCTH
ONITUYECKUX CBOMCTB MaTepualioB (KaK OPraHWYECKHUX, TaK M HEOPTaHWYECKUX) SBISICTCS
MO (UIIPOBaHNE X HAHOYACTHIIAMH OKCHIHBIX COCITUHEHUH [2].

[enbto HacTosme pabOThI SIBISETCS UCCIEI0BAHUE PATUAIIMOHHON CTOMKOCTH ONTHYECKHX
CBOWCTB MHKpormopoinka kapbonara kanbiuss (MCaCO3z) MoaupHUIMPOBaHHOTO HAHOYACTHIIAMU
auokcuaa kpemuus (NSiOy).

JKCNepUMEHTAIbHASA YaCTh

B pabore ObuM WCMONB30BaHBL: MOPOMIOK KapOonara kambimsa (MCaCOs) MHKPOHHBIX
pa3zmepoB mpousBojictBa OO0 «Yuuxum» (Poccust), ¢ U3MEpEHHBIM CPEHUM pPa3MEPOM YaCTHII
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7,5 MkM; HaHomopoIiok auokcuna kpemuust (NSiO2) npoussoacta OO0 «Ilnazmorepm» (Poccust)
CO cpemHNM pa3MepoM dacTuil 10—12 HM H yaenpHol moBepxHOCThIo 180220 M2/T.

Momudurmpoanne mMCaCOs nHaHowacTunamu NSIO2  OCYIIECTBISUIM  TBEPAOTEIbHBIM
croco0boM, MeToIuKa moydeHuss MoauduipoBannoro nmurmMenta (MCaCO3/nSiO2) comeprkariero
1 macc. % nSiO2 npescraBieHa patee B padore [3].

[TomyyenHble 0O0pa3lbl 3aKpeIUISUIA Ha MPEIMETHOM CTOJHMKE YyCTaHOBKH «CIEKTpy,
MO3BOJISIIONICH PErUCTPUPOBATh CHEKTPbl MUddy3HOro orpakeHus (p)) B BaKyymMe Ha MeCTe
obmyuenust (in situ) [4]. KosddumumeHnt moriomeHuss as PacCUUTHIBAIM C MCIIOJb30BAaHHEM
MEXIYHApOAHBIX cTaHAapToB [5]. OOmyYeHNe OCymIeCTBIUH dJIeKTpoHamMu ¢ 3Heprueh 30 k3B u
dmroercom (1-7) -10% cm™?,

PaguanoHHyI0 CTOMKOCTh OIIEHWBAIM MO0 HW3MEHEHUIO HWHTErpalbHOrO Kod(dduimenra
noriomeHus (Aas), KOTOPbIA pacCUMTHIBAIM M3 PA3HOCTH €ro 3HAYCHUH N0 (ds) U mocie (dsp)
00JTydeHUs TOPOIIKOB HJIEKTPOHAMH.

Pe3yabTaTsl

Crextpsl quddy3HOro 0TpakeHUs] HCXOAHBIX U MOAMMUIIMPOBAHHBIX HaHOYacTUIaMu NSIO2
TIOPOIIKOB 70 U mociie 06mydenus dmoeHcoM 3mexTporos @ = (1-7) -10% cm? npencrapnens Ha
puc. . OcCHOBHBIE HW3MEHEHHs CHEKTpa ISl HCXOAHBIX M MOJU(PHIMPOBAHHBIX IOPOIIKOB
3aperncTpupoBaHsl B quanasone ot 200 1o 800 um. IIpu MakcumanbHOM dimoerce (O = 7-10° cvm?)
KOX(QPUIHUEHT OTpaKEHHS B STOM JHara3oHe yMeHbIIaeTcs 10 38 % st ucxomHoro odpasua u 10
36 % st MmoauduIpoBaHHOT0. B 000MX citydasx HanOoJIbIlIee CHIDKEHHUE ) YCTAaHOBJICHO B IIEPBBIC
2 nepuona obayuennus. Ipu Muanmansaom duroerce (® = 1-10'° cm?) kosddurment orpakenus
nopomka MCaCOs3 ymenbmiaercs 10 65 %. YBenuuenue (aroeHca OT 3-10% cm? o 7-10% cm?
NPUBOAMT K HE3HAUYUTEIBPHOMY YMEHBHICHHI0 Ko3(duumeHTa oTpakeHHs NHTMEHTa, He
npessiinatoemy (3-4) % Bo BceM auamna3oHe JIMH BOJNH. [Ipr MOAMGHUIMPOBAHHUU MOPOIIKA
mCaCOs wnanouactuiiamu NSIO2 Kpail OCHOBHOTO TMOIJIOMICHHUS CMeENIAaeTcs B Ooiiee
KOPOTKOBOJIHOBYIO ~ 00JIaCTh  CHEKTpa, YTO MOXET OBbITh OOYCIIOBJICHO HAaJIMYUEM  CJIOs
copOupoBaHHbIX HaHO4YacTHIl NSIO2 Ha MOBEPXHOCTH MUKPOIIOPOIIIKA.

100
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Puc. 1. Cnexmput ougpghysnozo ompascenus nopowxa mCaCOsz (a) u mCaCO3/nSiO; (6)
nocne obnyyenus anekmponamu c nepaueii 30 k3B gnoencom 0o 7-10* cu?

mCaCO,/nSi0, (¥ = 7-10'° cm”)

Ha puc. 2 mpejicTaBieHa KHHETHKA U3MeHeHHs KoddduimpeHTa rmoryorieHus as mopomkos CaCOs u
mCaCO3/nSiO2 npu 00yueHHH 31eKTpoHaMH. [Ipyn MakCHMaIBLHOM (IIFOSHCE NIEKTPOHOB PaIMAIlMOHHAS
CTOMKOCTh MOJU(HUIIMPOBAHHOTO MOPOIIKA (OTHOLIEHHE 3HaUeHUs Jas HeMoAn(HUIIMPOBaHHOTO o0pasia
K 3HAUEHUIO Aas MOAM(HUIIMPOBAHHOTO 00pasiia) yBeInunuBaeTcs B 2,5 pasa.
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Puc.2 3asucumocms usmenenuii koagguyuenma noenowenus as nopouwika CaCOz
u mCaCO3/nSiO; om ¢oenca snexkmponos

3akJi0ueHue

B pe3ynbpTare npoBeICHHBIX UCCIIEA0BAHUI YCTAHOBJIECHO, YTO OCHOBHBIE H3MEHEHUS CIICKTPOB
muddysHoro otpaxkenus g ucxoaHoro mopomka mMCaCOsz u  MoAupHUIMPOBAHHOTO
Hanouactuiiamu NSO, npoucxonsat B quanazone ot 200 aM 10 800 HM.

[Ipu MakcumanbHOM (IIIOCHCE AJIGKTPOHOB KOX(PPUIIMEHT OTPAKECHUS B JIUANa30HE
200-800 am ymensbmaercs 10 38 % mis ucxoaHoro oopasma u 10 36 % mist Moau(UIIPOBAHHOTO.
B o06oux cny4asx HamOoOJblliee CHUKCHUE p YCTAHOBJICHO B TEPBbIC 2 IMEpPHOAA OOIydYCHHS.
[Tpn MuHEMaTBEHOM — (UIFOCHCE 3JEKTPOHOB  Kod(hdumueHT otpaxenus nopomka mMCaCOs
yMeHbIaercss a0 65 %. YBenuuenue (iroeHca SJICKTPOHOB MPHBOAUT K HE3HAYUTEIHLHOMY
YMEHBIICHUIO KO PHUIMEHTa OTPAKEHUS BO BCEM JHAra3oHe UIMH BOJIH.

[Tpu MakcumaiibHOM (DITFOEHCE AJIEKTPOHOB PAMALMOHHAS CTOWKOCTh MOIU(MUIIMPOBAHHOTO
MOPOIIIKA YBEIUYHBAETCS B 2,5 pa3 B cpaBHeHHE ¢ HemoaupuumpoBanasiM mCaCOs.

IMpu momudummpoanun mopomka MCaCOs; wanodactumamu NSiO2 Kpall OCHOBHOTO
MOTJIOIIEHUST CMeEIIaeTcsi B 0ojiee KOPOTKOOJHOBYIO OO0JNAacTh CIEKTpa. IJTO MOXKET OBITh
00yCJIOBIICHO OOMbIICH MIMPUHOM 3ampelieHHOM 30HbI ciiost NSIO2, HaxosIIerocs Ha TOBEPXHOCTH
3epeH u rpanyin noporika mCaCQOs.

Paboma evinoanena npu gunancosoii. noodepiicke Munucmepcmea HAYKU U 6bICULE20
obpazosanus Poccutickoit @edepayuu (I'oczaoanue), Ne FEWM-2023-0012.
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Morphology, phase composition and textural properties
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Abstract. In this work, the morphology, phase composition and textural properties of
NiMo-containing alumina catalytic systems were studied. The resulting catalytic systems were
studied using a complex of physicochemical research methods.

Key words: metastable phase, alumina, molybdenum blue, catalytic system

BBenenne

NiMo-cozaepkaliye aTroMOOKCHIHBIC KATATUTUYSCKUAE CUCTEMBbI HAIILTH [IMPOKOE IPUMEHEHHUE
B Ipoleccax TUAPOOUYMCTKU IMPOAYKTOB HedrenepepadboTku. Ocobast CTpyKTypa KaTaJIUTUYECKUX
CHCTEM MO03BOJIIET UM 3((HEKTUBHO B3aMMOJIEHCTBOBATh C pPeareHTaMH U O0ECIeYMBAET BHICOKYIO
CTENeHb KOHBEPCUU IpuMecei Oaroapsi CoAepKaHUI0 HAaHOYACTHIL HUKEIS U MOJIMO/IeHa, KOTOphIe
00J1a/1at0T BBICOKOM TMOBEPXHOCTHON AKTUBHOCTHIO M CIIOCOOHOCTHIO K OOpPa30BaHUIO AKTHUBHBIX
neHtpoB [1]. YcroitunBocts NiMo-kaTann3atopoB 00ECIEUUBACTCS UX CIIOCOOHOCTBIO COXPAHSTh
BBICOKYIO aKTUBHOCTb B TEUEHHE JUIMTEIBHOTO BPEMEHHU SKCIUTyaTallMM. JTO CBSI3aHO C BBICOKOM
CTaOMJIBHOCTBIO M JIOJTOBEYHOCTBIO KaTaJIM3aTOPOB, KOTOPHIE IMO3BOJSIIOT MM COXPaHSATh CBOU
KaTaJIMTUYECKHE CBOMCTBA JJa’Ke P BHICOKUX TEMIIEpAaTypax U arpeCCUBHbBIX YCIOBUSX.

IIpupona HocuTens OKa3bIBAET 3HAUYUTEIBHOE BIMSHUE Ha PsAJ CBOWCTB KaTaIUTHYECKHUX
CHUCTEM WU KaTaJu3aTOpPOB: IUCIEPCHOCTb, CYJIb()PUIMPOBAHNE HAHECEHHOI'O MPEIIECTBEHHUKA,
pacrnpeielieHne 4YacTULl AKTHUBHOIO KOMIIOHEHTa II0 pa3MepaM, KaTaJIUTUYECKUE CBOWCTBA,
CEJIEKTUBHOCTB Ipoliecca, Ae3aKTUBALIMIO U T.J1. B 3TOM CBsI3u OIHUM M3 HampaBlieHUN pa3paboTKu
BBICOKOAKTHBHBIX KaTaJIn3aTOPOB CBA3aHO € OJ0O0POM U yIydIlIeHHEeM CBOMCTB HocuTeneil. OaqHumM
13 HauboJiee YyacTO HCIOJIb3yEMbIX HOCUTENIEH B MPOMBIIUICHHBIX Mpoleccax HedTenepepaboTKu
SIBIISICTCS. OKCHJI allfoMHHHUs B ramMma-moaudukammu (y-Al203) [2, 3]. DTo cBs3aHO ¢ HaIHuUUEM
CIIEYIOIIUX CBOMCTB: BO3MOXKHOCTb DPETYJIUPOBAHUS MOPUCTON CTPYKTYpPHI, BBICOKAsh HachIITHAs
IJIOTHOCTb, BBICOKAsl TEPMHUUYECKAs] CTOMKOCTh U MPOYHOCTH, HAIMYHE IPOMBIIUIEHHO OCBOEHHBIX
TEXHOJIOTHH IO pEereHepaInu.

Bmecre ¢ Tem BeICOKOTEMIIepaTypHble Monudukanuu okcuaa amoMuaus (5-Al203, 6-Al203,
x-Al203) He HaIUTM MIMPOKOr0 MPUMEHEHHUS B COCTaBE KaTaJlM3aTOPOB THIPOTCHH3AIMOHHBIX
nporieccoB. OpaHako, MOCiHeNHUE ToAbl B psae pabor [4, 5] ymoMmMuHaeTcs NEPCHEKTHBBI
ucnonb3oBanus 6-Al2O3 B KkadecTBe HOCHUTENS W3-3a HAJIUYUS ONTHMAIBHBIX TMOBEPXHOCTHBIX
KHCIIOTHBIX CBOMCTB. B 3TOM CBf3M NEPCHEKTHBHBIM HANpPaBICHUEM BUAWTCS CHHTE3
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KaTaJIUTUYECKUX CHCTEM C ucnojb3oBanueM o-AloO3 (HOocHTENnb) W MOJMOKCOMETaLIaTHBIX
COCTMHEHHH (MOJTMOICHOBBIX CHHEH) B KAYECTBE aKTHBHOTO KOMITOHEHTA.

Ilenpto Hacrosimiel pabOTHI SBISETCA HCcleAoBaHHE Mopdoyioruu, (a3oBOro COCTaBa U
TEKCTYpHBIX CBOHCTB, NiMO-coaepskaiux aTrOMOOKCHUIHBIX KATATUTHYCCKUX CHCTEM.

JKCNepUMEHTAIbHAS YaCTh

Jns  cuHTE3a KaTaTUTHYECKHMX CHUCTEM HCIIOJB30BAIM  CJEAYIOLIHME pPEaKTUBHI  0e3
JOMOJHUTEIBHBIX onepanuii mo oyuctke: rexcaakBaHutrpar HuUkeas Ni(NOs)2-6H20, mucynsbun
monubaeHa MoS; ncesmodemur AIOOH, rumpokcun natpus NaOH, nepokcun Bomopoaa H2Oo.
B xayectBe MoMOACH-COAEPIKAILETO COETUHEHHS B COCTaBe aKTUBHOI'O KOMIIOHEHTA MCIOJIb30BaIH
MOJINOKCOMETAJUIATHOE COETMHEHUE — MOJHMOJEHOBYIO CHHb. CHHb MOJy4Yalld C MCHOJb30BaHUEM
OpPUTHHAILHOW METOIUKH, MOAPOOHO omnrcaHHOU B pabote [6]. Jlaiee roTOBMIM OUMETATUINICCKUI
MIPOMUTOYHBIM PacTBOp MyTeM J100aBJICHUS TUAPOKCUIA HUKEI U JUMOHHOM KHUCIOTHI K PacTBOPY
MOJUOICHOBOM CHHHU. [|JIsi IPUTOTOBJIEHUSI HOCUTENIECH MCEBAOOEMUT MPOKAIUBAIN B My(enbHON
neun [IM-10 mpu temmeparypax 550 °C (y-Al203) u 900 °C (8- Al203) B cpene Bozayxa (4 daca).
Karanutudeckne CUCTEMBbI TOTOBWIIM ITyTeM JTOOABJICHHUS MPOMUTOYHOTO PACTBOpPA K HOCHTEIIO C
MIPUBJICYCHUEM TPAJUIIMOHHOTO METOJa MPONUTKU Mo BiaroeMkocTu. Ilocne cramuu mponuTku,
MOJTy4YeHHbIe 00pa3Iibl ObLUTH BHICYIICHBI U IPOKAJIEHBI B My enbpHo# neun (o1 25 mo 400 °C).

V3MeHeHre akTUBHBIX KOMIIOHEHTOB Ha BCEX CTAAMIX CHHTE3a KaTaJUTHUYECKUX CUCTEM OyIeT
KOHTPOJIMPOBATHCS C MPHUBJICYCHUEM CIEAYIOMUX (U3NKO-XUMHUECKUX METOJOB HMCCIIECTOBAHUS:
peHTreHoGa3oBblii aHAINW3, CKAaHUPYIOWIAs SJIeKTpOoHHas Mukpockomnus, WK-cnekrpockomnus,
HU3KOTEeMIIepaTypHast afacopOius-necopOuus a3ora.

Pe3yabTaTsl

PentrenoBckue audpakrorpammbl 06pazinoB NiMo/d-Al20s u NiMo/y-Al2O3 npuseneHs! Ha
puc. 1. Ilo pe3yibpratam peHTreHo(a30Boro aHaan3a ObUIO BRISBICHO HAIMYHE B 00pa3nax Takux (dasz
KaK: OKCHJ aJIOMHHUS B BBICOKOTEMIICPATYPHOHl M HH3KOTEMIIEpaTypHOl MoauduKaimsix
(1 - 3-Al203, 2 — y-Al203), Ni-conmepxaruii KOMIIOHEHT aKTHBHOTO BemiecTBa. OTCyTCTBHE
pediiekcoB, or MO-copepKalux COeTUHEHHH, KOTOPbIE BXOIAT B COCTAB aKTUBHOTO KOMITIOHEHTA
KaTaJIUTUYECKOW CHCTEMBl BEPOSTHO CBS3aHO C WX HHU3KUM COJCpKaHHEM U  BBICOKOM
IHMCIIEPCHOCTEIO.

5 15 25 35 45 55 65 75 85

20,”
Puc. 1. Penmeenosckas oughpaxmoepamma obpasyos: 1) NiMo/d-Al,0sz, 2) NiMo/y-Al,O3
CHUMKH  CKaHUPYIOIICH AJIEKTpOHHOW  MuKpockormuu obOpasumoB  NiMo/6-Al,O3  u
NiMo/y-Al,O3 npuBenenst Ha puc. 2. [1o pe3ynpTaram aHaiu3a BUIHO, YTO 00pa3Ibl MPEACTABISIOT

cO0O0M YacTHIBI HEMPABWILHON (OPMBI ¢ TOJOCTIMH. MOXHO 3aMETHTh, YTO YaCTHIIBI o0Opasia
NiMo/y-Al;,0O3 o6anaroT 60s1€€ BIpaKEHHON CPEPOUTHON CTPYKTYPOH.
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Puc. 2. Crumru COM o6pasyos: 1) NiMo/o-Al,03, 2) NiMo/y-Al,03
3akJil0ueHue

B pesynprare mnpoBeneHHBIX HccienoBaHM ObuM cuHTe3upoBanbl NiIMO-coxepxkarue
KaTaJIUTUYECKUE CUCTEMbl Ha OCHOBE OKCHJAA AQlIOMHUHHMS B  BBICOKOTEMIIEpAaTypHBIE
kpucraumdeckue moaudpukamnuu — 6-Al,0z n y-Al203. Mopdosorust, ha3oBblii cocTaB U TEKCTypHBIC
CBOWCTBA IOJYYEHHBIX CHUCTEM OBUIM OXapaKTEepPU30BaHbl KOMIUIEKCOM (U3UKO-XUMHUYECKUX
METOJI0B UCCIIEIOBAHUSL.

