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AKTyanbHocTb pabotbl 06y cioB1eHa HEOOXOAMMOCTbIO MOBbILLEHWUS SPPEKTUBHOCTY METOA0B MPObONOAroToBKM /IS ONPeneneH1s
MUKDOKOIMYECTB Yr/1eBOAOPOLOB (a/IKaHOB 1 ankunbeH30/108) B BOAHbIX PacTBOPaX.

Llenbto paboTbi AB1S€TCH 13ydeHne 3aKOHOMEPHOCTeV BbIAENEHNS anKaHOB W anknnbeH30/108 13 BOAHbIX 00Pa3LoB C UCMOMb30BaHM-
em TBePAOGa3HON MUKPOIKCTPAKLMM 1 MOCTERYIOLYMM ra30XpoMaTorpapuyeckM ornpeneneHmem.

Metoapl uccnepoBaHus: ra3oBas XpoMaTtorpapus, Xpomaro-mMacc-CreKTpoMeTpus.

Pesynbtatsl. OripeseneHne yrneBofopoaos B BOAHbIX 00pa3Lax OCyLLecTBASETCS C MOMOLLbIO TBEPAOPA3HON MUKPOIKCTPAKLMN 1
LeHTpugyrnposarms. Metoavka npobonoarotoBku NoapasyMeBaeT npuMeHeHue CreumanbHOro KapTpuaxa Ans copbLmm BeLyecTs m3
BOAbI ¢ COPOEHTOM Maccovi 2 Mr. SKCTPaKLMSA yrieBofopO[0B C HEro OCYLLeCTBASETCS pacTBopuTenemM 00bemMoM paBHbIM 5=10 MK/ € lo-
MOLUbIO LIEHTPUDYTU.

ViccnenosaHbl pasnndHble b copbenTos (Porapak Q, Tenax TA, g vpmbl Supelco) u pactsoputeni (MeTaHos, aUETOH U YeTbipex-
XJIOPUCTBIVA Yriepoa) AN SKCTPaKUMM YrneBoaopoaoB (akaHoB 1 ankmnbeH30108). OnTuManbHeIM COOTHOLLEHWEM COpbeHTa 1 pa-
CTBOPUTENS AN1S1 IKCTPaKLmMK BELLecTB ABNAIOTCA Tenax TA ¢ aueToHoM 1 Porapak Q ¢ 4eTbipexxnopucTbiM yrnepoaoM. [okazaHo Bams-
HuWe Maccol copbeHTa 1 06bema pacTBOPUTENS Ha M3BNIEYEHWE BELLECTB U MHTEHCUBHOCTb aHaIMTUYECKOro curHana. lpy M3MeHeHmm
Maccbl copberta ¢ 2 4o 10 mr 1pebyercs yenndeHme obbema IKCTpareHTa, 470 MPUBOAMUT K CHUXEHWIO UHTEHCUBHOCTU aHaImT4ecko-
ro curHana. Ha MoAenbHbix pactsopax onpeaeneH npeaen 4eTekTMpoBaHus BeLLecTB A1 ra3oxpoMaTorpagum4eckoro Merofa ~ oH pa-
BeH 0,3 MKT/J1, py OTHOLLEHUM CUTHai/Lym = 3.

Anpobaums METOAMKM OCYLLECTBIEHA Ha MPYMEPe aHa3a BOJHOIo pacTBopa, COAEPKALLEro KOMMOHEHTbI CUHTETUYECKOrO XMAKOro
TOM/MBA, MONTYYEHHOro B Pe3ynbTate AUMepH3aLmy nponaH-byTaHoBOV CMecy B MPUCYTCTBUM BOAbI B M1a3MOXUMUYECKOM PEAKTOPE.

Knto4eBble cnoBa:
TBepnopasHas MUKPOIKCTPAKLMS, ra30-XMIAKOCTHas XpoMaTorpapus, BOAHbIE pacTBOPbI YriieBO4OPOAOB,
CUHTETUHECKOE XIMAKOe TOMMBO, 6apbepHbIV paspsa.