Paboma svinonnena 6 pamxax cocyoapcmeennoeo 3adanusi UXH CO PAH, ¢punancupyemoeco
Munucmepcmeom Hayku u evicuteco oopazosanusi Poccutickoii @edepayuu.
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Moaudukanusi aycteHUTHO-MapTeHCUTHOH cTaan BHC-5 HOHHO-TyYKOBBIMH
U XHMHYE€CKHMH METOAAMH. AHA/IN3 JIEKTPOXUMHYECKHUX CBOHCTB
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Modification of austenitic-martensitic steel VNS-5 by ion beam and chemical methods.
Analysis of the electrochemical properties
E.D. Khabibova!
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Abstract. The study describes experimental results on electrochemical behavior of the
austenitic-martensitic steel VNS-5 modified through either chemical passivation or ion-beam
treatment. By means of Tafel extrapolation method, the corrosion resistance in marine environment
(3.5 wt. % NaCl) was examined. The highest polarization resistance was obtained for the sample
treated by Cr*-ions, while the passivated (in the dichromate solution) sample exhibited practically
the same corrosion current as initial (mechanically polished) sample.

Key words: steel VNS-5, corrosion, ion-beam treatment, passivation.

Beenenue

Jlng  oOmacrtell NpPOMBIIUIEHHOCTH, TaKMX KaK MalIMHOCTPOECHHE, aBUACTPOEHHUE, U
CTaHKOCTpOEHHE TpedyeTcs BHEAPEHHE BBICOKONPOYHBIX KOPPO3MOHHOCTOMKHMX MarepuasoB.
B coBpeMeHHBIX MPOU3BOJICTBEHHBIX TEXHOJIOTHSIX Haubosiee MEepPCHEeKTUBHBIMU MPEICTABIISIOTCS
CTaJdM ayCTEHWTHO-MapTEHCUTHOIO Kjacca BBUAY HX BBICOKMX MEXaHUYECKHX CBOWCTB.
B MammmHOCTpOUTENBHOM  OTpAaciM  KOHCTPYKIHMOHHBIE CT&JIM  CHEHHAIBHOIO  HA3HAYECHUS
MOJPA3NEIAIOTCS Ha HECKOJIBKO Kareropuil [l]: KOppO3MOHHOCTOMKHE, KapONpPOUYHBIE W
KapOCTOMKHE U JIp. B yacTHOCTH, OMHON U3 IIMPOKO HCIIOJIB3YEMBIX CTaJIEH SABIIAETCS CTallb MAPKHU
BHC-5 (13X15H4AM3). CornacHo pe3ynbTaram paboThl [2], maHHas cTayib 00NaJaeT XOpoIlei
yAapHOIl BA3KOCTBIO W IIJIACTMYHOCTBIO, Oyiarofapsi 4emMy MOXKET ObITh HCIIOJb30BaHa IS
W3TOTOBIICHUSI CHUJIOBBIX KOHCTPYKIMH (OOJTOB, aHKEpPOB), MPOU3BOACTBA JeTajeil MalllvH,
BBICOKOHAIPYKCHHBIX COCIMHUTENIBHBIX  Yy3JI0B, JJIEMEHTOB JKApONPOYHOrO Kperexka Uit
SHEpreTHYecKoro odbopynosanus |3, 4].

W3BecTHO, YTO B pe3yabTrare BO3AEHCTBHs (PaKTOPOB Cpellbl — U3MEHEHHE TeMIleparyphbl,
MOBBIIIICHUE BIAXHOCTH W Tp. — MOBBIIIAETCS PUCK 00pa30oBaHMs Ha MOBEPXHOCTH MarepHalia
KOPPO3HOHHBIX MOBPEXKACHUN, CIIOCOOCTBYIOIIMX CHUXEHHMIO JIOJITOBEYHOCTH KOHCTPYKLUUH M UX
npoyHOCTH. CyIlleCTBEHHO IOBBICUTH KOPPO3MOHHBIE CBOMCTBA OKa3bIBAETCS BO3MOXKHBIM C
MTOMOIIbI0 METOI0B MOAU(PUKAIMU TOHKUX (0 1—2 MKM) IMOBEPXHOCTHBIX CIIOEB, a TaKXe 3a CUET
(dhopMUpPOBaHUS 3AIUTHBIX MOKPHITUNA W MOBEPXHOCTHOTO JierupoBanus. Llenpio maHHON paboThI
SIBIISIETCSL ONPENETICHUE KOPPO3HOHHBIX XapaKTEPUCTHUK M NPEUMYLIECTBEHHOIO THIA KOPPO3UHU
cranu BHC-5 mocne noHHO-y4KoBO# 00paboTKH (BBICOKO030BOM MOHHOM umIutanTaruu, BII)
u xumudeckor maccuBaruu (XI1).
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JKCIEePUMEHTAIBHAS YACTh

HUccnenosanust mpoBomui Ha momyiokkax u3 Fe-Cr-Ni cram mapku BHC-5 npomssoncrea OI'YI1T
«BAM» (Mocksa, Poccusi). TloaroroBka moBEpXHOCTH BKJIFOYATIA HECKOJIBKO ITAroB: (1) MeXaHM4ecKas
nudoBKa 10 3epkaibHoro onecka Ha SiC abpasusax (P600, P1000, P1500, P2000, P2500), (i1) B/JIMH nonos
aproHa M XpoMa co cpefiHei sneprueit 30 kB 1 1030i 06mydenns ~10'7 Hor/cM? ¢ HCIIONB30BaHKEM HOHHOTO
MCTOYHHMKA Ha OCHOBE [UIAHAPHOTO MarHETPOHA C MHXKEKIMEH 1eKTpoHOB, (ii1) XII B 10 %-pactBope H3PO4 ¢
nob6asnenrem 0,05 M pactBopa KoCroO7 B Teuenne 140 gacoB. O6pasie BHC-5 cTanu mocie XumMuaecKoi
naccuBaiuu — BHC-5X, HMOHHO-ITYYKOBOH 00paOOTKHM 0003HAYEHBI KaK BHC-5%"1 " 3 pexonnas
(MexaHuuecky HonupoBannas) ctanb — BHC-5"X, Dnexrpoxumuueckue sKkcrepuMeHThI BHITONHSIN
Ha TOoTeHIMocTare-raibBaHoctare PalmSens-4 B Tpexanexktpomnoi sueiike. CKOPOCTh pa3BEpTKH
MOTEHIIMAJa B PEXHME JIUHEHHOW moispuzammu cocTtaBimsuia 1 MB/c. MMmenaHcHBIE CHEKTPBI
MoJIy4yaldl OTHOCHUTEIBHO MOTEHIMajda Pa3OMKHYTOM Lenu mpu amiuiutyge curHaita 10 MB u
gacrorax ot 10° 10 0,05 ', Bee 06pasis uccienyemoit cramy BHC-5 umenu GpopMmy HUIHHIPOB C
miomanpio paboueit mosepxHoctu ~0,75 cM?. DOHOBLIM SIEKTPOIMTOM CHyXua1 3,5 (Macc. %)
pactBop NaCl. Mopdonoruro mosepxuHoctn o60pasnoB BHC-5 wuccienoBamm Ha pacTpoBOM
anekTpoHHOM MuKpockore (POM) Apreo 2 S (Thermo Fisher Scientific, CIIIA) npu yckopsiroriem
HanpspkeHuu 20 kB.

Pe3yabTarsl

Ha pucynke la mpencraBinenbl auarpammbl boje B KoopauHATax «MOIYNb HMIIEJaHCA —
JIOFapI/I(l)M qaCTOTBI». OTMGTI/IM, 4TO: MOAYJIb IOJHOI0 MMIICAaHCa MOHOTOHHO BO3pacCTacT IpHU
YMEHBIIIEHUH YaCTOThI BXOHOTO curHana. Hanbomnblee 3Ha4eHre MOy UMITeAaHca (PUKCUPYETCS
y obpasua BHC-5PM1 papmenbmee — y BHC-5%. Jlamnble pesynsTaThl KOppeIupylOT C
nuarpammamu  HaiikBucta (puc. 10), KOTOpbIe XOpPOIIO OMHCHIBAIOTCS OSKBHBAJICHTHOM
MEKTPUUECKONM CXEMOM, COCTOsIIEH U3 conmpoTuBiIeHus: pactBopa (Rc), conpoTtusienus nepeHoca

3apsina (Re) u anementa nocrosiuaoi ¢assl (CPE).
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Puc. 1. Juaepammer Booe (a) u Haiikeucma (6) ucxoonoeo u mooughuyuposanusix oopasos cmanu BHC-5, nonyyennvie
6 3.5 (macc. %) pacmeope NaCl. Ha ecmagke K (6) npusedena sKeu8aieHmuas 3NeKmpOXUMUYecKds cxema

OGHapyXeHO, UTO CONMPOTHBIEHHE MepeHoca 3apsaa R mis obpasua BHC-5X! B 10 pas
Menbiie, veM y BHC-5"X, TIpu s1oM nonHO-nyukoBas 06paboTka COXpaHsAeT BBICOKHME 3HAUEHHUS
Ret~1 MOM-cm?. CrenmaHo NperoNoKeHHe, 4TO OKCHHAs TIUIEHKA, c(OPMHpOBABIIAsAcS Ha
MOBEPXHOCTH, CTAJIM TIOCJIE€ XUMHUECKOM TacCcuBalMM, oOOJagaeT BBICOKOW  yIeTbHOU
MIPOBOJAMMOCTBIO, TO3TOMY IIPOLIECCHI MEpeHoca 3apsja BOJM3M MMOBEPXHOCTHU OKa3bIBaeTCs
obneryennsiMu. Kax crnencrtsue, amarpamma HaiikBucta obpasua BHC-5%' nemoncrpupyer
HaWMEHBIIINHA PaINyC MOTYOKPYKHOCTH (pHcC. 10).

[ToTeHnMoAMHAMUYECKHE TOSIPU3AIIMOHHBIC KPUBbBIE IPUBEACHBI HAa pUCyHKe 2a. B Tabnure 1
OTPa)K€Hbl KOPPO3MOHHBIE XapakTepuctuku crtaned BHC-5, mnomyyeHHble ¢ MHOMOIIBIO
AKCTPAMOJIAINH JAHHBIX KPUBBIX TadeneBCKUMU 3aBUCUMOCTAMU. Tak, KOPPO3HOHHBIN MOTEHIUA
(Exop) st MOAMGUIIMPOBAHHBIX OOPA3IIOB YBEIMYMBACTCS, & TUIOTHOCTH KOPPO3HOHHBIX TOKOB
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(tabn. 1), Hanpotus, yMmeHbInaoTcs. Hanbomnpiielr KOPpO3HOHHON CTOHKOCTBIO, 10 CPAaBHEHHIO C
BHC-5"X o6namaer o6pazer; BHC-52M1 o gem cBupmerenscTByroT Gonee HM3KHME 3HAUEHHMS
aHOIHBIX TOKOB (B ~7,6 pa3). B To jxe BpeMsi XuMHUUecKast MacCUBAIMS HE CIIOCOOCTBYET CHIXKEHUIO
CKOPOCTH KOPPO3UHM M JIHMIIb HE3HAYUTEIbHO TIOBBIIMIACT CONMpOTHBICHUE mosspuzamun (Rp).
B ycnoBusix aHoTHOM MOJIIPU3AIMKA OCHOBHBIM MEXaHU3MOM KOPPO3MOHHOTO Pa3pyLICHHUS SBISETCS
okucienne xene3a g0 Fe?*, Fe** u pacTBopeHne marpuuHOil (aycTeHHMTHO) (a3kl IO IPaHHIIAM
sepen. Jns BHC-5"X maGmomaercs peskoe BO3pacTaHme IUIOTHOCTH TokoB mpu E = 340 MB,
COITPOBOKIAOIIEECS Pa3pyHICHUEM OKCHIHOW IUIEHKH, MOJYYCHHOW OKHCICHHEM Ha BO3/IyXe.
Ha POM cuumkax (puc. 20, B) 00pa3iioB, moABepriumxcs MectHoi kopposuu B 3,5 macc. % NaCl,
0OHapy>KEHbI MHOTOYMCIICHHBIE TUTTUHTOBBIC pa3pylieHus pazmMepamu 10 ~200 MKMm.
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pacmeope NaCl. Ha (6, 8) noxasanvl xapaxmepuvie POM uz06pasicenus KOppo3UOHHbIX NOEPENHCOEHUL
na nosepxnocmu BHC-5" y BHC-5%""1, coomeemcmeento

Tabauya 1
Kopposuonnvie xapakmepucmuxu cmaneii BHC-5, paznuuaiouuxcst cnocobom noeepxHocmuotl 0opabomxu
Haumenosanue o6pasia Exop, MB Jxopy MKA/CM? Rp, 106 Om cm?
BHC-51¢X —294 0,583 0,0382
BHC-5XI —222 0,513 0,0548
BHC-5BWH —227 0,045 0,2963
3akJiioueHue

B pabote Obuta onieHeHa KOppo3uoHHas cToMkocTh ctanu BHC-5 mocie moHHO-ITy4YKOBOH U
XuMH4ueckoi 06padborok. [TokazaHo, 4TO BBICOKOJ030Bas MOHHASI UMIUIAHTALIUS CHUXKAET CKOPOCTh
KOppo3uH B 7,6 pa3, MPeaoIOKUTEIIBHO, 33 CYeT ()OPMHUPOBAHUS CIUIONIHBIX OKCHUTHBIX TUICHOK Ha
ocHoBe Cr203 ¢ BBIp@XKEHHBIMH JAUIJICKTPUYECKUMU CBOMCTBaMU. [Ipu 3TOM OCHOBHBIMH THUIIAMHU
KOPPO3HOHHBIX TMOBPSKICHUN y MOAH(PUIIMPOBAHHBIX 00pa3IOB SBISIOTCS OYard SI3BEHHOM
(MU TTUHTOBOI) KOPPO3HH.

Pabomui evinonnenvt no meme cocyoapcmeennozo 3aoanus (npoexm Ne FSWW-2023-0008)
u npu noodepoicke npozpammol pazeumusi HU TITY.
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IIponunkarinee Bo3aeiicTBHE GaApbEPHOTo pa3psiaa Npu aTMoCcGepHOM JaBJIECHUH
Ha POCT U Pa3BUTHE XJIOMYATHUKA cOpTa «DJIOPa» B YCJAOBUAX OTKPHITOI0 IPYHTA
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Penetrating effect of barrier discharge at atmospheric pressure on growth and development
of cotton variety «Flora» under open ground conditions
A.T. Khodzhaev, M.I. Solikhova
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Abstract. In the experiments, cotton seeds were treated with barrier discharges on the atmosphere
for 4 and 6 minutes. Barrier discharges are discharges in which the current flow is limited by the
characteristic dimensions of at least one dielectric layer and electrodes. It is much larger than the
size of the gap between the electrodes and presents high pressure (more than many hundreds of Tor),
spatial heterogeneity and short duration of different physicochemical processes. The BR plasma is
located in strong nonequilibrium, the average electron temperature is a few electronvolts, and the
gas temperature is close to the dielectric barrier temperature. Such treatment is symmetric and
well-studied, since the field, separation in the discharge zone is considered homogeneous when the
electrode spacing is narrow.

Key words: barrier discharge, field, seeds, cotton.

Beenenune

OOcnenoBanusi TPUHUUIOB (U3UYECKOTO BO3JCHCTBUS Ha CHsue 3€pHa C  IENbIo
CTUMYJIUPOBaHMs AaJIbHENUIIET0 pa3BUTUS U3BECTHBI 1aBHO. PexoMeH1yemble criocoObl BO3/1EHCTBHS
BECbMa pa3zHOOOpa3Hbl. JTO M BO3ACHCTBHE CIaObIM HU3IYyYEHHUEM, U CBEPXBBICOKOYACTOTHOE
o0yyueHue, U BO3AECUCTBHE Ta30BOM IUIa3MOMl, U BO3AEHCTBHE O30HOM, U BO3JEHCTBHE CBETOM
pa3HoOOpa3HbIX UIMH BOJH, BKJIIOYas JIa3epHOE M3Iy4eHHE, U BO3AECUCTBUE IJIEKTPUUECKUMU U
MarHMTHBIMH IOJISIMH, U BO3JIEHCTBUE MMITYJIbCHBIM TEIUIOM, U BO3ACHCTBHE BOJHAMH JABIICHUS,
BKJIIOYAs THApoynapbl. M3-3a BBICOKONW BapuaOENIbHOCTH BO3ACHCTBUS YHUCIO  PEAKIIHMA
MOJIBEpraroIeiicsi BO3IEHCTBUIO CHCTEMBI (CEMEHHM) OcTaeTcsi orpaHuyeHHbIM. Crenuduyeckue
XapaKTePUCTUKU peaKIH (YCKOPEHHBIH POCT, MOBBIIMIEHHAs BCXOXKECTh, MPOU3BOAUTEIBLHOCTh U
CTa0MJIBHOCTb) HE CHJIBHO BBIIENAIOTCSA 10 WHTEHCUBHOCTH B 3aBUCHUMOCTH OT MCIIOJIB3YEMOTO
crocoba, eciau OH OjaromoiayyHo MoauduuupoBaH (monoOpaHo 3(QexTHBHOE BO3AEHCTBUE).
EcrecTBeHHO, Ha TNeEpBBIN MIaH BBIXOJAT ApPYrue mapamerpbl (pusnueckoil oOpabOTKH, TakHe Kak
OTCYTCTBHE PACXOIHBIX MaTepUaJIOB JUIsl MPOBEACHUSI 00pabOTKH, MPOCTOTa BbIOOpA MIPUHIINIIA, TO,
4TO ycmex oOpaboTKM He 3aBHUCUT OT HAPYXKHBIX (PAKTOPOB, PAaBHOMEPHOCTb pPEaKIUu 3EPEH,
OTCYTCTBHE pPaHEHUU M3-3a IEPEOOTyUeHHU s, SKOJIOTHIHOCTh M HaIEKHOCTh MpuHIHMA [ 1].

Pa3BuTie MMpOBOW arpoNpOMBIIUIEHHOCTH CBSI3aHO C TMOSIBJICHHEM HOBBIX TEXHOJIOTHH,
HEOOXOJMMBIX JIJIsl BBIPALIMBAHUSA W XPAHEHUS CEIbCKOXO3SMCTBEHHBIX KynbTyp. Kak m3BecTHO,
3amuTa OT Ooje3Hedl W BpeAuTeNnedl W CTUMYJIHMPOBAHME POCTA CEMSH SBISAIOTCS BaKHBIMU
COCTAaBJISIOUIMMHM TEXHOJIOTUH BBIPALUBAHUS CEIbCKOXO3AMCTBEHHBIX KyinbTyp. IIpennoceBnas
00paboTKa CeMsH - OJIMH M3 BaXKHEUIINX DJIEMEHTOB TEXHOJIOTMH BO3/EJBbIBAHMS, MO3BOJISIOMINI
YCKOpUTh NIPOpAcTaHUE KYJIbTYp W 3alllUTUTh MX OT Bpeautened. Kpome Toro, mpeamoceBHas
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00paboTka ceMsH NpPeAOoTBpallaeT BO3ZHUKHOBEHHME W PACIPOCTPAHEHHE MHOTUX 3a00JIeBaHUIl B
NepUoJl pocTa W pa3BUTHs pacTeHHH. B Hacrosiee BpeMs ocTpas HEOOXOAMMOCTb MOTY4EHUS
HKOJIOTUYECKH O€30MacCHBIX MPOIYKTOB M COKpAIICHHUS HCIIOJIb30BAaHMs MECTULUAOB TpUBENa K
HOBBIIIEHUIO POJIM (PU3UUECKUX METOJIOB B IIPEANOCEBHOI 00paboTKe ceMsiH

Hay4HO-TeXxHHUYECKHE HCIOIB30BAaHUSA JTUAJICKTPUUECKUX OapbepHBIX pa3psIoB BecbMa
HUpOKH. B ocoOeHHOCTH, HaJ0 BBIACIUTh IPUMEHEHHE 3TOr0 THUMA JIIEKTpopaspsaa B
HAHOTEXHOJIOTUSX, MEIUIIMHE M CEeIbXO3MPOU3BOJCTBE B CBSI3U C BO3MOXKHOCTBIO 00PabOTKU
YyBCTBUTEIbHBIX K TEMIepaType o0pa3loB, TaKuX Kak [OJUMEpbl, HaHOMAaTepuaibl U
Ouosiornyeckue opraHusmbl. [lumdnextpudeckue Oapwepubie paspansl (DBD) — sto paspsinsl,
KOTOpbIE 3@)KUIAlOTCAd B HEIIMPOKOM ra30BOM IPOMEXKYTKE, Il€ OAMH WM 00a IUIOCKUX WIH
KOAKCHANbHBIX ~ DJICKTPOJAa YKPBITHI JUAJIEKTPUYECKHUM MaTepuajioM. OTOT THII paspsia
CIOCOOCTBYET T€M, YTO OH He TpeOyeT IIMPOKOro BaKyyMHOro 00OpYyIOBAaHUS U IPOUCXOAUT MPHU
aTMOC(epHOM JABJICHUU U B IOMEIICHUH. ECTECTBEHHO MPUMEHEHHE AUAIEKTPHUECKUX OaphepHBIX
pa3psI0B AJs TEeHEPALUH IU1a3Mbl IPU aTMOC(EPHOM JABJICHUM MOAXOIUT AJIs TEX CIy4aeB, KOrjaa
HE00XO0IMMO YKPBITh U 00paboTaTh OOJIBIINE TUIOIAIU WIIK MaTepuasl [2].

JKCNepuMeHTAIbHAA YacTh

3anaua JaHHON paboThI - OCBOUTH MPEIIOCEBHYI0 00pa0OTKY 3EpEH XJIOMYaTHUKA C TOMOILBIO
0apbepHBIX Pa3psAI0B. 3a1a4a - aKTUBAIHS MTPOIEcca POCTa XJIOMYATHUKA B ITOJIEBBIX TPEOOBAHMSX U
peleHre TPYJHOCTeH MPaKTUYEeCKOro MCIOJIb30BaHMs B arpapHoM Komiuiekce. Ha cerogHsimHuit
JICHb 4acTO NMPUMEHSEMBIM (PU3HOIIOTUYECKAM CIIOCOOOM B CEMEHOBOJICTBE CUMTAETCSl BHEIPCHUE
OapbepHbIX pa3zpsaoB. [ nOpeaocTaBleHHMs PEKOHCTPYMPOBAHHBIX HTOTOB  HEOOXOJUMO
JIOCKOHAJIbHO YUUTBIBAaTh Bilara oOydeHHbIX 3€peH. OnpeneneHue Biaru 3€peH nepesa 00ayuyeHueM
npoBoauiIoch B coorBeTctBuu ¢ OCT 12041-82 [3].

DKCIepUMEHT MOBTOPSUIM 4eThIpe paza, caxas nmo 100 3épen Ha rpsuaky. IlepBbie pocTku
SIBUJIMCh Ha TPEThU CYTKH, a 00IIasi M0JeBas BCXOXKECTh HA CEAbMOM JEHb MOCIE 3aKIIaJKH 3EPEH.
J171s1 SKCIIepUMEHTOB MPUMEHSIINCH 3€pHA XitonJaTHHKa copTa «Pmnopay. [IpeamnoceBryro 00paboTKy
3€peH XJIoMYaTHUKa OapbepHBIM pa3psaoM nposenu B tadoparopun UCD CO PAH (2023 r.). Bpems
o0OpaboTku coctaBisuio 4 u 6 MuH. Mcnonb3oBancss MCTOYHMK IUIa3Mbl HA OCHOBE OaphepHOTO
paspsna npu armochepHoM JaBieHud. OCHOBOI MCTOYHHK CITYXKHJIAa CTEKIITHHAsI KIOBETa Pa3MepoM
10 M1, cTeHBl KOTOPOU MPEACTABIISIN COO0M TUAIEKTPUUECKUIT Oapbep, pa3Aesoluil 3JIeKTPOAbI
pa3psIHON CHCTEMBI.

Tabnuya 1
IHapamempubr niasmennot 00pabomxku ceman X10n4amnuKa
Howmep Yacrora JnurensHOCTH Amiuintyna Amiuintyna Bpewms
pexumMa | UMIYNbCOB, K11 | MMIyJbca TOKa, MKC | HampsKeHus, B TOKa, MA SKCIO3UIINH,
MuH.
1 71 1 950 12 4
2 71 1 950 12 6

KoakcuanpHast 27I€KTpo/Has CHCTEMa 3aK/IH0Yalach U3 MHOTOOCHOIO TJIaBHOTO JIEKTPOAA,
MOTPYKEHHOTO B KIOBETY, U LIWIMHIPHUUECKOT 0 AIEKTPOAA, TOKPHIBAIOIIETO HAPYKHYIO IOBEPXHOCTh
cocyna. [Toagxoasume yciaoBus 0OpabOTKH ONpeAEsIINCh HA OCHOBE ITPOBEAECHHBIX SKCIIEPUMEHTOB.
Jlnst asMeHHo 00paboTKM 3EpeH XJIOMYaTHUKA 00pa3Iibl 3arpyKajii B KIOBETY M 3a7eiCTBOBAIIU
JIBa pexuMa 00pabOTKH, XapaKTEPUCTHUKU KOTOPBIX NMPEACTaBIEHbI B Ta0. 1 [4].

Pe3yabTaThl

Pe3ynbrarel moka3anu, yTo 00paboTka OaphEPHBIM Pa3psIOM B OCHOBHOM BO3ICHCTBYET Ha
TOSIBJIGHHWE TIEPBBIX BCXOJOB M OOIIyI0 BCXOXeCTb. [IpoBeeHHBIE MOJEBBIE JKCIIEPUMEHTHI
MOKA3bIBAIOT, YTO MPOPACTAHUS U BCXOXKECTh 3€PEH XJIOMYaTHUKA MOBBILATUCH Tpu 4- u 6-
MUHYTHOW 00paOoTke OapbepHBIM pa3psaoM, a Takxke Tpu 48- u 72-4aCOBOM OCTBHIBaHUH.
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[Tomy4yeHHbIe SKCIIEPUMEHTATBHBIE PE3YIbTATHI MMOKA3AIH, YTO 4-MUHYTHAs: 00pab0TKa ¢ OCTHIBAHHEM
B TeueHue 48 4 yBenuumiia nosisjieHue nepsbix Bcxon0B Ha 107 % u Bcxoxkectu Ha 10,4 %, 6-MuHyTHas
00paboTKa ¢ ocThIBaHKEM B TeueHHe 48 4 yBeauuriia Bcxoau cemsd Ha 50 %, a Bcxoxkectr Ha 7,1 %).
B stom BapuanTe 6-MuHyTHast 00pabOTKa C OCThIBAHUEM B T€UeHHE 48 4aCOB CHU3WJIACH MOSIBIICHUE
MEePBBIX BCXOA0B Ha 57 %, a BCX0KeCTh ceMsiH Ha 3, 3 % 10 CpaBHEHUIO C KOHTPOJIEM.

OO6paboTka B TeueHHEe 4 MUH U OCTHIBAaHUE B T€UCHHE 72 Y MPOpPACTaHMs YBEIMYUBAIOCH Ha
66,6 %, a Bcxoxkectu Ha 8,2 %; Takke 00paboTKa B TeueHHEe 6 MUH U OCTHIBAHHE B TeUeHUE 72 4
yBEJIMYWI IpopacTanus ceMsH Ha 33 %, a o0miast BCX0KECTh CEMSTH CHU3MIIOCH Ha 1% 10 CpaBHEHUIO
¢ KoHTpoJieM. [TomydeHHbIC SKCIIEPUMEHTANILHBIC JaHHBIC TTOKA3bIBAIOT, YTO 00paboTKa 6aphepHBIM
paspsoM OKa3bIBaeT IMOJIOKHUTEILHOE BIUSHUE HAa KauyecTBO IoceBa ceMsaH. Kak crienctBue,
00paboTKa aKTUBU3HPYET MPOLIECC POCTA CEMSIH XJIOMYATHUKA.

3aki0ueHne

Ilo urToram sKcrepuMEHTa MOXKHO cIelaThb BBIBOJ, YTO IpearoceBHas o0paboTka 3&peH
XJIOIYATHUKA MJ1a3MOM MOJOXKHUTEIHHO BIMSET HA MOSBICHHUE MEPBBIX BCXOJOB, a TAKXKe Ha OOIIYIO
BCXOJKECTh XJIOMYaTHUKA copTa «Dopa» B MOJIEBBIX YCIOBUAX. OJHUM U3 3HAUMMBIX [TOKa3aTesaeu
OMOJIOTHYECKHUX XapaKTEPUCTUK CEMSH SBISIETCS X YCKOPEHUE MOSBICHUE MTEPBBIX BCXOIOB.

Pe3ynpTaThbl 3KCIIEPUMEHTOB MOKA3alld, YTO HOSBJICHHUE IIEPBBIX BCXOJI0B U OOIINUN BCXOXKECTH
ceMsiH, 00pa0OTaHHBIX OapbEepPHBIM pa3psioM, OBUIM 3HAYUTEIHHO BBINIE, YEM KOHTPOJBHBIX
BapuaHTax. Takum oOpa3oM, aHAJIU3 JAHHBIX, IOJIyYCHHBIX B [TOJIEBBIX YCIOBUSX, CBUAETEIbCTBYET
0 TIEPCTIIEKTUBHOCTH HCIIOJIB30BaHMS MPEANOCEBHON (m3ndeckoit (B Hamield pabore — OGapbepHBIN
pa3ps) oOpabOTKM CeMSH CEIbCKOXO3SIMCTBEHHBIX KYJbTYP AJIS MOBBILICHUS UX NpPOpacTaHus,
BCXO0’KECTU U MPOAYKTUBHOCTH B IIOJIEBBIX YCIOBUSIX.
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Obtaining fibrous and composite materials with plasma-modified surface
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Abstract. The effect of low-temperature nitrogen plasma on the physicochemical properties of
the surface of composite materials based on polylactic acid/hydroxyapatite at a mass ratio of
components (60/40, 70/30, 80/20) as well as calcium-coated polylactide scaffolds, was studied.
Elemental composition of the samples surface before and after plasma treatment has been
researched by X-ray photoelectron spectroscopy. The contact angle was measured by the sessile
drop technique. The values of free surface energy were studied.

Key words: polylactic acid, hydroxyapatite,. nitrogen plasma, scaffolds.

BBenenue

B Hacrosimiee Bpems JiedeHHE pa3IMYHBIX 3a00JIeBaHUNA U TpaBM, KOTOpbIE BBI3BaHbBI
HECYACTHBIMH CITy4asiMd, aBTOKaTacTpoamMu M MPOU3BOJCTBEHHBIMU, OBITOBBIMH TpPaBMaMH,
3a4acTyl0 MPHUBOJUT K MOSBICHUIO Ae(PEeKTOB pa3nuuyHbIX MacimTaboB. Kak mpaBuiio B mporecce
JICYCHUS] BO3HHKACT HEOOXOJMMOCTh KOMIICHCAIIMU TPaBM IPU TIOMOIIHM KOCTHBIX WMILJIAHTATOB,
KOTOpble obOecreunBanu Obl MpaBUIbHOE (YHKIIMOHUPOBAHHME MOBPEKICHHONW TKaHU. Bonbiioif
WHTEpEC JUIsl BOCCTAHOBUTEIBHOH MEIMIIMHBI TIPEJCTABJISIOT TIOJUMEPHBIC BOJIOKHUCTHIC
ckaddoaabl U KOMIIO3UTHBIE MaTepuaibl, COAEPHKAIUE B CBOEM COCTaBe Kak HEOPraHMYECKYIO
MaTpHIly, TaK ¥ MOJMMEPHYI0, KAaKUM U SBJISETCS B CBOIO OYepehb KOMIIO3UTHBI Marepuayl Ha
ocHoBe nomunaktuaa (IUT) u rugpokcuanaruta (I'A). [lonumepsl Ha OCHOBE JAKTHUIA CIIOCOOHBI
pasnarathCs B KHBOM OpraHu3Me 0e3 00pa30BaHUs TOKCHYECKHX COCTUHCHHM, a HEOPTaHWYECKas
COCTaBJIAIONIAs — TUAPOKCHUAINATUT, SIBISETCS OCHOBHOM MHHEPANBbHOM COCTaBISIONIEH KOCTHOM
TKaHH YejIoBeKa. [lomuMepHbIe MaTeprabl OTINIAFOTCS HU3KOW CMauylBaEeMOCThIO, B TO BPEeMs Kak
W3JIeusl, TPUMEHseMble B MEIWIIMHE, JOJDKHBI O00JaJaTh XOPOIIO Pa3BUTOH, TUAPODUIBHON
MTOBEPXHOCTHIO JUIS TyUIICH aJre3uy KUBBIX KIIETOK. I3BECTHO, 4TO JaHHAs MpodeMa MOXKET OBbITh
pellieHa MmyTeM W3MEHEHHUS XHMHUYECKOTO COCTaBa KOMIIO3MTHBIX M TOJUMEPHBIX MaTepUANIOB C
WCIIOJIb30BAHUEM TUIA3MEHHBIX TEXHOJOTUHA. MeToapl ITUIa3MEHHOTO BO3JICHCTBUS  SBISIOTCS
HaubOosee d(PpPEeKTUBHBIMU, CTOCOOHBIE M3MEHSTh TOBEPXHOCTHBIE CBOMCTBA 0€3 ydeTa 0ObeMHBIX
XapaKTePUCTHK MaTepHalia, a TakKe YIydlIaTh CMaYMBaeMOCTh. Llenbio JaHHOH paboThI SBIISIETCS
WCCIIeTOBaHKE BIMSHUS MOBEPXHOCTHOTO MIa3MEHHOTO MOIU(UIIMPOBAaHUS Ha (PU3UKO-XUMHUYECKHE
CBOMCTBAa TMOBEPXHOCTH KOMIIO3MUTOB Ha OCHOBE mNosmjaktuiaa M rugpokcuanatuta (IIJI/TA) c
pa3nu4HBIM MaccoBbIM cooTHoteHueM (60/40, 70/30, 80/20), a Takxke ckaddoamoB MOIUIAKTHAA C
KaJILITUEBBIM ITOKPBITHEM.

JKCNEePpUMEHTAIbHAS YaCTh
Ckaddonasr Ha ocHOBe [1J] MOTy4YeHB METOIOM JIEKTPOCIIMHHUHTA Ha ycTaHOBKe Nanon-01
[1]. Hamputenue kanpimeBoro mokpbiTHs Ha ckaddonasl [1JI oCyIiecTBIsuIoch ¢ MOMOIIBIO
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MarHeTpPOHHOTO pACHBUICHUS B HENPEphIBHOM pexume. [loCKOJbKy, MoIuMepHbIe 00pasiibl
YYBCTBUTEJIbHBI K TEIJIOBON HArpy3Ke, IPOILECC OCAKIECHUS COCTOSI U3 HECKOJIBKUX YepeaYIOLINXCS
CepHil HaNbIJICHUA U Tay3bl, KOT/1a MAarHETPOHHBIA pa3psi/] BHIKIIOYAJICS, TIO3BOJISISI 00pa3Iy OCTHITh.
VYcnoBus HamblUIeHUsI KaJbIMEBOTO MOKPHITUSA Ha MoBepxHOCTh ckaddonaos [1JI npencrasnens: B
tabmune 1. Tlomydenue oOpasmoB kommnosutHoro marepuana [LUJI/I’A mpoBoauiock 1o paHee
npenokeHHon cxeme [2]. O6paboTKa MOBEPXHOCTH KOMIIO3UTOB OCYIIIECTBIIIIACH C MPUMEHEHUEM
razmorenepatopa « IMHK» B moToke a30Ta coriaacHo npencTaBIeHHBIM IapaMeTpam: pabounii rasz —
a3oT, pa3psit — AyroBoi, maeieHue B kamepe — 0,3 Ila, Tok paspsma — 5 A, Bpemst 00paboOTku — 5 u
10 munyt, Temneparypa B kamepe 30 °C u 46 °C, cOOTBETCBEHHO. DJIEMEHTHBIN COCTAB TIOBEPXHOCTH
MaTepuajgoB OO0 U mocle MOAU(GUUIUPOBAHUS  HUCCIEIOBAaH METOJOM  PEHTI€HOBCKOMN
doroanexTpornoit cnekrpockonuu (POIC) ¢ momorpto PHIX-tool automated XPS microprobe.
JlanpHeHuil aHaiau3 AJIEMEHTHOrO cocTaBa ObUI MPOBENEH C KCIOJIb30BAaHHEM IMPOTrPAMMHOIO
obecrieyenuss Casa XPS. Jlnsg OIEHKHM CMa4MBaeMOCTH MOBEPXHOCTH OOpPAa3LOB MPOBOIMIN
M3MEpEHHUE KPAeBhIX YIII0B METOIOM JIeKalllel Karlulu MPH KOHTAKTE C IBYMS KUJIKOCTSIMU: BOJIOH 1
rinuepuHoM. [locnenyromuii pacyeT MOBEPXHOCTHOM SHEPrUU NMPOBOJWIN C HcIosib3oBaHueM 110
DSAT1 na npu6ope EasyDrop (KRUSS).

Tabnuya 1
Ycnosus nanvinenus kanvyuesoco nokpvimus Ha nosepxHocms ckaghgonoos I1J1
Ne o6pasma [1J1 Bpewms HanbuTeHNS/ 0COOCHHOCTH Tox, MA Hanpsokenue, B
1 p = 1,8 MTopp; 5 MuH 6€3 0CTaHOBOK 100 520
2 p = 1,8 MTopp; 30 ¢ X2, c ocTbIBaHUEM 5 MUH
3 p = 1,8 mTopp; 20 ¢ X3, ¢ ocTeIBaHKEM IO 3 MUH 200 250
4 p = 1,8 MTopp; 20 ¢ x6, c ocTbIBaHUEM O 3 MUH

PesyabraTsl

CornacHo pe3ynbratam P®D-cniekTpockonuu HaOMI0JaeTCsl 3HAUMTENBHOE CHIDKEHUE OJIH
aTOMOB yTJIepOia B 3JIEMEHTHOM COCTaBe KOMIIO3UTHBIX MaT€PHAJIOB BCIEACTBHE O0OpaOOTKH MIa3Mon
a3oTa. YCTaHOBJIEHO, YTO Ha moBepxHoctu obOpasuos [IJI/I'A 60/40, 70/30, 80/20 obpasyroTcst He
CKOMIIEHCUPOBAHHBIE aTOMBI a30Ta, MAaKCUMAJIbHOE 3HAYEHHUE JOJIM aTOMOB a30Ta JIOCTUTAETCS AN
obpasna [1IJI/TA 80/20, o6paGoranHoro mia3moi azota B TeueHue 5 MuHyT (12,74 %). [1lo nanHbM
POOC nns Bcex xommo3utoB I[IJI/I’A 3HaunTenbHO CHUXKAeTCS [ONIE aTOMOB yriiepoia B
koopmuHausax -O-C=0 u -C-O mocie mia3MeHHOro BO3JeHCTBHS B TedueHue 5 w10 MHHYT.
Bcenencreue 06paboTku 1i1a3Moii MpoucxoquT oOpa3oBaHKe MUKa C SHEprHel CBs3u paBHOU ~286,4 5B
M COOTBETCTBYIOUIHMI aTomy yriepona B koopauHaruu C-N. MakcumanbHOE 3Ha4€HUE JIOJH CBS3U
C-N noxkazano ans obpasua I[IJI/T'A 60/40, o6paboTaHHOrO M1a3Moi B TedeHHe 5 MUHYT — 5,52 at. %.
Oo6pa3zoBanne cBs3u C-N, BciencTBue TUIa3MEHHOTO BO3JICHCTBHS, OKAa3bIBACT IMOJIOKUTEIHLHOE
BO3/IeiiCTBHE HA CMAUYMBAEMOCTh MOBEPXHOCTH U OMOCOMECTUMOCTh MaTepuasos [2].