BBepeHune

Ompegnenenue yrieBoJopPoOAOB B BOSHBIX 00pasiax
¢ KOHIIeHTpallyell Ha YPOBHE MKT/JI SBJIIETCS CJIOMK-
HO! ¥ TPyA0eMKO# 3amaueii. MHOTOUNMCIEHHBIE CIIO-
c00BI TTPOOOIIOATOTOBKM BOAHBIX 00pA3I0B MOXKHO
paseuTh B OCHOBHOM Ha JIB€ IPYIIIBI — KUAKO(A3-
Hadg ¥ TBepAodasHas 9KCTPAKIUsS BelecTB. B mo-
cJeIHee BpeMs OCHOBHBIE MCCIeN0OBAHUSA B 9TOH 00J1a-
CTY HAIPaBJIEHBI HA MEHHATIOPU3AI[AI0 METOZA C II0-
MOIIbI0 MUKPOIKCTPAKINK BEIECTB. OTOT IIOZXOJ
3HAUUTENHHO CHIKAET PACXO0]] TOKCUUHBIX PACTBOPHU-
Tesel, COKpaIaeT BpeMs IIPoOOIOATOTOBKY 1 T03BO-
JsieT paboTaTh ¢ MAJIBIMU 00beMaMU AHAJIN3UPYEMO-
ro 00BeKTa.

OnruM u3 3)PEeKTUBHBIX METOA0B MIUKPOIKCTPAK-

ckux yrieBogopoxos (ITAY), manpumep [11-19]. Pa-
00T, MCIOMB3YOIINAX JAHHYI METOJAUKY IPOGOIIOATro-
TOBKM [IJIs aHAJIN3A JETKUX YIJIeBOJ0POI0B (0eH3UHO-
BBIX YTJIEBOZOPOJIOB) B BOAHBIX 00pasiax, He JOCTa-
rouno [20-24]. Me:xay TeM HeTb U IPOAYKTEI ee Ie-
pepaboTKu (TOILINBO) ABMAIOTCSA ITOBBIIIEHHBIM HC-
TOYHMKOM 3arpA3HEHNUSA II0YBHI U BOZHBIX PECYPCOB.
B macrosmieii paboTe IpeaIoKeH OPUTHHAIBHBIH
TOAXO0J s TBepAo(asHOi MUKPOIKCTPAKIUA C TIO-
Morbio meHTpudyru. Mcmomp3oBanue eHTpUPyry u
TIeHTPOOEKHOMN CHJIBI JI OT/eNeHUA SKCTPATeHTa T0-
3BOJIAET COKPATHUTH O0'BEM DPACTBOPUTENH IJA K-
CTPAKIUY O 5 MKJ ¥, COOTBETCTBEHHO, UCKJIOUNTD
9Tall KOHIIEHTPUPOBAHUS IPOObI, X YBEJIUUKUTD COJEP-
JKaHIe aHATU3UPYEMbIX BEIeCTB B aHajute. [j1d aTo-

IIUU BEI[eCTB fBJAETCA TBepo(asHasd MUKDPOIK-
crpaknusa (T®MI) [1], monyuuBIas MKUPOKOE pac-
mpocrpanenue [2—-10]. OcHoBHBIE MCCIEIOBAHUSA IO
TOMD HampaB/eHbI HA aHAJIU3 CJIOMKHBIX 0MOJOTIYe-
CKUX BeIeCTB, WX MOJUIAKINUYECKUX apoMaThye-
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T'0 UBTOTOBJIEH CHENNAIbHBIN KaPTPUIK ¢ COPOEHTOM
Maccoil PaBHOH 2 MT, NPeICTABJIAIIAN OTAEJIbHOE
CMEHHOe YCTPOMCTBO KaK /g MPOKAYMBAHUA uepes
HEro BOJHOTO0 00pasiia, TaK ¥ JJId SII0NPOBAHUSA C He-
I'0 BEIL[eCTB PACTBOPHUTEJIEM B IieHTpudyre.
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3KcnepumeHTaanaa YacTb

KoHeTpyKIusa KapTpuaKa 1 MeTOIMKA TPO0OIIoj-
TOTOBKH BOJHBIX 00pasioB mpuBeaeHa Ha puc. 1. Kop-
Tyc KapTPUI:Ka U3TOTOBJIEH 13 TPO3PAUHOH Te(IOHO-
Boit TpyOKH — I anuHoi 30 MM U BHYTPEHHUM AUaMe-
TpoM paBHBIM 2 MM. HIKHSS yacTs ee 3aysxeHa, BHY-
TPHU TOCJIE0BATENBHO PACIIONOMKEHBI CJIOM MeTaJJIH-
YECKOIi ceTKH — 2, CTeKJIAHHOM BaThl — 3 U copOeHTa —
4 maccoit paBro# 2 Mr. MuKpoBuaia — 5 U3roTOBJIEHA
u3 Te(I0HA U MMEeT BHITAHYTYI0 HUKHIOK YaCThb I
cOopa aHAJIMTa IPY MEeHTPU(YTHPOBAHUH.