[Ina3menHas oOpaboTka OKa3bIBae€T BJIMSHHUE HAa CMAauMBAEMOCTb IOBEPXHOCTH, KOTOpas
3aBUCUT OT IIOBEPXHOCTHOM »dHepruum wmarepuana. CorjgacHO TOJIYYEHHBIM pe3yibTaTaM,
MOBEPXHOCTHAsl DSHEPIrUs KOMIIO3UTOB yBEIWYMBAaeTCAd. MakcUMallbHOE 3HauyeHue oOuei
noBepxHocTHOH 2Hepruu (118 mH/m) HaGmromaercs mis obpasma [IJI/TA 80/20 mpu oOpaboTtke
1a3MoM ¢ JUIMTENbHOCThIO 5 MUHYT. KpaeBoil yron cmauuBaHus oOpa3loB Iocie IIa3MEHHOU
00pabOTKM B TEYEHHE S5 MHHYT HMEET TEHJICHIMIO YMEHBLIAThCs H3-32 CHIKEHHMS aTOMHOMU
KOHILEHTpAllMU yriepoja Al BCEX KOMIIO3UTOB. MaKCHUMallbHOE CHMKEHHE KpaeBoro yria
Habmomaercs g oopasua [IJI/T'A 80/20, o6paboTaHHOro M1a3Moil B TeUEHUE 5 MUH, ITPH KOHTAKTE
¢ rinuuepunom (30,1°).

B cBi3M C HambUIeHMEM KalblMs HAa TOBEPXHOCTh CKa(QoII0B MOJMIAKTH]A,
AHAJM3UPOBAINCH  CIEKTPHI BBICOKO paspemeHuss Ca2p. beum  momydeHsl JaBa  THKA,
uaeHtupunuposannsle kak Ca2p3/2 um Ca2pl/2, B mnopsake Bo3pacTaHUs SHEPTUU CBS3U.
P®D-ciekTpsl MOKa3bIBAIOT, YTO HE HAOIOAACTCS XUMHYECKOW CBSI3M KaJBIHS M KUCIOPOJA 0
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oOpa3oBaHus OKcHJa. MakcHMalbHOE 3HAUY€HHWE aTOMHOTO cozepxaHus CaZ2p HaOmromaercs ais
obpasua IIJI Nel u cocraBisier 11,91 %. YcranoBineHo, 4To 3HaUeHHE KPAeBOTO yria CMaylBaHUS
i oBepxHocTH ckaddonmgoB mcxomnoro IJT — 121,2° m 122,7° npu cMayuBaHUU BOJOH H
TIIMLEPUHOM, COOTBETCTBEHHO. 3HAUEHHE KPAaeBhIX YITIOB CMAauMBaHMUsI JJis IEPBOil mapTUH 00pa3lioB
IJT (Nel, 2, 3, 4), npu KOHTAKTE C KUJIKOCTAMH MeHbIIe 90°, MO CPaBHEHHUIO CO 3HAYCHUSIMU IS
UCXOIOHBIX ckaddoNIoB, CleOBaTeNbHO, MOBEPXHOCTh MaTepuaioB CTaHOBUTCA Oosee
ruapoduibHON. MUHUMaIbHOE 3HAYE€HHWE KPAaeBOro yria CMayuBaHUs OBUIO JOCTHTHYTO JIJIst
obpasma IIJI Ne3. MakcumanpHOE 3Ha4Y€HHE CBOOOJHOW MOBEPXHOCTHOHM 3Hepruu (68,2 MH/m)
HaOmonaercs st oopasna [1JI Ne 3 (puc. 1).

80

| [ O6was CMNa
704 MonspHas KOMMOHeHTa -
| [ OucnepcuoHHasi KOMNoHeHTa

60+
501 h
404
30

[MoBepxHOCTHasA aHeprus, MH/m

10: ‘

VCXOOHbIN 1 2 3
O6pasup! M
Puc. 1. Ceo600Has nosepxnocmuas snepeus 01 06pasyos I/ ¢ karvyuesvim HanvlieHuem

3akJ/oueHue

Takum 00pa3oM, U3y4EHO BIHMSHHE MOBEPXHOCTHOTO MOIU(DUIIMPOBAHUS IJIA3MOM TyrOBOTO
paspsa B OTOKE a3oTa B TeueHue 5 u 10 MUHYT Ha (PU3UKO-XUMUYECKUE CBOMCTBA MOBEPXHOCTH
KOMITO3UTHBIX MaTepuanoB Ha ocHoBe IIJI/T'A, a Takxke ckaddoigoB MONMUIaKTHAA C KaJbIIHEBBIM
MOKPBITUEM. BBISIBIEHO, 4YTO IUIa3MEHHOE BO3/CHCTBHE OKa3blBa€T BIIMSHHE Ha W3MEHEHUE
XMMHUYECKOI'0 COCTaBa MOBEPXHOCTH KOMIIO3UTOB — IMPOUCXOAUT obOpazoBanue cBsi3u C-N, uto
CIOCOOCTBYET  yiydlleHWI0 cMaduBaeMoctu  moBepxHocTH [UJI/T'A.  3nadenuwe  oOmiei
MOBEpXHOCTHOH 3Hepruu nocturaet 118 MH/M myist o6pasma [TJI/I'A 80/20. MakcumanbHOE 3HAUCHHE
cBOOOTHOM TIOBepXHOCTHOM dHepruu (68,2 MH/M) Habmomaercs st oopasma [1JT Ne 3.

Paboma evinonnena npu noooepoxcke Munucmepcemea Hayku u 8vicuieco 00pa308aHUs
(FSWM-2030-0037).
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Oxidative biotransformation of benzyl alcohol to benzaldehyde
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Abstract. In this work the oxidative biotransformation of benzyl alcohol was successfully carried
out using a suspension cell culture of Nicotiana tabacum. The yield of benzaldehyde ranged from
50 % to 60 %, which confirms the effectiveness of this production method compared to classical
chemical methods. At the same time the proposed biotransformation approach is characterized by
mild conditions and the absence of toxic reagents and hazardous waste. In addition the possibility
of deeper oxidation to benzoic acid has been discovered.

Keywords: fermentative catalysis, nicotiana tabacum

BBenenne

benszanpaerus sBifeTCSs BaXXKHBIM IPEKYPCOPOM B MEAMIMHCKOW XUMHUH, IHILEBON
IPOMBIIJICHHOCTH, =~ TOHKOM  OpPraHMYEeCKOM  CHHTe3e  (papMaleBTUUECKHUX  CYOCTaHIIMM.
CymecTByronme METOAbl KIACCHUYECKOH XHMMHHU OOJIAZaf0T MPEHMYIIECTBOM B BHUIE BBICOKOTO
BBIX0/1a, OJTHAKO MMEIOT PsiJl 3HAUUTEJbHBIX HEJOCTATKOB: MOBBIIICHHBIE TEMIIEPATYpPhl IIPOLIECCOB,
MHOT'OCTaIMHHOCTb, BBICOKAsl CTOMMOCTh METAJNIMYECKMX KaTajJu3aTOpOB M 3arpsA3HEHHE HMU
IIPOJYKTa, a TAK)KE CO3JaHUE DKOJOTMYECKOW HAarpys3ku. PanmoHaneH moOMCK aJbTepHATHB, OJHOU
U3 KOTOpBIX SIBJISIETCS  MCIOJIb30BaHHWE KYJIbTYp KJIETOK, CHOCOOHBIX (DepMEHTATHBHO
KaTaJM3UpPOBATh HHTEPECYIOLIYIO PEAKIINIO, TO €CTh IPOBOIUTH MpOLecCC OMOTpaHCHOpPMALIUH.

AKTyaJIlbHOCTh Pa0OTHI 3aKJIIOYAETCS B IIUPOKON HE3aKpHITOW MoTpeOHOCTH phiHKa PO mpu
OTCYTCTBYIOLEM ITPOU3BOJICTBE.

enbto paboThl sBiIsieTCSl pa3paboTKa METOAUWKH OKUCIUTENIbHOW OuoTpaHchopManuu
OEH3MJIOBOTO CIIUPTa KJIETKaMU Tabaka OOBIKHOBEHHOTO.

JKCNePpUMEHTAIbHAS YaCcTh

B nmanHO# paboTe WCMONB30BaIM CYCIICH3MOHHYIO KyJIbTypy kierok Nicotiana tabacum,
npeaocrasieHHy0 MHctutyrom nurtonoruu u reHetuku CO PAH. KynbTuBupoBaHHE KIIETOK
Tabaka POBOJMIIM Ha mHUTaTeNbHOU cpene Mypacure-Ckyra [1], cocrosiieil U3 HeOpraHUYECKUX
coneit (bocdaToB, HUTPATOB, CyNb(PATOB U T.N.), TIIOKO3Bl U BUTAMUHOB. [[71s1 mpenoTBpaieHus
momnajaHusi TOCTOPOHHUX HEXKENATEIbHbIX MHUKPOOPTaHM3MOB W3 BO3JyXa W TBUIH, pabOTHI C
MPUMEHEHHEeM KyJIbTYyphl Ta0aka BENUCh B acenTudeckux ycinoBusx. Ilocymy u cpeny
aBTOKJIABUPOBAIIU, CyOCTpaT mpomycKaiu yepe3 GUiIbTp XOJ0IHOM CTepUIIN3aLUu.

[IpoBogmnu mporecc OuoTpanchopmanuu B TEYEHHE CYTOK B KOHHUYECKOW Koibe Ha
71a00paTOpPHOM IIIEHKe CO CISAYIONUMH IapamMeTpaMu: Temmeparypa jao 1wmoc 30 °C u gacroTa
BpateHus miaTdopMel oT 120 000pOTOB B MUHYTY — JJIsl TIPEAOTBPAILIEHUSI arperaiy KJIETOK U
OJTHOBPEMEHHOTO HACBIIIEHUSI CPebl KUCIOPOJIOM, KOTOPBINA SIBJISETCS OKUCIUTENEM B IpoLecce
o6uotpanchopmarum.
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DKCTpaKIUU, MPOBOJUMON B CUCTEME KHUAKOCTh-KUAKOCTh, M3BIeKanu OeHzanpaerun (bA)
u3 cpeapl. B kauecTBe sKkcTpareHTa OblT BbIOpaH dYerbipexxijopuctbiii yriepoax CCls [2], Ha
OCHOBaHUU €T0 OTHOCHUTEIHHO HU3KOU TEMIIEPATyphl KUTICHHS] U SKOHOMHUYECKOU TOCTYITHOCTH.

Jlisa mepememiuBaHusl KUAKOCTEH U 0ojiee MOJHOTO M3BIEUYEHHUS MPOIYKTA, BOPOHKY,
HAIMOJHEHHYI0 OT(QUIBTPOBAHHBIM OT KJIETOK Ta0aka PacTBOPOM U YETBIPEXXJIOPHUCTHIM YIIepOIOM
(B cootHomieHnu 1:4) UHTEHCUBHO BCTPSIXMBAJIU B TEUEHUE TPEX MUHYT U 3aT€M 3aKperuid Ha
MITaTUBE JJIA Pa3/CICHUS CIOCB XHUIAKOCTEH B TEUCHHE NeCATH MUHYT. [0 OKOHUaHWU BpeMeHU
BEPXHIOIO OpraHMYecKyro (a3y CIWIM B TEPMOCTOMKMN XMUMHUYECKMHA CTaKaH M yHNapwid IMpU
temriepatype mwitoc 160 °C, ¢ 1enbio BbIIeICHUS MPOAYKTA U3 IKCTPAreHTa.

Pe3yabTaTsl

[lepBUYHBIM TNPU3HAKOM WACHTU(UKALUKN SBIAETCS OPraHOJIENTHYECKUH CIocod — 1o
HAUIMYMIO XapakTepHOro MuHaaidbHOro 3amaxa [3]. C okoHuanuem OuoTpaHcpopMmanuu mnpu
OTKPBITUM KOJIO IPUCYTCTBOBAJ PE3KUI, OTYETIMBBIM 3amax MHHJIASA, 4TO SIBJISIETCA OJHOM W3
KOCBEHHBIX XapaKTepUCTUK BA.

PacTBOprMOCTh O€H3MIIOBOrO cIUpTa U OEH3abJAeruja B BOJE OTIMYACTCA HA MOPSAOK, IO
ATOM MPHUYMHE C OKOHYaHUEeM OnoTpanchopmaiuy HabOIr0AaIM 00pa3oBaHUE MACIISTHUCTBIX Karellb
B H3HAa4YaJbHO TOMOIE€HHOM pAacTBOPE,YTO TAKXKe SBISETCA €lle OAHUM U3 KOCBEHHBIX
MOJITBEPKICHUI 00pa3oBaHusl OCH3aJIbICTHIA.

B kauecTBe 3KCIpeccHOro MeToAa IOATBEp)KICHUs oOpa3oBaHus OeH3ajbaerujga Obul
HCIOJIb30BaH KAYeCTBEHHBI PEAKTUB — HUTPOIpPYCCUA HaTpus [4], mpeacraBisiouniuii codoi
Heopranndeckoe BemiectBo coctaBa Nax[Fe(CN)sNO]. JlanHoe coemuHeHHE C allbJCTUAaMU TaeT
M3YMpYyJIHO-3€JIeHOe OKpamuBaHue. Ilpu poOaBieHHH pacTBOpa HUTPOINPYCCHAA HATPUS B
IIEJIOYHOM Cpelle K HECKOJbKMM KaIlJsiM pacTBOpa, IIOJIyYEHHOI'O II0C]€ BbINapUBAHUA
OpraHuyeckoil (has3pl, HAOIO1aTH TIOSIBJICHUE H3yMPYTHO-3€JICHON OKpacKu pacTBopa (pUCyHOK 1).
ITonoOHBIN (hakT sABISETCSA XapaKTEpPHOM peakliel Ha aJlbJETUAHYIO TPYIITY, YTO CBUAETEILCTBYET
0 €€ HAJINYUH B MPOJIYKTE.

Puc. 1. Kauecmeennas peaxyus na bA

OUHATBHBIM CIIOCOOOM  HACHTU(UKAIIMKA TOTYYSHHOTO MPOJAYKTa SIBISIETCS TONydeHUE
cnexktpoB SAMP (pucynoxk 2, 3). Ha kaxmout u3 mpo6 ¢ 1, 1,5 u 2 mi OEH3UIIOBOTO CIUpTa B
KauecTBE HCXOJHOTO CyOCTpaTa COOTBETCTBEHHO OOHApPYKEHbI CHUTHAIBI, TMOJITBEPKIAFOIINX
oOpasoBanue OCH3aIbACTHIA:

®  VIIUPEHHBIN CUTHAT MPOTOHOB TMIPATUPOBAHHOMN allbJETHUAHON rpymibl oT 4,0 10 4,5 M.11.;

®  MPOTOHBI OEH30JIBHOTO KoJblia B obmactu 7,0 1o 8,0 m.1.
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MpoToHbI [MpoToHLI
6eH3onbHOrO KoNbla  r’MapaTMpoBaHHON
anbgerngHon rpynnb

Puc. 2. Cnexmp *H npobui ¢ 1 ma chupma xax cybcmpama

I T i L] I
190 176 170 ISN 150

HeussecTHas KapGokcuneHbIn
kapbokcuneHas yrnepog 6eH3onHon
rpynna KNCIOThI

Puc. 3. Cnexmp *C npo6wt ¢ 1 mn cnupma xax cybcmpama

Ha ocHoBanuu Hanmuuusi aToMa yriepoaa KapOOKCHUIbHOW rpymnmsl B npezaenax ot 165,0 no
170,0 m.A., MOXHO cyauTh 00 oOpa3oBaHMM OEH30HWHOW KUCIOTHI. JaHHBIM (aKT TOBOPUT O
BO3MOYKHOCTH TIpOBEIEHUS Oojee TIyOOKOro OKHCICHHs. B mociemHem amama3oHe Takke
oOHapyKeH CHTHal elle OJHOro KapOOKCHJIBHOTO aToMa yriiepoja Apyrod kucinotbl. Ha maHHBIN
MOMEHT c(opMyIHpoBaHa TUIIOTE€3a O BO3MOKHOM OKHCIEHUH M COIYTCTBYIOIIEM BbIECIEHUU
OJTHOT'O U3 KOMIIOHEHTOB ITUTATEIBHOMN CPEbl, B YACTHOCTH TJIFOKO3bI B TIIFOKOHOBYIO KUCIIOTY.

BoiBoabI

B pesynbTaTe nmpoBeneHHOIO HUCCIIEOBAHUS HAaMU BIIEPBbIE MOKa3aH CIOCOO OKUCIUTENbHOU
MOPIUOHHONW  OnoTpaHcdopmaru  OeHzmmoBoro  crupra  kimerkamu  Nicotiana — tabacum,
MO3BOJISIONIMN TOTY4YUTh OeH3anbleru] ¢ BeixoqoM 10 60 %. bbuin HaliieHs! yCIIOBUS IPOBEACHUS
npoliecca, BIMSIONME Ha Ipolecc U OnoTpaHchopMmanuio OSH3MIOBOTO CIMPTA, & UMEHHO: Cpeja
Mypacure-Ckyra, yactora BpauieHus melikepa — 140 060poToB B MUHYTY, KOMHaTHas TEMIIEpaTypa.
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Abstract. A comparison of powders obtained by different methods of nanospray drying and filtration
was carried out. From the analysis using the multi-point BET method, it found that the specific
surface area of the particles obtained by spray drying is greater than by the filtration method.
The nanospray drying method shows the advantage of smaller crystal sizes when compared to
samples from filtration. As a result of the work, powders of different sizes, morphologies and purities
were obtained.
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BBenenne

AIOMUHHEBO-MarHueBas IIMKUHETb 001a/1a€T YHUKAJIbHBIM COYETaHUEM CBOMCTB: CTOMKOCTBIO
K arpecCUBHBIM CpeJlaM, BBICOKON TEPMOCTOMKOCTBIO, BBICOKOW MPOYHOCTBHIO U YAAPHOU BSI3KOCTHIO,
MEXAaHUYECKOW IMPOYHOCTHbIO M OTHECTOWKOCThIO. lllnuHEenn, mMOMUMO OCHOBHBIX KOMIIOHEHTOB,
MOJKET COAEPKATh JKEJIE30, IMHK, MAPTAHELl U IPYTHE 2JIEMEHTHI, II0O9TOMY UX MOXKHO pa3feiuTh Ha
MHOKECTBO THIIOB, TAKMX KaK aJOMUHHUEBAas IIMHUHENb, KEJIe3Has LIMUHENb, IMHKOBAs IINHUHENb,
MapraHieBblii IIMat, XpoMmoBas MimuHeNnb, ¥ T.JA. [1, 2]. TIpo3paunas kepamuka W3 IIMHHETHA
MexaHnyecku crabuiabHa 10 Temmeparypsl 1250 °C go 1500 °C npu KpaTKOBpEMEHHOM
BO3/ICHCTBHM), XapaKTepU3yeTcsl MPO3padyHOCTbIO B IIMPOKOM CIEKTPAJIBLHOM JHara3oHe:HMOoT
yIbTpadroIeTOBON 10 MHPpakpacHoit obnactu crekrpa) [3]. [Ipo3padnas mmuHeTbHAsS KepamMuKa
HE TOJBKO 00JIaaeT BBICOKOM TEPMOCTOMKOCTHIO U KOPPO3UOHHOW CTOMKOCTBIO, HO TaKXe MMEeT
OINITHYECKHE CBOICTBA, aHAJIOTMYHBIC MOHOKPUCTAJIJIAM JIPAroleHHBIX KaMHel [4].

OcHoBHas npobiemMa Mpu MPOU3BOJICTBE MOPOLIKOB JUIs IPO3PAYHOM KEpaMUKU — 3TO METO[,
MTO3BOJISAOIINHN ITOJIY4aTh MOPOIIKH C BBICOKOM CTEIIEHBIO YHCTOTHI.

B oroit pabore mnpu cunrtese amomomarHueBoi mmuHenn (MgAl,Os) u3  cycneH3wmit
THAPOKCUIOB ObLJIa UCIIOIb30BaHa YCTAHOBKA pacnbuInTebHON cymku (Nanospray B-90). Pasmep
HAHOIOPOUIKA, IMOJIYYEHHOIO 3TUM MeToAoM, coctasiseT 100 HM — 5 Mkm. HaHopacnbpuinTenbHas
cyumiika B-90 obnanaer yHUKaIbHON CIIOCOOHOCTBIO FEHEPUPOBATh YaCTULIBI CYOMUKPOHHOTO MIIH
Jla’)k€ HAHOMETPOBOTO JIMana3oHa ¢ BBIXOJOM LIENEBOro npoaykra 10 90 % u npon3BOANTENBHOCTHIO
10 10 mr 3a 1 muxit. J{st cpaBHeHUs B paboTe UCTIONIb30BAIN OOBIYHYIO (DHIIBTPALHIO.

JKCNepUMEHTAIbHASA YaCTh

J11s1 IPUTOTOBJICHUST IPEKYPCOPOB ObLTH MpUroTOBNIeHbI 0,5 M pacTBOpHI COJICH aTFOMUHUS U
maraus: AI(NO3)39H.0 u Mg(NO3)2:6H20. Bce pacTBOopbl TOTOBHIM C HCIHOJIb30BAHUEM
JMCTUJUTUPOBAHHOM BOJBI BBIICPXKAIM €r0 B TEUECHHE CYTOK M 3aTeéM CMEIIUBAJIM B HYXHBIX
nponoprusx [A13*]:[Mg#*] = 80:20.

CycrieH3HI0 MoTydalyd METOIOM OOpaTHOTO OCAXKICHUS IyTeM J00aBIECHHS COJNU K PAacTBOPY
ocamutens, ammuaka (NHsOH). Tlocne ocaxaeHus B pacTBOpEe aMMHUaKa CYCICH3UH TPOMBIBAIH
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JUCTWIMPOBAaHHOM BOJOW 1O IIOJHOIO YAAJIEHHUs CJENOB OcaauTensd. BeiieneHune npomaykra
PacCIBLUIMTENILHOM CYIIKOM OCYIIECTBIISUIM ¢ oMolib anmnapara Nano Spray Dryer B-90 (IIseiimapust).

W3mepenue ynenbHOW MMOBEPXHOCTH MPOBOAMIM 1O 4-X ToueyHomy Metony BOT Ha
cnenpanbHoi  ycraHoBke «bOT-amammzarop META COPBU-M»y. [lns anamuza PDA  Obun
WCIIONIb30BaH peHTreHoBckui mudpaktomerp Shimadzu XRD-7000. Jlns monydeHus NaHHBIX O
MOp(osoruu MOPOIIKOB M KOMIIAKTOB HCIIOJIb30BaJM PACTPOBYIO SJIEKTPOHHYIO MHUKPOCKOIHUIO
(POM) JEOL JSM-7500FA.

290

Pe3yabrarsl

Ha puc. 1 npuBeneHo cpaBHEHHE OOBEMOB IOPOIIKOB OJWHAKOBOM MAacChl, IMOJYYEHHBIX
pasHbIMH  MeTofgaMmM: HaHopacmputuTenbHoH cymkoi (HPC) wu  ¢unsrpammeit (®P) no
TepMooOpaboTku. Buano, uyto Oonbminii 00beM 3aHMMaeT MOPOUIOK, MOMYYEHHBIH METOIO0M
HAHOPACHBUIUTENLHOM CYILIKH.
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Puc. 2. JJlughpaxmoepammul nopowkoe winunenu, bl0e1eHHbIX
paznuyHsiMu cnocobamu nocie obaxcuea npu 900 °C

Puc. 1. Domo nopowikos wnunenu, 8v10e1eHHbIX
paznuyHsimu cnocovamu, m=0,54 2

N3 ananmza ¢ momoreto MHOTOTOUeUHOTO Merona BET (tabmumua 1) criemyer, 4ro yaenbHas
MTOBEPXHOCTh YACTHII, MONYYEHHBIX PACTIBUTUTENILHON CYIIKOM OOMbIIe, 4eM Ipu MeToe PUIBTpaII
mocie oOokura mpu 900 °C. Tlpm >ToM (a30BBI COCTaB MPENCTABICH TOJBKO IIITHHEIBIO.
JudpakTorpaMmMbl TOPOILITKOB MOTHOCTHIO MAEHTHYHBI, YTO XOPOIIO BHIHO Ha PHUC. 2, BCE CUTHAIIBI
COOTBCTCTBYIOT IIIMMUHEIIN. J4 K Ta6J'II/IIIBI BHUIHO, YTO MCIIOJIB30BAHUEC ABYX PA3HbIX MECTOAOB BbIACIICHUA
MIOPOIITKa HE TIOKa3bIBAeT 3HAUNTENFHBIX Pa3IMYMil B pa3Mepe 001acTeil KOTepeHTHOTO paccesHusl.

Tabnuya 1
Pesynomamur ananuza MgAI;O04
Merton Syn, M2 /T T, °C ®a3oBBlil cocTas, % OKP, um
dunpTpanys 10146 900 MgAl,O, — 100 12.5
HPC 120.9+0.4 MgAl,04— 100 13

HecMoTps Ha psig CXOKHMX XapaKTEPUCTUK U HE3HAUUTENbHbIE OTIIMYHUS B BEIMUMHE YIEIbHON
MOBEPXHOCTH, pa3Mepbl U MOP(OIOTHs YACTUI[ CHJIBHO OTIMYAIOTCA. DTO XOPOLIO BHMJIHO Ha
AMEKTPOHHBIX M300pakeHHsX dacTuil (puc. 3). BUaHO, YTO MOPOIIKH, BIJICICHHBIC (HUIBTPAIIUCH,
arIOMEpUPOBaHbl, UMEIOT IUJIOTHYIO CTPYKTYpPY M HEpaBHOMEpHYIO Mopdosoruto. YacTuiibl,
BbIJIEJICHHBIE HAHOPACHbUIMTEILHOW CYIIKOW, HMEIT c@epudeckyio ¢GopMy, paBHOMEPHYIO
MOpP(OJIOTHIO, XOPOILIO JearyIOMEpUPOBaHbI M 3HAYUTEIILHO MEHBILIE 110 pa3Mepy.
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Puc. 3. POM-u306pasicenus nopouikos wnuHenu, 6bl0eIeHHbIX PACHbLIUMENIbHOU CYWKOU (clesa) u unvmpayuet
(cnpasa) nocne obacuea npu 900 °C

JI71st TOYHOTO CpaBHEHHS pa3Mepa YacTHIl U CTETICHN MX arperay HaMy ObUT HCTIONTB30BaH METO/
nazepHoit qudpaxuuu (puc. 4).

W3 pucyHka BUAHO, 4YTO YaCTHIIBI,

MOJTyYCHHBIE PA3IUYHBIMUA CIIOCO0AMH, UMEIOT

. — MOHOMOJIaIbHOE pacIpeieieHue €O CPEIHUM
. s pasmepom wyactun 0,3 u 4.5 MKM IIpH
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30 4
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Puc. 4. F:a3mep, yacmuy, f?blae/leHHblx PACHBIIUMENbHOU IPHMEHEHbI IS TIOTy4eHHS ONTHUYECKH
cywxoll u purempayueti, nocie odxcuea npu 900 °C, o
o . MIPO3pavYHON KEPAMUKH.
PACCUUMAHHBIL HA OCHOBAHUL MEMOOd NA3EPHOL

ougpparyuu
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Pa3paborka pH-4yBCTBHTEIBHBIX CHCTEM 1I0CTABKH ObIYbEro CbIBOPOTOYHOI0 AJIbOYMHHA
HAa OCHOBE XMTO03aHA METOA0M MHKANCYJISLUHN
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Abstract. The present work was aimed to produce particles based on rigid cross-linked chitosan and
encapsulated bovine serum albumin, to qualitatively and quantitatively confirm the encapsulation
process, and to quantify the release of protein fragments of bovine serum albumin in phosphate buffer
medium of pH 5.5 and pH 7.4. Subsequent aim of the research is investigation of the physicochemical
and biological properties of chitosan and bovine serum albumin-based materials for the delivery of
protein molecules into the cancer cell environment.

Key words: Chitosan, bovine serum albumine, terephthalaldehyde, UV/Vis spectrophotometry.

Beenenne

B nocnennue roapl pa3paboTKa HOBBIX NPOTHUBOPAKOBBIX IPENapaToB M CUCTEM SIBISETCS
OJIHOM M3 OCHOBHBIX OMOMEAUIIMHCKUX 3a/1a4. Tak, MHOTHE HCCIIeI0BaHuUs MTOCBSIIECHbI TOTYyYEHHIO
Y UCCJIEZIOBAaHUIO HAHO- U MUKPOCUCTEM JIOCTAaBKU KaK JIEKAPCTBEHHBIX MPENapaToB, Tak U OEJIKOBBIX
¢parmMeHTOoB. Paznuunst Mex 1y BHEKJIIETOUHOM U BHYTPUKJIETOYHON Cpeoi paKOBbIX M HOPMaJIbHBIX
KJIETOK M O0cCOOble XapaKTepUCTUKHU OIyXoJieH, Takue Kak (PU3MKO-XMMHUYECKHE CBOWCTBA,
3JIaCTUYHOCTD, IOBEPXHOCTHBIN 3JeKTpUUYeCKUi 3aps U pH, MOo3BONISIOT MoydaTh U UCCIEI0BATh
MarepHaibl A KOHTPOJIUPYEMOIo BBICBOOOXKICHHS JIEKAPCTB, PEardpymOLIMX Ha CTUMYIbI [1].
Ou4eBHIHO, YTO TaKW€ CUCTEMBl JIOCTaBKM JOJDKHBI 00nagaTh OHOCOBMECTHMMOCTBIO,
HEMMMYHHOT'€HHOCTBIO, HETOKCHYHOCTBIO W OMopaznmaraeMocThio. Hanbosee moaxoisimiuMmu IO
CBOMM (PU3UKO-XUMHUYECKUM U OMOJIOTMYECKUM CBOWCTBAM BEIIECTBAMHU JJISl CO3/IaHUsl YKa3aHHBIX
MaTepHaioB ABISIOTCS OHOMOIUMEPHI.

buononuMepsl MIUPOKO HCMONB3YIOTCS B KAauecTBE HOCUTENIEH MpU JIOCTABKE AKTHUBHBIX
(dapManeBTUYECKMX MHTpeaneHToB. OAMH M3 TNpeACTaBUTENCH JaHHOrO psijfa OHOMOIUMEPOB
SIBJIIETCSL XUTO3aH, KOTOPBIH Onaroaapsi cBoeit OMOCOBMECTUMOCTH YaCTO UCIIOJIb3YETCSl B KaueCTBE
CpPEICTBAa JOCTaBKM  HYKJIEMHOBBIX  KHCIOT, XHUMHOTEpANEBTUYECKMX IpENapaToB WU
MPOTHBOPAKOBBIX BEIIECTB [2].

Lenbro 1aHHOM HCCIIEI0BATENBECKOM paOOTHI SIBIISIIOCH MOTYYEHHE YaCTUI] HA OCHOBE XUTO3aHa
KECTKOM CIIMBKHM M MHKAICYJIMPOBAHHOTO ObIUYBEr0 CHIBOPOTOYHOIO albOyMHHA, KAUECTBEHHOE U
KOJIMYECTBEHHOE MIOJITBEPKICHHUE MTPOLIECCA NHKATICYIISIIIMY, @ TAK)KE KOJIMYECTBEHHOE ONPE/IEIICHNE
BBICBOOOKIEHUS! OENTKOBBIX (PparMeHTOB OBIYBETO CHIBOPOTOUHOTO alibOyMHHA B cpesie pochaTHbIX
oydepos pH 5,5 u pH 7,4.
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JKCNEePUMEHTAIbHAN YaCTh

B xome naboparopHOro cuHTe3a OBUTM HCHOJIB30BAaHBI: XWTO3aH HU3KOMOJEKYJSPHBIN
([C12H2208N2]n), xanpumii  xmopucteiii  (CaCly), Hatpus rtuapodocdar aBEHAAIATHBOIHBIN
(Na2HPO4*12H20), pactBOp ObIuBEr0 CHIBOPOTOUHOTO anbOymuHa 7,5 % (MM = 69 k/la), Hatpus
ruapokcua (NaOH), tepedranessiii anpaerun (CsHeO2), muctummmpoBaHHas Boja.

[lepBoii ctagueli cuHTesa siBisuioch npurotosienue 10 % pacrsopa NaaHPO4*12H20 u 0,5 %
pacTBOpa HHU3KOMOJIEKYJIApHOTO XuTo3aHa B 0,5 % BOAHOM pacTBOpe YKCYCHOW KUCHOTHI. Jlanee
B PacTBOP XUTO3aHa BHOCUIIH 2,2 Mi1 7,5 % BOJAHOTO pacTBOpa ObIUBEro CHIBOPOTOYHOTO abOyMHHA,
1ocyIe 3TOT PacTBOP Yepe3 AeNUTEeNbHYI0 BOpOHKY BBoAMIHN B pacTBop NazHPO4*12H20 mennenno
M0 KaIulsiM MpU MOCTOSTHHOM IepemeninBanuu. [locne cMmenieHus: roToBbId pacTBOP JAOBOAMIU 0
pH = 10 BogubiM pactBopoM NaOH u pazmemmBanu 20 MUHYT Ha MATHUTHOM MeEIIIaJIKe.

AKTHUBAallMIO M CIIMBAaHUE MEXMOJIEKYJSPHBIX YYaCTKOB XHUTO3aHa IMPOBOJWIM METOJIOM
KECTKOH CIIMBKH C IOMOINBIO Tepe(TajeBoro amplaeruja. Tak, TOTOBUJIM BOJIHBIA PAaCTBOP
TepeTalieBOro anpAeruja ¢ KOHILEHTpalued 2,5 Mr/Mj MpU HarpeBaHUU M IOCTOSHHOM
[IEPEMEIIMBAHUY, 10CJI€ YEr0 BHOCHUJIM B IIOJIIEIOYEHHBIM pPacTBOpP XWTO3aHA, U IOJIyYEHHBIN
pactBop nepememuBaiu B Tedenune 1 yaca mpu 50 °C. KomnmounHslii pactBop nmpombsiBain 4 pasa
TVCTHIUTUPOBAHHON BOJON M (UIBTpOBAM HAa BaKyyMHOW ycraHoBke. OOmasi cxema CHHTE3a
MpeJicTaBlIeHa Ha pUCYHKeE 1.

Puc. 1. Cxema NOJYYeHUsl Hacmuy Xxumo3ana ¢ UHKancyaupoeanHvim OblUbUM Cbl8OPONIOYHBbIM aﬂb6yMuHOM

Pe3yabTaTsl
Ha pucynkax 2 u 3 mpeIcTaBiIeHbl pe3yibTaThl KaYECTBEHHOI'O OIPEIEIICHHUsS BHECEHHOTO
OBIUBETO CHIBOPOTOYHOTO abOymMuHa MeTozioM ¢uryopectenTHoit mukpockonuu (LEICA DMI8,
USA) ¢ ucniosnib30BaHueM KpacuTesst pojamuHa B.

DAPI

Puc. 2. (DﬂyopecueHmele CHUMKU OKpAWEHH020 XUmo3arna npu pa3iudnvblx ONUHAX BOJIH
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Puc. 3. @nyopecyenmnule CHUMKU OKPAULEHHO20 XUMO3AHA C UHKANCYIUPOBAHHBIM DbIUbUM CHIBOPONOYHBIM
anbOYMUHOM NPU PASTUYHBIX ONUHAX BOH

Cnektpodoromerpudeckum  Merogom  aHanm3a  (Microvolume  UV/Vis  (Nano)
spectrophotometer (SP-MUV1000, Bioevopeak Co. Ltd.)) Obumn wucciaeI0BaHbl POIECHT
WHKAICYJIUPOBAHUS OBIYbETO CHIBOPOTOYHOTO ajIbOYMHUHA B MEXKMOJICKYJISIPHBIC CETMEHThI XUTO3aHa
Y TIPOLICHT BBICBOOOXKIIEHUSI OCJIKOBBIX ()parMeHTOB B cpene docdaTHbix OydepoB nmpu pH = 7.4
(MMUTAIMST CPEIbl OKPYXKEHHUS HOPMAaIBHBIX KJIEeTOK) U pH = 5,5 (MMuTanus cpelnbl OKpYKEHUS
PaKOBBIX KIIETOK) B TEYCHHE CYTOK. Tak, TPOIEHT 3arpy3Kd OILCHWBAIM 1O KOHIICHTPAIHH
CMBIBOYHBIX BOJI, KOTOpHIi coctaBui 98,3 %. BricBoOOXk1eHNE OBIUBEr0 CHIBOPOTOYHOTO allbOyMUHA
u3 yactul coctaBuio 40% B cytku. Ilopsaok peakiuu BeicBoOOk1eHus npu pH 5,5 pasen 0,6135
(R?=0,94), s pH 7,4 pasen 0,602 (R? = 83).

3akiioueHne

B X0J4€ UcciIeaoBaHusAg 6I)IJ'II/I nonyquH YqaCTHUOblI XUTO3aHA C I/IHKaHCy.]'II/IpOBaHHI)IM 6I>I'-II)I/IM
CBIBOPOTOUYHBIM anbOymMuHOM. [Ipu cpaBHEHUU (PIIyOpECIIEHTHBIX CHUMKOB YaCTHI XUTO3aHa MOKHO
caciaaTth BBIBOJA O TOM, 4YTO I[aHHBIﬁ METO/ )IOCTOBepeH, a TAKXeE npomen HpOHGCC I/IHKaHCy.]'ISIIII/II/I,
TaK Kak KOHIIEHTPHPOBaHHE OBIYbETO CHIBOPOTOYHOIO aTbOyMHHA MPOU3OILIO HEPABHOMEPHO B
O6T)€Me XUTO3aHa. I/ICXOI[SI N3 JAaHHBIX O npoueHTe I/IHKaHCYJ'ISIHI/II/I 158 BI)ICB060)KI[€HI/I$I 6I)I‘~II>€FO
CBIBOPOTOYHOTO albOyMHHAa MOKHO CJeJaTh BBIBOJ, YTO JaHHBIE MaTepUANbl TMOIXOAST IS
MIPOJIOHTHPOBAHHOTO BBICBOOOKIEHUSI OCJIIKOBBIX MOJIEKYJ; BBICBOOOXKIEHHWE B TEUEHHE Oosee
JUTUTETIHLHOTO BPEMEHH OyJIeT YTOUHATHCS B CIEIYIONINX UCCICTOBAHMSIX.
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dopMHpOBaHHE CTPYKTYPbI H MATHUTHBIX CBOMCTB KOJUIOMIHBIX HAHOYACTHULL (peppHUTa MapraHua
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Formation of the structure and magnetic properties of colloidal manganese ferrite
nanoparticles depending on the duration of in situ microwave hydrothermal synthesis
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Abstract. This work reports a one-step ultrafast in-situ microwave hydrothermal (MAH) synthesis of
soft magnetic colloidal nanoparticles using citric acid (CA). The chelation of CA with lattice metal
ions led to the formation of a stable colloid based on 100 % pure MFO spinel NPs with a size of
32+10 nm and very soft magnetic properties, formed as a result of the MAH synthesis at a
temperature of 175 °C and a duration of 30 minutes. Observably, the increase in the MAH synthesis
duration from 30 minutes to 3 hours resulted in a decrease in the phase purity of CA-functionalized
MFO NPs from 100 % to 52 % and the saturation magnetization from 43.4+0.7 to 33.9+2.0 emu/g
owing to the increased CA degradation.