[TonroroBka
KapTpHJiKa,
100 MK pacTBOpUTEIS

y
Ocyuika
KapTpu/iKa BO3IYXOM,
10 mut’ Boszyxa

ITpokauka 06pasia,
30 cm’ npoOs

!

Ocyuika
KapTpUKa BO3IYXOM
10 M’ Bo3ayXa

]

JobaBka B KapTpHIK
HKCTPAreHTa, 5 MK

.

DMIOHPOBAHKME aHATTUTA
B BHAJY, C MOMOLIEIO
HeHTpudyrn
(5 mun, 4000 06./MuH)

\ 4

OTbop npodHL,
aHajaMu3 | MK aHaJnTa

Puc. 1.  Cxema npoborofroToBku BoAHbIX 06pa3sLoB 1 yCTPOU-
CTBO KapTpviaxa A8 TBepPAOPAa3HON MUKPOIKCTPAKLUMM
npv nomoLum LeHTpugyr: 1= TegrnoHoBas Tpybka kap-
Touaxa, 2 — MeTanau4eckas cetka, 3 ~ CTeK/IsiHHas Ba-

Ta, 4 = copbeHT; 5 = mykpoBuana

Fig. 1. Scheme of water sample preparation and design of the

cartridge for solid phase microextraction using a centri-
fuge: 1is the teflon tube; 2 is the metallic mesh; 3 is the
glass wool; 4 is the sorbent; 5 is the micro-vial

IlenTpudyra mo3BOJIAET HMCIOJIH3OBATH HJA IK-
CTPAKIIMH BEIIECTB MUKPOKOINUECTBO PACTBOPHUTEIS
(5 mra gna copbenra maccoit 2 mr). Takoro oobemMa
XBaTaeT TOJBKO JJIsd CMAUMBAHUA COPOEHTA, U B 9TOM
caIyuae OT/eieHre PACTBOPUTEJIS BMECTE C PACTBOPEH-
HBIMU BeIleCTBAMU HEBO3MOKHO OCYIIeCTBUTE JPYTH-
Mu MeTogamu. Croco6 0OCHOBAH HA NCIOJIB30BAHIY OF-

HOTO ¥ TOTO JK€ PACTBOPHUTENA KaK JJIA IOATOTOBKU
KapTpumKa (ero OTMBIBKM), TaK W IJIS SKCTPAKIIAA
copbupoBaHHBIX BelecTs. Ilocie meHTpudyrupoBa-
HusA CcoOpaHHBIH 00BEM aHAJIUTA COCTABJSAET
~1,5 Mra. IIpomomKUTETbHOCTh TPOOOMOATOTOBKHI
Boguoro obopasma 20-30 mumyrt. Ilocie mepBoro mc-
TI0JIb30BAHUSA KaPTPU/IKA eI'0 MOKHO IIPUMEHATD [IOB-
TOPHO 6e3 TOMONHUTEIbHBIX POIeYP MOATOTOBKH.

B xKauecTBe MOJIIBHBIX YTJIEBOAOPO/IOB MCIIOIB30-
BaJIV: H-HOHAH, H-TeKaH, H-YHIEeKaH, H-I0eKaH, IIPO-
nuI0eH30JM, KYMOJ, ME3UTHJIEeH, M300yTHI0EH30,
TPeTOYTUI0eH30 U BTOPOYTHUIOEH30J KauecTBa He
HIDKe 4.7.a. [[JI9 9KCTPaKIUY BEIeCTB IPUMEHAINCH
PaCTBOPUTENN — AaleTOH, METAHOJ, UYeThIPeXXJIOPH-
CTBIN YTJIePO] KauecTBa 4.n.a., 063 JOMOJTHUTEIbHOMN
ourcTKY. VBroTOBIEHHbIE KaPTPUIKU COJEP:KaIn
copberTsr Porapak Q (80/100 mesh), Tenax TA
(80/100 mesh) u C;; pupmsr Supelco.