Keywords: Magnetic nanoparticles, Manganese ferrite, Microwave processing, Colloid.

Beenenue

bnarogapsi cBOMM yHUKaJIbHBIM MarHUTHBIM, IEKTPUYECKUM M KaTATUTHYECKUM CBONCTBAM
HaHOpa3MepHble MAarHUTHBIE OKCH/IbI MOJIYUYNJIN IIHPOKOE Pa3BUTHE B MOCIEAHHUE NECATHIIETUS OT
MEIULUHCKUX JI0 IPOMBIIIIEHHBIX 00acTel. bosbioil nHTepec BhI3BAIN (PEPPUTHI CO CTPYKTYpOH
mmuHenn MFe,O4 (M = Co, Mn, Mg, Zn, u ap.), KaKk OOWH W3 HauboJee MEepCHEeKTUBHBIX
MarHuTHbIX HaHoMatepuanoB [1]. Cpemu depputoB MnFe20s (MFO) otimvaercs mydmiei
OMOCOBMECTHMOCTHIO M KOHTPOJHPYEMbIMH (DU3UKO-XMMHUYECKUMH CBOWCTBaMHU [2], 4TO jenaer
€ro OJJHUM M3 CaMbIX MHOT'00OCIIAIONINM KaHIUAATOM JUIsl IPUMEHEHUS B TAKUX OMOMEIMIIMHCKUX
MPWIOXKEHHUAX, KaK JIOCTaBKa JeKkapcTB [3], runmeprepmuueckas tepanusi paka [4], ¥ MarHUTHO-
pesonancHas tomorpadus (MPT) [5]. Hamowactunsr (HY) MFO momyuarorcss pa3iddHBIMH
METOJIaMH, KaK COOCaXJECHHE, 30JIb-Te€llb, THAPOTEPMAIbHBIA HWIM C HCIOJIb30BAHHEM
COJIbBOTEPMAIIBHBIX U OHOMHUMETHYECKUX MeTon0B [6]. biaromapsi BO3MOKHOCTH KOHTPOJIHPOBATH
Mopdooruio u pazmep HY rugporepmanbHbIil METOJ SBJISETCS OJHUM M3 MEPCIEKTUBHBIX. B TO
BpeMs Kak, MHMKpPOBOJHOBBIM ruaporepmanbHblii (MI'T) meron mo3Bosisier obecreuuth Oosee
romoreHHbeii poct HU u cokpaTuTe BpeMs CHHTE3a OT 4YacOB JO MHHYT IO CPaBHEHHIO C
KJIACCUYECKUM T'HAPOTEPMAIBHBIM METOAOM. TeM He MeHee, moTeHLuanbHas ariomepauus HY
MOKET MPOUCXOJUTH BO Bpems ux (opmupoBanus. [losTomy ans momydenust kosmmougueix HY
ucrosp3yercst IN Situ CMHTE3 B MPUCYTCTBHH MOBEPXHOCTHO-akTUBHBIX BemiecTB ([TAB). Takum
I[TAB moxert cinyxutb OnocoBMectumas rupoduiibHas mumonHas kucinota (CA), koTopas 4acTo
npuUMeHsieTcs Juis monydeHust kowtouansix HY [7]. Panee B nmrepatype He cooOmanoch o
mojiydeHnn W uccrnepoBanuu kowtouaaeix HY MFO, momydennsix in situ MI'T cuHTe3om B
npucyrctBun CA.

Takum 00Opazom, 1erb paboTHI 3aKiIoYaeTcsi B CHHTE3e KOJUIouaHbIX MarauTHEIX HY MFO ¢
nomouipko in Situ MI'T MeToa 1 uccineI0BaHUH UX CTPYKTYPBI U MArHUTHBIX CBOMCTB.
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Martepuajbl 1 MEeTOAbI HCCJIETOBAHUS

Maruutasie H4 MFO monydensr in situ MI'T cunresom mpu 175 °C B Teuenue 30 MUHYT
(MFO-CA 30 m), 1 gaca (MFO-CA 1h) u 3 gacos (MFO-CA 3h). lns sToro B pactBop coicit
FeCls*6H20 (35 mM) u MnCl2*4H20 (17,5 MM) npo6asnsutace CA (6,3 MM). Ilocie cunTesa
HY MFO mnpowmbiBanuch B JEMOHU30BAHHOW BOJE IPH MOMOIIM MArHUTHOW cemapanuud Hu
HeHTpUuyrupoBaHusi Ajsi OTICJICHUS HEMarHuTtHoM Qaszel. M3ydyenue cTpykTypbl U (ha3oBoro
cocraBa pa3paboTanHblx HY OBLIO BBITOJHEHO C MOMOINBIO CHEKTPOCKONMHH KOMOMHAIIMOHHOTO
paccesiaust cBeta (CKPC) u penrrenogasoBoro anammsa (P®A). Marautheie cBoiictea HY MFO
OBLTH M3YYCHBI C IIOMOIIBIO METO/1a BHOPAIIMOHHOW MarHUTOMETPHH.

Pe3yabTaTsl

Anamus pesynpratoB CKPC (puc. la) m PDPA (puc. 10) BBIABHI HaIHYHUE THIIHIHOM
CTpYKTyphl — mmuHenu  Qeppura  Mapranma Bcex — oOpasnoB.  OJHaKo,  yBEITUYCHHE
MIPOJOJKUTENFHOCTU cuHTe3a ¢ 30 MUHYT 710 3 4YacoB MPUBENO K MOBBILICHUIO COAEPKAHUS
npuMecei okcujia xene3a (MarreMuT, reMatut). Kpome Toro, ycTaHOBIIEHO YMEHBIICHUE yIETbHON
HamarauueHHocTH Haceimenus HY MFO ¢ 43,4+0,7 mo 33,942,0 sme/r (tabawmma 1) mpu
YBEIIMYCHUU MPOAOIDKUTENbHOCTH cuHTe3a ¢ 30 mo 180 mmuyT, cooTBeTcTBeHHO. Tem He MeHee,
MOJIy4YE€HHbIE 3HAYEHUS HAMArHUYEHHOCTH COOTBETCTBYIOT MOTEHIMATbHO TOKCHYHBIM aHajoram,
Hanpumep, CoFe20s [2]. Tawke paspaboraHHbie uucThie 1o ¢aszoBomy coctay MFO HY
MIPOJIEMOHCTPUPOBAIH KOJUIOMAHYIO CTaOUIILHOCTD B TeueHue 24 yacoB xpaHeHus npu 5 °C.
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Puc. 1. (A) CKPC-cnexmput u () ougppaxmoepammol macnumuneix H4 MFO
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Tabauya 1
Hamaenuuennocmos cunmesuposanuvix maenumuvix H4 MFO
HanouacTuisl G, OMe/T
MFO-CA 30 m 43,4+0,7
MFO-CA 1h 37,420
MFO-CA 3 h 33,9+2,0
3akioueHune

B pesynbrare uccimenoBaHus pa3padboTaHbl OMOCOBMECTHMbIE MarHUTHbIE KoswiouaHele MFO
HY, sBnsrommecs nepCrieKTUBHBIMUA I IPUMEHEHHS B TEPAHOCTUKE U aJIPECHOM JOCTaBKE JIEKAPCTB.

Hccneoosanue evinonneno npu @urancogou noooepoiicke Munucmepcemea HAyKu U 8blCULE20
oopaszosanusi P® (coenawmenue Ne(75-15-2021-588 om 1.06.2021), a maxoce epanma
PH® Ne 23-23-00511. Buipasicaemcs 6aazodaprocms 8 oo6cyscoenuu pezyiomamos A.JI. Xoaikuny,
M.A. Cypmenesoti, a maxaice 3a nomowp 6 usmepenusx /{.B. Bacnepy u A. IIpsoko.
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Abstract. The hybrid method provides various advantages in producing products that match the
required YAG characteristics. The nanopowder produced by filtration, microwave synthesis and
spray drying method has different particle sizes and strong properties. The spray method has a large
specific surface area (Ssa) to the filtration and microwave methods. The calculated coherent
scattering area show that nanopowders obtained by nanospray drying have a crystallization size of
about 16.36 nm and produce products with a high level of purity.

Key words: nanospray dryer, microwave synthesis, nanopowders, YAG.

BBenenue

Uttpuii-antomunueBslid  rpaHat  (YAG) o6nagaer mpeBOCXOJHBIMU — (DU3MUECKUMU,
XUMHUYECKUMHU, TEPMUUYECKMMH, MEXAaHUYECKUMHU U ONTHYECKUMHU cBoMcTBaMU. OH MCHOIb3YETCs B
KauecTBE aKTHUBHBIX 3JIEMEHTOB TBEPJOTEIbHBIX Ja3epoB OmrkHero u cpeaHero MK-nmuanazoHos,
CHMHTUJUISITOPOB M OEJIBIX CBETOM3IYHAIOIINX TU0A0B [1].

BaxkHpIM  acmeKTOM  Ipolecca  M3TOTOBJICHMSI  SBJISIETCS  CHHTE3  IOPOLIKOB €
XapaKTepUCTUKAMH, YAOBJIETBOPSIOLIMMU psAxy TpeOOBaHUIl: OrpaHWYEHHE 10 pa3Mepy,
cpepuueckass ¢opmMa YaCTUL, MOHOJHUCIIEPCHOCTb, OTCYTCTBHE IKECTKHX  arJioMeparos,
OJIHOPOJIHOCTh XMMHYECKOro cocTaBa M yucroTa [2, 3]. PasnuuHbiMu aBTOpamMu pa3pabOTaHbI
BJIQ)KHBIE XMMHUYECKHE METOJBI CHHTE3a 4uCcTOro YAQG, Hanmpumep, ¢ MOMOIUBIO TPaJAULHOHHOIO
MeTosa YoxpaJabCKOTO W TBEPAOTENBHOM pEaKIUU W3 COOTBETCTBYIOIIMX MOPOIIKOOOpa3HbIX
okcu10B. OIHAKO OHU, KaK MPaBUIJIO, TEXHUYECKHU CIIOKHBI, JOPOTH, TPEOYIOT BBICOKHX TEMIIEPATyp
00XUTra U IPOAOKUTEIBHON BBIIEPKKH [4, 5].

Jlns perieHust 3Toi mpoOIeMbl B HACTOsIIEee BpeMsl pa3pabaThIBaeTCsl HECKOIbKO THOPUAHBIX
METOJIOB, @ HMMEHHO COYeTaHHe€ XMMHMUYECKHX U (PU3MYECKHX METO/OB, HAlpuUMEp, Jia3epHOe
ucnapenne, CBU-cunres, nuposnus u 1.1. B HacTosmel paboTe Mbl UCIONB30BATIM pa3IUYHbIE MO
anmapaTypHOMY  WCIOJIHEHHIO M CTOMMOCTM  METOJUKHM  BBIJCNIEHUS  IOPOLIKOB
UTTPUN-ATFOMUHUEBOTO IPaHaTa U3 CyCIEH3HH.

enpro ganHOW PabOTHI OBLIIO U3YYUTH MOPGOJIOTHIO U (ha30BBIA COCTAaB KOMITO3HIIHOHHBIX
MOPOIIKOB OKCHJIOB QIIOMUHUSI U MTTPHUSA, BBIICICHHBIX UX CYCHEH3UH Pa3NUYHBIMH CHOCOOAMH.
¢bunbTpanueli, HaHoOpacHbUTUTENbHOM cymikoil 1 CBY-cymikoii.

JKCNEepUMEHTAIbHASA YaCTh

B pabore ucnonszoBanu 0,5 M pactBopsl HUTparoB amomuaus 1 utTpust (Al(NO3)3-9H20 u
Y (NOs)3-6H20). PactBops! cmemmBanu B cootHomennn [Al¥]:[Y3*] = 50:30. 3atem roroBmwm us3
HUX CYCIIEH3UU METOA0M 00paTHOTO ocaxkaeHus ¢ ucnoib3zoBanneM NH4OH. [TonydyeHHble YacTUIIBI
BBIJICIISTH M3 CYCIIEH3WH MeToIaMu (pUIIbTpaIiy, HAHOPACTIBUTATENbHOM cymik (Nanospray Drying
B-90) u CBU-cymku.
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N3mepenne  yAenbHOM  MOBEPXHOCTH  IPOBOJWIM  HA  CICLUAIbHOM  YCTAHOBKE
«bOT-anamuzarop META COPBU-My. Jlna ananmuza PDOA OblT MCMONB30BaH PEHTICHOBCKUMA
mudpakromerp Shimadzu XRD-7000. Jlns mnonydyeHuss JaHHBIX O MOPQOJIOTHH TOPOIIKOB
HCIIOJIB30BAJIM PACTPOBYIO AIEKTPOHHYIO MUKpockonuio (POM) JEOL JSM-7500FA. Pa3zmep wactuig
OIpEeCIIsUTH METOIOM J1a3epHoit qudpakuuu (Shimadzy SALD-7101).
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PesyabTaTsl

Ha puc. 1 npuBeneHo cpaBHeHHE OOBEMOB MOPOIIKOB OJMHAKOBOH Macchl, MOJYYEHHBIX
pasHbIMU MeToJaMu: HaHopacnbuintenbHoi cymkoi (HPC), punsrpanueii () u CBY-cymkoit 10
TepMooOpaboTKu. BuHO, 4T0 60BN 00bEM 3aHUMAET MOPOIIOK, MMOoTydeHHBIH MeTonoM HPC, a
MeHpIMi — CBY-cymikoil. COOTBETCTBEHHO, B 3TOM € MOCJIEI0BATENIbHOCTH CIEAYET 0KHUJATh
M3MEHEHMs yJIeIbHOM TOBEPXHOCTH U pa3Mepa YacTHII.

dunbTpauus
¢ ——HPC
. ——CBY

e ee  $:YAG

LY D
N C Y

20 30 40 50 60 70 80

20
Puc. 1. ®omo nopowkos Al,03-Y>03, Puc. 2. Jugppaxmoepammer nopowikos Al,03-Y203, gvidenennuix
8bl0€NIeHHbIX pasnuyHbiMu cnocobamu, m = 0,64 2 pasnuunbiMu cnocobamu nocie obocuea npu 1100 °C

OnHako JaHHasg MOCJIEIOBATENbHOCTh MEHSIETCS I0Ciie OO0KUIa MOPOLIKOB HCXOAS U3
3HaYEHUH U3MEPEHHOH yenbHON noBepXHOCTH (Tabi.1). BugHo, yro nopouok, nonydensusiii HPC,
uMeeT HauOOoJIBIIYI0 YJENbHYI0 MOBEpXHOCTb, @ IMOPOUIKM BblAeTIeHHble (uibTpanueit 1 CBY
MEHSIOTCA MecTaMHM. MakcumanbHas yjenbHas [OBEPXHOCTh HaOMIOJaeTcss [UIsl  YacTHll,
BbIJIeIEHHBIX (puibTparmei. O4eBHIHO, 3TO CBA3aHO ¢ TeM, uTo npu CBY-cymike o6e3BoKuBaHME
IIPOAYKTA IIPOXOAUT O0JIee IIOIHO U YK€ Ha HAYAJIBHOM CTaJIMK OH UMEET OoJiee INIOTHYIO CTPYKTYPY.
ITocne o6xura pu 1100 °C 310T 3¢ deKT HUBENUpyeTCs, MOPOIIKHA KPUCTAIUTU3YIOTCS, TPAaKTHYECKU
HE COZIEPKaT MOJIEKYJI BOJIBL.

Tabnuya 1
Peszynomamor BOT ananusz Al,03—Y203
Merton T, °C Sy, M/T ®da30Bblil cocTas, % OKP, um

HPC 1100 12.52 £ 0.04 YAG-100 16
YAG - 69,3 51

0] 1100 9.00 £ 0.02 YAM - 307 15
YAG -98,8 42

CBY 1100 11.93+0.03 YAP— 12 13

[Ipn cuHTE3€ UTTPUM-ATIOMHUHUEBOIO TIpaHaTa B CHCTEME NPUCYTCTBYIOT TPU TPOMHBIX
coequnenus: YAG (Y3Als012), YAP (YAIO3) u YAM (Y4Al203). /Ise da3er, YAP u YAM
BO3HUKAIOT Kak IPOMEXKYTOUHBIE TIPU CHHTE3€ OCHOBHOW ¢a3pl. M3 puc. 2 BHIHO, YTO
IU(QPAaKTOrpaMMbl  TOPOIIKOB,  TOJIyYEHHBIE  TpeMs  CIIOCOOAaMH  HMMEIOT  OTJIMYMAL.
[Tpu ucnonp3oBanun HPC, mopomrku nocine oGxwura mpeactaBieHsl Toabko (azoit YAG (Tadm.l),
npu Beaeneann CBY-cymkoit — conepxar HeOosbinoe koiauuecTBO YAP, a mpu ¢uibTpanu,
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nomuMo YAG, B nponykre conepxkutcs okoso 30 % ¢a3sr YAM. OueBUIHO, UYTO 3TO CBS3aHO C

Mopdosorueit mopomkoB. Yactuiiel, momyuennsie HPC, umeror MeHbImii pa3mep u Bce (a3oBbIC

MpeBpaIleHHs] MPOUCXOAAT B JaHHOW cUCTeMe ObIcTpee. DTOMY K€ CIIOCOOCTBYET paBHOMEpHas

MOPQOJIOTHS TaHHBIX YacTull (puc. 3).

300

HPC L] CBY
Puc. 3. POM-uzo6pasicenust nopouxos Al203—Y,03 nocre obacuea npu 1100 °C

N3 POM-n306paxxenuil BuaHoO, uto yactuibl noiaydenusie HPC, umeror cdepuueckyro popmy,
XapakTEepHYIO I JAHHOTO METOJAa M CaMbli MENKUH pa3Mep dacTull. YacTULbl, IOJy4YEHHBIE
¢unbrpanueit 1 CBU-cymkoii, armoMeprupoBaHsbl, P 3TOM UMEIOT OOJbIINE 3HAUCHHS pa3MepoB
obractell KorepeHTHOTro paccessHus 1o cpaBHenuto ¢ HPC (Tabm.1).

a6 JUsi OLEHKH pa3MepoB YacTUL] HaMH ObL1

T e UCIIOIB30BaH METO/I JT1azepHO qudpakuuu (puc. 4).
) puneTRALn Bcee IIPOJYKTBI UMEIOT OJIHOMOJIAJIbHOE
E' N pacnpeziesieHue 4acTul o pasmepaM. BujHo, 4to
= cpenHui pasmep YacTHIL, IIOJIyYE€HHBIX
z ! HPC cocrasnser 0,3 MkMm; s QUiIbTpaluu OH
§ cocraBiusger 4,6 MM, a ga1 CBY — 6,9 mxm.
: [Tpu 3TOM mocnenHuit crocod maeT Gojee MUPOKOe

— - - " pacnpeneseHue YacTull 110 pa3Mepam.

Pa3mep yacTtuuy, MKm
3akJ/ouenue

Puc. 4. Pazmep, uacmuy, 6b10e1eHHbIX PATULHBIMU B pesynbrate paGoThl OBUIM  IONYYEHBI
cnocobamu, nocne obxcuea npu 1100 °C yactunpl  Al03-Y203  KOTOpble MOTYT HaiTH

INpUMEHEHHe NpU NOoJydeHuu ontudeckux MmatepuanoB. HPC obGecneunBaer MeHbLIMI pa3mep
gactuil u 100 %-e cogepxanue dazel YAG B npoaykre. [Topomrku, cHHTE3MpOBaHHBIC (PUITBTpAIEH
u CBY-cymikoii TpeOyIOT 1OMOIHUTENEHONU TEpMOOOPaOOTKH.
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@®opMHUpOBaHUE MOPUCTOI MATPHUIIBI /I OCTeo3amMelnIeHusi Ha ocHoBe ZrO2
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Formation of porous matrix for osteo-replacement based on ZrO:
1 Zhao Jiahao, 12A.S. Buyakov. ?E.l. Senkina
Scientific Supervisor: Ph.D., A.S. Buyakov.
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
2Institute of Strength Physics and Materials Science, Russia, Tomsk, Akademicheskiy str., 2/4, 634055
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Abstract. During the study porous ceramic scaffolds were obtained. The volumetric shrinkage after
sintering amounted to about 50 %. The analysis of microstructural characteristics of the samples
revealed a bimodal distribution of pores: macropores duplicate the morphology of pore-forming
particles, and micropores are formed due to the fusion of interparticle voids and channels during the
pressing process. The pore space is not through and has an isolated structure. According to the data
of mechanical tests, the strength and modulus of elasticity of the investigated samples are in the range
of values of strength and modulus of elasticity of bone tissue.

Key words: zirconium dioxide, strength, porous ceramics, osteo-replacement.

BBenenne

OKCI/II[ HI/IpKOHI/Iﬂ, a TAKKC KOMIIO3UTHI Ha €TI0 OCHOBEC, HAXOIAT HII/II)OKOG HpI/IMeHeHI/Ie B
pPa3HBIX OTPACHSAX TMPOMBIIUIEHHOCTH. JTO OOBSACHSAETCS YHUKAIBHBIM COYETaHHEM (PU3UKO-
MCXAaHHUYCCKUX U XUMHYCCKUX CBOI\/JICTB 9TUX MaTepI/Ia.TIOBZ BBICOKas TeMnepaTypa IIJIaBJICHUA,
BBICOKAsI IPOYHOCTH, H3HOCOCTOMKOCTh U OMOJornYeckast HHepTHOCTh. CoyeTaHne MepeurciIeHHbIX
XapaKTCpI/ICTI/IK IIO3BOJISICT HI/IpKOHI/IeBOﬁ KepaMI/IKe 3aHATH CBORO HUIIYy U B 6I/IOM€I[I/IIII/IHCKOI\/'I
OTpaciv, B OCHOBHOM B JIEHTAJIbHOM U ocTeornpore3upoBanuu [1]. IIpu mpousBoacTBe mopucToit
KEpaMHUKH, IIUPOKO HCIOJIB3YIOMIEHCS B OCTEO3aMEIICHUH, BO3HUKAIOT TPYAHOCTH C BBIOOpPOM
nmopooOpaszoBarensi. IJTO CBSI3aHO C TeM, 4YTo (¢Gopma, pasMmep, MpUpoJa MPOUCXOKICHUS
OpOoOOPA3yIOIIUX YaCTUL[ MOXET HampsAMYyl0 BIUATh Ha (U3MKO-MEXaHUYECKHE CBOWCTBA
Marepuana. Lleapr0 JAHHOrO MCCIENOBAaHMS CTAJNO OINPENACICHUE MEXaHW3Ma YIIPABJICHUS
CT py1<TypHO-3aBI/ICI/IMBIMI/I xapaKT epI/ICT NKaMU KepaMI/IK JJIA OCTCO3aMCIIICHUA HYTCM
KOHTPOJIHPYEMOT0 TOPOOOPa30BAHHUS.

I[J'ISI nonyquI/m MaTepI/IaJ'Ia C H€06XOI[I/IMI>IMI/I CBOfICTBaMI/I qacTo I/ICHOJ'II)?:YIOT
MoauduIMpyomue  KOMIOHEHTh.  Hampumep, ¢ TOMOIIBIO  BBEACHHS  Pa3IUYHBIX
MopooOpa3oBaTesieil BOZMOKHO MPHUOIMKEHNE HE TOJBKO MEXAaHHMYECKUX CBOWCTB ITMPKOHHEBOU
KEPaMUKU K CBOMCTBaM KOCTH, HO M IPUJAHHE KEPAMUKU CTPYKTYPHOIO CpPOACTBA C KOCTHBIM
MaTpPUKCOM, OJaronpUsATHO BIHUSIONMM Ha OCETOMHTETpaluio [2].

MarepuaJjibl H METOIbI HCCJIETOBAHUS

HcxoaHple MOPOIIKOBBIE COCTABBI MUCCIEIYEMbIX MOPHCTHIX KEPAMHUK OBLIH IMOJITrOTOBIICHBI
myTeM MeXaHuueckoro cMmermBanus nopomika ZrO2 + 3 mol. % Y203 (Y-TZP) (Tosoh, Snonus) ¢
NopooOpa3ylonMMU  YacTUllaMH. B kadecTBe mopooOpa3zoBareneil ObLIM BBHIOpaHBI YaCTHIIBI
kanugomu ockosipuaTori popmer (irr — irregular) co cpennum pasmepom 400 MKM U 9acCTHI[BI
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CBEpXBBICOKOMOJIEKYIsipHOTO TomaTIiieHa (CBMIID) chepuueckoii popmer (Sph — spherical) co
cpenauM pasmepom 60, 150 u 300 mxm. Coxeprkanue vactui] coctaBisiiio 50 06. % ot obmiero
oobema cmecu. [IpeccoBanme OCyIIECTBISIIOCH B CTaIbHOM npecc-popme npu aasinerun 130 MIla.
VY nanenue nopooOpa3yrommx YacTUI] MPOUCXOANUIO0 MYyTEM OTKHIa KOMIIAKTOB B BO3IYIIHOM Me4H
npu Temreparype 1100 °C ¢ Beiaepkkoii 1 yac, ciekanue - npu temmeparype 1600 °C, ckopoctu
narpea 160 °C/uac u ¢ Beiaepkkoi B 1 uac. [IpoYHOCTHBIC XapaKTEPUCTHKU OBLIM HCCIICAOBAHBI
MyTEeM pPaiiaibHOrO CKATHSI HUIMHAPHYECKUX 00Pa3I[0B U TPEXTOUEHHOTO U3ruda oOpas3ioB B BUIE
6anok. CTpykTypa MOBEPXHOCTH KEpaMHUKH M pa3Mep NOp OBbUIM HCCIEIOBAaHBI C MOMOIIBIO
pacTpoBOH AIEKTPOHHOU MUKpOcKoruH (nanee POM).

Pe3yabTaThl
MHUKpOCTPYKTYpa UCHOIB3YEMBIX B HCCIIEZIOBAHHH TIOPOOOPA3YIOIIMX YaCTHII IIPE/ICTaBlIeHa Ha puc. 1.

-~

100 m ’ e \' U 7
Puc. 1. POM-u3o06pasicenuss Muxpocmpykmypbi nopooopasylouux uacmuy
a) kanugponu (irr) u CBMIID: 6) sph 60, ¢) sph 150 u 2) sph 300

Ycanka o0pa31oB mocie crekanus coctaBuia nopsaka 50 %, 4To mpuBeno K yMEHBIICHHIO
pasMepa Mmop OTHOCUTENHHO MEPBOHAYAILHOTO pa3Mepa mopoodpasyromux JacTuil (tTadiauma 1).

Tabnuya 1
Pasmepor nop u nopucmocms 0b6paszyoe nocne cnexauus
CocraB Pa3meps! nop, MM ITopucrocts 00pa3oB Mocie creKaHus, %o
irr 156,8 £ 95,6 62
sph 60 57,85 +£26,55 74
sph 150 97,71 £ 57,58 72
sph 300 190,21 £ 98,67 73

[TosrydeHHbIe GU3HKO-MEXaHHYSCKHUE XaPAKTEPUCTUKH YKA3bIBAIOT HA COOTBETCTBUE 3HAUCHUI
MPOYHOCTH 00PA3IIOB ¢ KOCTHOM TKaHBIO COTJIACHO JIMTEPATYPHBIM JaHHBIM (Tabmuia 2) [3].
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Tabauya 2
Dusuko-mexanuiecKue Xapaxmepucmuxu oopasyoe
PangunanbHOe cxaTue
Cocras [IpounocTh Ha pacTsxkeHue, o, Mlla Mogayne ynpyroctu, E, MIIa
irr 28,07 £ 3,15 73,16 + 3,38
sph 60 41,36 £0,86 75,97 £4,92
sph 150 25,62 + 5,06 60,40 + 4,56
sph 300 11,90+ 1,72 32,38 +5,03
TpexTodeunsrii U3rud
Cocras IIpenen npounocry, ¢, MIla Mopyns ynpyrocry, E, MIIa
irr 116,71 £17,46 270,39 £23,52
sph 60 64,50+ 11,18 298,3 £ 19,36
sph 150 67,99 £ 9,86 250,06 + 59,58
sph 300 42,50 + 6,54 151,74 £ 51,84
KocTHas TkaHp (KOpTHKaIBHAS) 80-200 4000-22000
KoctHas Tkasb (TpabekynsipHas) 1,2-80 20-4000

Ji1s 06pa3uoB co chepuueckoit GopMoil mop XapaKTepHO YMEHBIIIEHHE TPOYHOCTA U MOIYJIS
YIIPYrocTd ¢ poctoM pasmepa mop. IlockonbKy mopbl B oOpasmax Iff xapakTepu3yrTCs
HeperynsipHod (GopMol ¢ MHOXXECTBOM KOHIIEHTPATOPOB HAIpPsDKEHUM, YHACIEJIOBAaHHOM OT
BBE/ICHHBIX B MCXOJHBIN MOPOIIKOBBIA COCTAB YACTHUI KaHU(OIH, MOJBEP)KECHHOM MEXaHUYECKOM
aKTHBAIUH, CJICIOBAJIO Obl OXKMJATh MEHBIINE MPOYHOCTHBIC XapaKTEPUCTHUKH, IO CPABHEHHUIO C
KepaMUKaMH, TIOpbl B KOTOPBIX TOJY4YeHBI IyTeM BBeacHus chepudeckux yactur, CBMIID B
HCXOJHBIE TOPOILIKOBBIE cOcTaBbl. OOHAPYKEHHBII MPOTHUBOMOJIOXKHBIN Pe3yabTaT MOXKET OBbITh
OOYCIIOBJICH XPYIKOCTBIO YacTHI] KaHU(OIM, pa3pymaromuxcs B IMPOIecce IMPECCOBAHUS
MOpPOIIKOBBIX Macc, B orauune ot CBMIID, nedbopmupyemoro mnactuuecku. BeposiTHo,
nepopmarnus YacCTUIL CBMIID MOrJIa CTaTh MPUYNHON (dbopMupoBaHus
MHUKPOMEXaHUYECKU-HECTAOMIIbHON  CTPYKTYphl ~KE€paMHK C MHOXXECTBOM  MUKPOTPEIINH,
c(hOpMHUPOBAHHBIX TIPH PEJIAKCAIIUU HAIPSHKEHUH B YaCTUIIAX MOPOOOpa3oBaTelsi MPU OJJHOOCHOM
MPECCOBAHUU MOPOIIKOBBIX MaccC.

Pabomul evinonnenvt 6 pamkax zocyoapcmeennoco 3aoanus UPIIM CO PAH, mema nomep

FWRW-2022-0002.
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Hcnoab3oBaHHe HAHOKOMIIO3MTA HA OCHOBE HAHOYACTHIL 30J10Ta, HMMOOMJIN30BAHHBIX
B MOJHMMETAKPHJIATHONH MaTPHILE, IJIs KoJIOpuMeTpUYecKkoro onpeaeaeHust pryru (11)
J.A. IllepOakoB
Hayunblii pykoBOaUTENb: AOLEHT, A.X.H., H.A. ["'aBpusieHko
Hanmonanenslii uccienoBarenbckuil Tomckuii ['ocyiapCTBEHHBIN Y HUBEPCUTET
Poccus, 1. Tomck, nip. JIenunna, 36, 634050
E-mail: dmitri_sherbakov@mail.ru

Usage of a nanocomposite based on nanoparticles immobilized
in a polymethacrylate matrix for the colorimetric determination of mercury (11)
D.A. Shcherbakov
Scientific Supervisor: Ass. Prof., Dr., N.A. Gavrilenko
Tomsk State University, Russia, Tomsk, Lenin str., 30, 634050
E-mail: dmitri_sherbakov@mail.ru

Abstract. The report presents an experiment consisting of the immobilization of gold nanoparticles
with their subsequent use in the guantitative analysis of mercury (Il) to study the dependence of
changes in the absorption spectrum on the amount of mercury (1) in solution.

Key words: gold nanoparticles, polymethacrylate matrix, colorimetric detection, mercury ion.

BBenenne

PTyrp — TOKCHYHBIA TSDKENBIA METAUI, NPEACTABIAIOIMNA ONACHOCTh Uil OpraHu3Ma
yenoBeka. [loaTomy KpaiiHe Ba)KHO UMETh BO3MOXHOCTb KOJIMYECTBEHHO OIPEIEIIATh UOHBI PTYTH
(I). CymiectByeT MHOXECTBO METOJOB KOHTPOJSI KOHLEHTPALMU PTYTH M OJHUM M3 CaMbIX
IIPOCTBIX MOKHO Ha3BaTh KOJIOPUMETPUUECKUN METOJ, OTIMYAIOIIUNACSA CBOEH ONEPaTUBHOCTHIO U
OTHOCUTENbHON gerieBu3Hoi [1]. HauOonpumii WHTEpeC B KOJOPHUMETPHU IPEACTABISCT
WCTIOJIh30BaHNE HAHOYACTHIL 30JI0Ta B KAYECTBE aHAJMTHYECKOTO peareHTa, Tak Kak UX MaKCUMyM
MOTJIOIIEHUS] TMOBEPXHOCTHOTO IJIAa3MOHHOTO PpE30HAHCAa NPUXOAMTCA HA BUAMMYIO 00J1acTh
CTeKTpa U B OOJIBIIMHCTBE CIIy4aeB TO MO3BOJISIET UCTIOIB30BATh IS H3MEPEHHS aHATUTUYECKOTO
CUTHaJ]a Kak CTaHIapTHOE CIEKTPO(OTOMETpUUECKOEe OOOpYJIOBaHUE, TaK M BHU3YaJIbHYIO
uHaukaiuoo [2]. EcTh MHOXECTBO pa3HBIX MOAXOJOB K CTAOWIM3AllMM HAHOYACTHUI[ 30JI0Ta, W
OHUM U3 HHX SBISETCS HMMOOWIM3auus Ha TBEPAYH a3y, KOTopas IO3BOJISET JOJIbIIe
COXpaHATh CBOWCTBA HAHOYACTHII, OTPEACIISAIONINE X MPUTOAHOCTD JUTsl MCTIOJIb30BaHMS B aHAIIN3E
[3]. Lenbto maHHO#W pabOTHI SBISETCST UCCIIEAOBaHHE BO3MOXKHOCTH HCIIOJIb30BAHHSI HAHOYACTHIL
30J10Ta, HMMMOOWJIM30BaHHBIX B MOJUMETAKPHIIATHYIO MATPHILy, Ui KOJIWYECTBEHHOTO
onpenenenus noHos prytu (1) MeTomom KoopuMeTpuu.

JKCIepUMEHTAIbHAA YaCTh

PaGoune pactBopel prytu (II) ObutM [PHUTOTOBIEHBI W3 CTAHJAPTHOTO PAaCcTBOPA
koHneHTpanuu 1 mr/mi (I'CO Ne 7343-96). B pabote Takxke ObUT ucnonb3oBaH (ocdatHelil Oydep
c pH =6,86.

Cunmes nonumemaxpuiamuvix mampuy. B pabore B kauecTBe TBEpIO(a3HOIO IKCTpAreHTa
MpUMEHsUIN nonuMeTakpuiaTtHyo matpuily (IIMM), kotopyro monyyanu paaukalibHON OJ0YHOMN
MOJIUMEpHU3aIel C HUCIOJIb30BAHUEM METHIIMETAaKpuiiaTa ¢ J00aBJI€HHUEM MOJUAITUICHIJIMKOJIS
(puc. 1). ynst paboThl U3 KCXOAHOTO OOpa3iia OBLIN MOJIY4eHBbI TuIacTHHBI pazmepoM 0,4%0,4 cm u
tommuuou 0,5-0,6 MM [4].
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Puc. 1. [lonyuenue norumemaxpuiamuot Mampuysl u 06pazybl Mmampuy

Cunmes HY AU 6 TIMM (IIMM-AUP). Jlns popMupoBanus cTaOUILHBIX HAHOYACTHIL 30JI0TA B
[PO3payHOl  IMOJUMETaKpuiIaTHOH Marpuie BoccranaBimuBamun AU (l1), npeaBaputensHO
skcTparupoBanHoro [IMM wu3 pactBopa Tterpaxiopaypar Bojgopoaa (HAUCls) xonueHTparmu
0,1r/n B Teuenne 1-5 munyr. Ilo HMcTeuyeHWHM BpEeMEHHW OHM BBIHUMAIOTCS U TEPEHOCITCS B
XMMHAYECKHI CTaKkaH, B KOTOPBIA TakKe MOMEIIAeTCs PacTBOp Oopruipuia HaTpHsi, KOTOPBIHA
BOCCTaHABJIMBAET TPEXBAIEHTHOE 30110T0 10 AU’. B 9T0 e BpeMs IIPOMCXOAHUT IPOLECC arperaliu
30J10Ta ¢ 00pa3oBaHUEM HaHOYACTHI] (pHUC. 2).

Vo= v £ siezs '.

p- ST Tl & }‘5 A5y
oy G S TT
MMM 0,11/ I’lepeiv_lseu,d‘uiaume ﬂepel\g%msawe y e o

Puc. 2. Cxema ummoburuzayuu nanouacmuy 3oroma 6 IHIMM

M3MepeHue CIEKTPOB MOIIOMICHHS MPOBOAMIN Ha crekrpodoromerpe Shimadzu UV-1800.
Jlns mepememmpanust pactBopoB prytu (1) ¢ TIMM-AU® wucrnomp3oBamm MyIBTHPOTATOP
MultiBioRS-24 u tepmorueiikep MTH-100.

PesyabTaTsl

Jlnia omnpeneneHus colepikaHus pTyTd ObUl BBIOpaH METOJ| aMalbraMUpPOBAaHUS HaHOYACTHUIL
3omota B IIMM, koTOpbIii mpoBoAWiM B 2 3Tama: | 3Tam - 3apaHee MOATOTOBJIEHHBIE IMJIACTHUHBI
MOJINMETAaKPHIJIATHOM MaTpULIbl ¢ UMMOOMIIM3UPOBAHHBIMU HaHOUYACTHUIIAMH 30J10Ta MTOMEIAI0TCS B
pactBop katuonoB prytu (II) ¢ nobasnenuem docharHoro Oydepa ams UX H3BICYCHHS B
[IMM-AW® B Teuennn 30 mumyT; 2 stan - [IMM-AUW’ Beumanu u3 pactBopa prytu (1) u
MOMEIIATN B pacTBOp OOprujpua HaTpHs A BOCCTAaHOBIEHUS pTyTH. Cxema amaibraMHUpOBaHUs
HaHovacTHIl 30;10Ta B [IMM pTyThIO MOKa3aHa Ha PUCYHKE 3.