Bce uccieoBaHusA BHIIOJIHEHBI HA MOAEIBHBIX Pa-
CTBOPaxX C KOHIIEHTpPAI[Mell BeIliecTB B JUAIa30HE OT
3-10* 1o 0,1 mr/n. MogenbHBIE PACTBOPSI (IIPOOBI) TO-
TOBUNX pasbaBleHUEM BOJOM HCXOJHOTO PAacTBOpPA
aTleToOHa, COMAEP:KAIero PAacTBOPEHHBIE BEIECTBA C
Koumentpanuein Kaxzgoro 1000 mr/a. PacTBopsl ro-
TOBUJIN HETIOCPEACTBEHHO Iepe]l U3MEPEHUAMMU U TIe-
peMeInuBajy B Teuerre 60 MUH ¢ IOMOIIbI0 MATHAT-
HOH MeIaJK.

PactBopurens, comep:Kamnii copOMpoOBaHHEIE Be-
1mecTBa (aHAJIHUT), OTAELJAIN OT cCOPpOeHTA B IIEHTPUQY-
re CM-12 (Poccus) mpm uacToTe BpaIeHUT
4000 00/MuH B TeueHune 5 MUH. AHAJIUT aHAIUBUPO-
Baau Ha xpomarorpade HP 6890 ¢ mramenHO-MOHM-
3allMOHHBIM JETEeKTOPOM Ha KAMWIIAPHON KOJOHKE
HP-1 gnunoit 30 M, guamerpom 0,53 MM ¥ TOJIIM-
HOH HEIOABMIKHON ()asbl 5 MKM, B PEIKIIME IIPOrpaM-
MHUPYEMOH TeMIIEPATyPHI.

Pe3ynbTaTbl ¥ UX 06CYyXAEHNe

Ha puc. 2 mpejcTaBieHa rEcTorpaMMa aHAIATIYe-
CKOTO CUTHAJIA BEIIeCTB /IS PA3HbIX PACTBOPUTEJEN 1
copbenToB. IIpuBeneHbI 3HAUGHUA AJIA IPOIILIOEH30-
J1a 1 H-J0fleKaHa, pe3yJIbTaThl IJIA JPYTUX apOMaTHye-
CKMX MK aTn()aTHIeCKUX YIJIEBOJOPOLOB CPABHUMEL.
VceemoBasus BBIIOJIHEHBI HA MOJEIBHBIX PACTBOPAX
¢ KoumenTtparnuei semects 0,01 mr/i.

[TpuMeneHne MeTaHOJIA B JAHHBIX YCJIOBUAX IIOKA-
3BIBAET HAMMEHBININH OTKJIUK AHAJUTUYECKOTO CHUT-
HaJjla, IOBTOPHASA SKCTPAKIUA APYTMM PaCTBOPUTE-
JneM (4eTHIPeXXJIOPUCTHIM YIIE€POAOM) MPUBOJAUT K
TIOSIBJIEHUI0 CUTHAJA, UTO IPeAIoJaraer caadyio K-
CTPAKI[MOHHYI0 CIOCOOHOCTh MeTaHOJa B JAaHHBIX
VCJIOBUAX.

Huskasg nHTeHCUBHOCTD aHAJUTHYECKOTO CATHAJIA
IIPK UCTI0JIb30BaHUU copOentTa C1g ¢ pasIMIHBIMY Da-
CTBOPUTENAMHI OMUAAEMa, IMOCKOJbKY IPUMEHEHIe
nauHoro marepuaia B TOMI, kak mpaBuIO, OPUEHTH-
POBAHO HA BeIecTBa ¢ OOJBINEH MOJEKYIIAPHON Mac-
coit, mampumep [14, 16, 17].

Ilng manapHEHINMX HCCIeTOBAHUN BBIOPAHBI COP-
OenTsl Tenax TA c ameToHOM B KauecTBe PaCTBOPUTE-
a1 1 Porapak Q ¢ yeTsipexxjiopucTeiM yriaepogom. Ha
puc. 3 TpeCcTaBIeHbl 3aBUCUMOCTY aHAJTUTUUECKOTO
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the model solution is 0,01 mg/!