1.0, ng+ ' 2, NaBH4

/ ‘ OH9?

Puc. 3. Cxema amanveamuposanusa nanovacmuy 3onoma 6 IIMM:
1 oman — Teépoodasnas sxcmparyus pmymu (11) ¢ [IMM-AU®;
2 sman — Boccmanoenenue pmymu ¢ IIMM-AU® 6opaudpudom nampus

Ha pucyske 4 mokasaHbl crekTphl mormomenus IIMM-AU® mocine uX amanbraMHpOBAHHUS
pryThio. Kak BHIHO, BOCCTaHOBUBIIASICSI PTYTh BCTYNaeT ¢ HAHOYACTUIIAMHU 30JI0Ta B PEAKLHUIO
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aMaJIbI‘aMI/IpOBaHI/ISI, qToO HpI/IBO,[II/IT K N3MCHCHUIO CHGKTpa IIOTJIOICHUS B BUIC YBCJII/I‘-IGHI/DI nu
CIBUTA MOJIOCH TOBEPXHOCTHOTO TJIa3MOHHOTO pe3oHaHca ¢ 526 Hm 10 505-510 HM B 3aBHCHMOCTH
OT KOHIIEHTPALlUU PTYTH B pacTBOPE.

0,8 -
0,7 -
0,6 -
0,5 - 4
0,4 -
2
03 _\_/
0,2 -

0,1 -

O T T T 1
350 450 550 650 7500 HM

Puc. 4. Cnexmp noznowenus IIMM-AUP nocre konmaxma ¢ pacmeopom pmymu (1) xonyenmpayuu (me/1):
1-0;2-0,05; 3-0,5; 4 — 1,0 u nocredyrowgum soccmarogneruem

3akirouenue

B pesynbrare npoBenEHHBIX HCCIENIOBAaHUI MOKAa3aHO, YTO AaMajJblaMHPOBAaHHE PTYTHIO
HAQHOYACTHUI] 30J0Ta B IOJUMETAaKPWIATHOM MAaTpULlE NPUBOAUT K M3MEHEHHUIO II0JIOCHI
MTOBEPXHOCTHOTO TJIa3MOHHOT'O pe30HaHCa HAHOYACTHUI[ 30JI0Ta, YTO MOXKET OBITh HCIOJIb30BAHO B
JanpHeHmeM Uil pa3pabOTKH KOJIOPUMETPHUECKOTO0 CEHCOPHOIO Marepuaia [yl ONpeaeieHus
prytu (1) Ha ocHOBe HanOKOMMO3uTa [IMM-AU°
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Bausinue nona-akrusaropa Ha pazoodpaszoBanue J10MUHOGOPOB
HAa OCHOBE TBEPAbIX PACTBOPOB 3aMellleHusI
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The effect of the activator ion on the phase formation
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Abstract. The luminescent materials based on solid substitution solution of the composition
YyLaoos-xEUo,0sAlOs, X = 0; 0,225; 0,475; 0,725; 0,950 have been synthesized by nitrate-citrate
method in the present study. Trivalent europium ions were used as activator and its effect on the
structure of material was studied. The obtained samples were qualitatively and quantitatively
analyzed by X-ray phase analysis using the full-profile Rietveld method.

Key words: phase formation, phosphors, solid solution, activator

Beenenue

B HacTosiee BpeMs B KayecTBE ONTHYECKUX MaTEpPHAIOB OCOOBIM MHTEpeC MPEICTaBISIIOT
COCIIMHEHUS CTPYKTYPHOTO THIA MEPOBCKUTA. [ J1aBHOW OCOOCHHOCTBIO TAaKUX COCIUHEHUH
SBJIAETCS WX CIOCOOHOCTh K HM30MOP(PHBIM 3aMEUIEHUSM, YTO CIIOCOOCTBYET YIIYYILIECHHUIO
(YHKIIMOHAJIBHBIX CBOWCTB TMoOJydaeMbIx JitoMuHOGopoB [l1]. Baenpenue B CTpyKTypy
QIIOMMHATHBIX TIEPOBCKUTOB HOHA-aKTHBATOpa CXOXEro paanyca HPUBOIUT K HW3MEHEHUSIM
MapaMeTPOB PEIIETKH U U3MEHEHHUIO KPUCTAIIINYECKON CTPYKTYPHI.

B nanHoli paboTe monydeHbl JIOMHUHECLIEHTHBIE MaTepHajbl Ha OCHOBE M30MOP(HOro psjaa
TBEPJIBIX PaCTBOPOB 3aMelieHus cocTaBa YxlLaoes-xEuoesAlOs, x = 0; 0,225; 0,475; 0,725; 0,950 u
UCCIIEIOBAHO BIUSHHE MOHA-aKTHBaTOpa Ha (OPMHPOBAHUE CTPYKTYpbl JIOMHHECHEHTHBIX
MaTepUasoB.

JKCNEPUMEHTAJIbHASA YaCTh

HuTpar-uuTpaTHbIM 30J1b-T€JIb METOJOM MOTY4YEHBI JTIOMUHECIICHTHBIE MaTepUallbl HA OCHOBE
TBEPABIX PAaCTBOPOB 3aMELICHMs C COJEP>KAHMEM HOHOB TPEXBAJIEHTHOIO €BPONMS B KadyeCTBE
aktuBaropa 5 Moi. %. B kadecTBe HMCXOAHBIX BEIECTBAa HCIIOJIb30BAJIM HOHArWApaT HUTpaTa
amomuaus (AI(NO3)s x 9H,0), rexcaruapar mutpara nantana (La(NOs)s x 6H20), rekcaruapar
nutpara urtpust (Y(NO3z)s x 6H20), rekcarmapar uutpara espomnus (EU(NOsz)s x 6H20),
MoHoruapaT TuMoHHOM KucnoThl (H4Cit x H20) u nuctnnnupoBaHHyro Boay. JIMMOHHYIO KHUCIIOTY,
BBICTYIAIOUIIOI0 B KaYeCTBE KOMIUIEKCOOOPA3YIOIIEro M IMOJMMEPHU3YIOIIETO0 areHTa, U THApaThl
HUTPATOB PEIKO3EMENBHBIX JJIEMEHTOB M AIIOMHHHS PacTBOPSUIM B MUHUMAJIbHOM KOJINYECTBE
JUCTUJUIMPOBAHHOW BOJBI. 3aT€M pPacTBOPHI CIMBAJIM U MEepeMeIINBali HA MATHUTHOW MeEIIajKke B
TedyeHue 1,5 4acoB Ans 3aBepLICHMs MPOLIECCOB KOMIUIEKCooOpa3zoBaHus (puc. 1) M momydeHus
30:15. Jlanee npoBoIMiIM BRICYIIMBAHME 30J15 HA MecYaHOM OaHe 10 00pa3oBaHus CHPONIOOOPa3HOTO
reqas, a 3areM Kceporens. [lomydeHHBI nOpekypcop NOABEprajics CTYNEHYaTOW TEpMHUYECKON
o0paboTtke B MmydenpHo meun pu Temneparypax 700 °C, 1000 °C u 1300 °C B Teuenue 3 4acos.

KadecTBeHHBIN M KOJTUYECTBEHHBIN COCTaB 00Pa3IOB BHIMOJHEH METOJIOM PEHTI€HO(A30BOTO
aHaimu3a (P®A) c¢ ucnonb3oBaHueM NOJIHONpouUIbHOrO MeToAa PutBenbia [2], 10CTOBEPHOCTDH
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KoToporo ompenensercs Rwp-pakropom. [Ipu Rwp < 0,2 KOMMUYECTBEHHBIM aHAINU3 CYHTACTCS
nocToBepHBIM 110 1 Macc. %, a paccuuTaHHble mapameTpsl pemerkn — g0 0,5 A. Pacmugposka
peHTreHorpaMm o0Opa3loB MPOBOJWIACHK C MCHOJIb30BaHUE ©0a3bl JAHHBIX KPHUCTAJUIMYECKUX
crpykryp Crystallography Open Database (COD).

< AI(NO,);-9H,0 >— [IepemenmmBanue cmecH
1,5 gaca
C La(NO3)3'6H20 >7
BricymmBanue Ha
/ necyaHoil baHe /
Y(NO3)3 '6H20
CryneH4aThlil OTXKHT
< Eu(NO;);-6H,0 >— IIPEKypCcoOpoB
Y, Lagg5.<Eug osAlO;, e X = 0; 0,225, 0,475;

( H4Cit'H20 )—
0,725 1 0,95

Puc. 1 Cxema numpam-yumpamnozo cunmesa

PesyabTaTsl

[Tonmy4eHbl JIOMMHECICHTHBIE MaTepUalbl, AKTHBHPOBAHHBIE HMOHAMH TPEXBAJCHTHOTO
€BPOIUs, HUTPAT-IIUTPATHBIM MeToAoM. Bce oOpasipl mpeAcTaBisioT coboii Oesble MOPOIIKU C
PO30BBIM OTTEHKOM.

B oOpa3ue Ha ocHOBe oproamoMmuHara JsiaHtaHa (Tabn. 1) oOHapyxkeHa oxaHa da3za
KYOMUECKOTO TIEPOBCKHTAa C IPOCTPAHCTBEHHOH Tpymmoii Pm 3 m, Hanmume TONBKO (haskl
MEPOBCKUTA TaK € XapaKTepPHO JJIsS TBEPAOro pacTBopa coctaBa Lao725Y0,225EU0,05AlO3.
B tBepaom pactBope cocrtaBa Laoa2sYo425EU005AI03 0OHapyxeHo Hamuuue (a3bl KyOUYeCKOro
MIEPOBCKUTA U TIPUMECHOE COJIEPIKAHHE AITFOMUHATA UTTPHSI.

Tabnuya 1
Peszyromamor ymounenus cmpykmypol memooom Pumeenvoa ons miomunoghopos
HA OCHOBE MBEPObIXPACTBEOPO8 OPMOATIOMUHAMA IAHMAHA
Hapamemp pewemxu
Obpasey Dasza Konuuecmeennoe o LaAlOs, 4 Rup
cooepacarnue, macc.% a
Lao,95EUo,05A|O3 LaAI03 100 3,77 0,17
Lao,725Yo,225EUo,05A|O3 LaAI03 100 3,75 0,16
LaAIO 97,5 3,72
L&o,425Y0,425EU0,0sAlO3 Ya A|2039 25 0,24
COD/cif/8/10/36/8103607 LaAlO3 - 3,81 -

Obpaszel, coaepKaluii OpToOATIOMUHAT UTTPHUS, ABJISETCS MHOTO(da3HbIM (Tab. 2), MpU 3TOM
neneBass  (asa opToamOMMHaTa UTTpUS  00JanaeT CTPYKTYpOil  ICEeBIONEpPOBCKHUTA €
POCTpaHCTBEHHOM rpymmoi Pbnm u sBiseTcst ocHOBHOM (asoii coctasiser 87 macc. %, TBepabiii
pacTBOp Ha OCHOBE OPTOAIOMUHATA UTTPUS OAHO(PA3HOCTH HE MoKa3al. B oOpasie HaiiieHsl Tpu
aIFOMHHATa UTTPHS, MPU ITOM OPTOATIOMHUHAT HMTTPUS C MPOCTPAHCTBEHHOW Trpymmoir Pbnm
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SIBJIIETCS. OCHOBHOH (ha30i, KOTMUECTBEHHOE COAEPIKAHUE KOTOPOro coctaBisieT 94 macc. %, 4TO
BBIIIE COACPIKAHMS OPTOATIOMHUHATA UTTPHUS TIPH aHAJIOTMYHOM CHHTE3€ YUCTOro BemecTsa [3].

Tabnuya 2
Peszyromamer ymounenus cmpykmypuol memooom Pumeenvoa 015 1ioMunoghopos
Ha 0CHO8E MBePObIX PACMEOPO8 OPMOAIIOMUHAMA UMMPUSL
Konuuecmeennoe ITapamempor pewemxu YAIO3, A
Obpasey Dasza codeparcanue, Rup
mace.% a b ¢
YAIO; 87 5,18 5,32 7,37
YovgsEUo,05A|O3 Y4A|209 8,5 0,20
Y3A|5012 415
YAIO; 94 5,22 5,29 7,40
Y o,725L.80,225EU0,0sAlO3 Y4AIO9 3 0,18
Y3AIs012 3
COD/cif/1/53/30/1533069 | YAIO; 100 5,16 5,30 7,34 -

3aki0yeHue

B pe3ynbTaTe NpOBEIECHHBIX MCCIIEIOBAHUN YCTAHOBIEHO BIMSHME HOHA-aKTHBATOpA Ha
CTPYKTYpy MAaTpHIIbl JIOMHHO(OpA IOCPEACTBOM 00pa30BaHUs TBEPAOIO PACTBOPA 3aMEILCHHUS.
[loka3aHO CyLIECTBEHHOE BIUSHUE Ha CTPYKTYpy OpTOAIIOMHHATA, OOPAa30BAHHOIO HOHOM
MeHBIIIEro pajuyca, 4eM y noHa-aktuparopa (r(Eu*) = 1,087 A, r(Y®*) = 1,040 A [4]).

Hccneoosanue  vinonneno  npu  noooepycke  Ilpoepammul  paszsumus — Tomckozo
2ocyoapcmeennozo ynusepcumema (Ipuopumem-2030).
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Colorimetric determination of tartrazine (E102)
in foodstuffs using solid phase extraction into polymethacrylate matrix
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Abstract. Tartrazine (E102) is a widely used synthetic yellow azo dye in various food items. Its
frequent usage necessitates precise analytical methods for its detection and quantification. This
research project presents a solid phase extraction (SPE) technique utilizing a polymethacrylate
matrix for the determination of tartrazine from food samples. Following solid phase extraction of
tartrazine into a polymethacrylate matrix, the spectrophotometric measurement records the change
in absorbance (AA) at 420 nm. The method was successfully applied to the determination of
tartrazine in foodstuffs.

Key words: tartrazine, synthetic color, solid phase extraction, food samples.

Introduction

Synthetic organic dyes are an integral part of the food industry. They are used to impart color
to food, beverages and sweets. Over time, the task of replacing natural dyes with synthetic
alternatives is becoming increasingly important. This is due to the fact that natural dyes, unlike
synthetic ones, are often subject to instability and easily degrade under unfavorable storage
conditions or sunlight exposure. Thus, the use of synthetic organic dyes is considered as a reliable
and economical way of coloring foodstuffs. Tartrazine (E102) is an azo dye, orange-colored, water-
soluble powder commonly used in foodstuffs, drugs, cosmetics and pharmaceuticals [1]. The
presence and content of this dye must be controlled due to its potential harmfulness to human
beings. For example, high concentration of tartrazine in food may cause health complication such as
hyperactivities in children. Therefore, the analysis of tartrazine in foods is important. Numerous
analytical methods have been developed for the identification and quantification of tartrazine
(E102) such as high-performance liquid chromatography, thin-layer chromatography,
spectrophotometry, capillary electrophoresis and electrochemical techniques. Spectrophotometric
techniques are simple, highly sensitive, selective and less subject to the interference from the other
dyes present in the foodstuffs. Extraction method requires the detection step to remove all the
impurities that may cause erroneous results. Most common methods are liquid-liquid extraction,
solid phase extraction, membrane filtration and cloud point extraction. Solid phase extraction
method is simple and capable of extracting the dyes without contaminants. However, most of the
proposed methods require elution of the dye via toxic organics for its subsequent determination. Solid
phase spectrophotometry is a promising method that makes it possible to combine solid phase
extraction and further spectrophotometric determination directly in the solid phase of the extractant
without elution.

Therefore, this research is focused on investigating the effectiveness of solid phase extraction
of tartrazine using polymethacrylate matrix for the accurate quantification of tartrazine in
foodstuffs.

Research methods

Polymethyl methacrylate matrix was prepared by radical polymerization of methyl methacrylic
acid monomer in the form of a transparent plate at 60 °C for 4 h. 4 % polyethylene glycol PEG-400
additive was used as a plasticizer. 0.03 g plates were cut from the obtained block and were
4.0%4.0 mm in size and 0.60+0.04 mm in thickness [2]. These particular plates were utilized as a solid
phase extractant.
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The tartrazine stock solution was prepared by dissolving 0.05 g in 50 ml of distilled water.
Working solutions were prepared by diluting standard solutions in the proportion of 1:10 in a 10 ml
calibrated flask. HCl and NaOH were used to study the effect of the solution acidity on the
extraction of tartrazine into polymethacrylate matrix.

The absorbance measurements were performed by UV-1800 spectrophotometer (Shimadzu,
Japan). The solutions containing the matrix were stirred using MultiBioRS-24 multi-rotator (Biosan,
Latvia) at 50 rev/min.

The procedure of solid phase extraction of tartrazine from its solution into polymethacrylate
matrix is shown on Fig. 1.

PMM
| — A,
| e
i 1 Programmable rotator PMM
Multi Bio RS-24 + Spectrophotometer Spectrophotometer
]‘ (15-30 min) dye E102 Cuvette "Shimadzu UV-1800"

pH=1

Fig.1. Solid phase extraction of tartrazine E102 into polymethacrylate matrix (PMM)

Results

One of the most important factors affecting the dye extraction into polymethacrylate matrix is the
acidity of the medium. Depending on the pH of the medium, tartrazine dye can exist in solution in
several charged ion forms (Fig.2) [3]. The tartrazine salt (HL*) yields four acid-base forms in solution
of pH from 0.86 to 12.4: HsL", HoL?, HL* and L* exhibiting the absorption maxima at 440, 430, 420
and 400 nm. The protonated acid form HsL" at azo-nitrogen (Amax = 440 nm) predominates in strongly
acidic medium (pH < 3). The solution spectra of food dye display a symmetrical and highly intense
band (Amax = 430 nm) at pH from 3.2 to 4.3 correlating with the protonated form of the dye salt (H.L*).
On decreasing the acidity of the medium from 4.2 to 6.5, a blue shift of the latter band at 420 nm is
obtained resulting from the dissociation of protonated nitrogen azo group (HL?). The absorbance
spectra of tartrazine in aqueous medium within pH 7.2-10.4 exhibit a broad band at 400 nm with
a shoulder at 425 nm correlating with tautomeric equilibria of monoanionic form of tartrazine salt (L*).

S e Tl te T v S

pH 7.19-10.4

pH =3.2-4.0 pH = 4.2-6.48

S50,H 50, S0, 80,
HsL* H,L* HL¥ L*
Fig. 2. Protonation process of tartrazine [3]

Absorption maxima for tartrazine dye (H.L*) in the solution and in the polymer matrix are
identical (Fig. 3). As we studied the effect of acidity levels on the extraction of the tartrazine into
polymethacrylate matrix, we found that solid phase extraction of the dye occurs in an acidic
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Fig. 3. Absorption spectra of tartrazine into polymethacrylate matrix after solid phase extraction of dye from solution
with different pH: 1— acidic medium, 2 — neutral medium, 3 — alkaline medium

Conclusion

In summary, we demonstrated the potential use of polymethacrylate matrix as a solid phase
extraction agent for solid phase spectrophotometric determination of E102 synthetic food colorant.
The use of monolithic polymethacrylate matrix as a solid phase extraction agent makes it possible
to considerably simplify the separation of the extraction agent from the solution and also to make
the measurements using the standard spectrophotometric equipment. The method we propose is
remarkable thanks to its simplicity, rapidity, the minimal amount of reagents and samples required
for the analysis. Notably, the simplicity and cost-effectiveness of this method make it a viable
option for the routine analysis of tartrazine in food samples.
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