CUT'HAJIA OT KOHIIEHTPAINY MCXOJHOTO PACTBOpA IPU
SKCTPAKI[UU BEIECTB C JAaHHBIX cOpOeHToB. Bumwo,
YTO MpeIaraeMalii cI10cod IpoOOIOATOTOBKY BOJHBIX
00pasIoB IO3BOJIAET ONIPEAENATH YIJIEBOZOPOIBI B
00JTBIIIOM JMaTia30He KOHIeHTpanuii. OTHOCUTEIHHOE
CTAaHJAPTHOE OTKJOHEHWe HAXOAUTCA B MHTEDPBAJE
suavenni ot 0,034 10 0,42 npu KosryecTBe IOBTOPE-
HUI n3MepeHui PaBHOM 3—5 pas M yBeIUYMBAETC C
YMeHbIIIeHIEM KOHI[EHTPAIIMY BEIeCTB B PACTBODE.
[Tpemesom reTeKTHPOBAHUA AJIA rA30XPOMATOTPA-
(hmUecKOro MeTofia ABJAETCA OTHOIIEHVE WHTEHCUB-
HOCTeH CHUTHAJA BEIeCTBA K IMyMY HYJIEBOH JUHUI
(Limits of detection — LOD), koTopoe coOoTBETCTBYET
MUHUMAJbHOMY 3HAUEHUI0, PABHOMY 3.
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Puc. 3. 3aBucumocCTs nniolaau (S) nog xpomatorpaguyeckymm
KpvBbIMM Ans copbeHToB [Mopanak Q v TeHakc TA ot
KOHUeHTpaLm (c) nporvnbeH3ona (KpacHble i) 1
H-A10A€eKaHa (CYHWe NHIM) B MCXOAHOM PacTBope

Fig. 3.  Area (S) under chromatographic curves for Porapak Q

and Tenax TA versus concentration of propylbenzene
(red lines) and n-dodecane (blue lines) in initial solution

Ha puc. 4 mpejcTaBIeHbl XpOMaTOIPaMMBI aHAH-
TOB MOZEJILHOTO PAcTBOPA ¢ KOHI[EHTPAIIKel BEIeCTB
0,001 Mr/n1 ¥ KOHTPONBHOTO pacTBOpa. KOHTPOJIB-
HBIH SKCIIEPUMEHT IIPeACTaBIAeT cO00H KOHTPOILHO-
IIPOBEPOYHYIO IIPOIIEAYPY ITPOOOIOATOTOBKY 110 IPe/I-
JlaraeMoil MeTOoAuKe, TONBKO BMECTO MOJEIBHOTO pa-
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Area of analytical signal (S) for propylbenzene and n-dodecane versus solvent or sorbent used. The impurity concentration in

CTBOpA UCIIOJIb3YETC TUCTIIINPOBAHHAS BO/IA, U BhI-
MOJTHAETCSA KaK 0, TAK ¥ MMOCJe SKCIePUMEHTA ¢ MO-
IeJbHBIM pacTBOpoM. Hamiyurmum pesysibTaToM sB-
nsgercsa 3uaveHume LOD mma mpommmGensosna paBHOE
0,3 MKr/J1, TMOJyUeHHOEe C IOMOINBI0 KapTPUI:Ka C
copberntom ITopamax Q. IToayuennsie sHavenus LOD
CpaBHUMEI ¢ ypoBHeM 3HaueHni LOD mis pasHBIX Be-
1mecTB, Hampumep [11, 14-17].

W3 puc. 4 BugHO, YTO I aau(paTHUECKUX COEIH-
HeHM HaOI0JaeTcd JOCTATOUHO HM3KAsd MHTEHCUB-
HOCTh CHUTHAJIA IO CPABHEHUIO C CUTHAJIAMMU JIJIS apo-
MaTHYECKHX YTJIeBOAOPOLoB. [laHHOE OT/INYKe CBA3a-
HO C IIPUPOJIOF COPOEHTOB, COMEPIKAIIUX apoMaTHye-
ckue Koabia. Mornomepom mus matepuasia Tenax TA
aBasgerca 2,6-mueHmI-n-(peHnaeHokcun, a nasd Po-
rapak Q — UBHHIIOEH30JI/dTUIBUHUIOCH30d. Pas-
JIUYAIOTCA COPOEHTHI ¥ IO YEAbHON IIOIIAAM TIO-
BepxHocTH (35 u 500-600 v*/r g1 Tenax u Porapak
COOTBETCTBEHHO), UTO OO'BACHAET PasJnuyure B WHTEH-
CUBHOCTH CUTHAJIA.

Hcmonb3oBaHne MUKPOKOJUYECTB PACTBOPUTENS
[T 9KCTPAKIMK COPOMPOBAHHBIX BEIIECTB C COPOEHTA
(B mpenTaraeMoit MeTOAMKE TPOOOTIOATOTOBKY 00'bEM
PaCcTBOPUTENS COCTABIAET 5 MKJ [ copbeHTa Mac-
CO¥t 2 MT) MO3BOJIAET TOJBKO CMOUUTH copbeHT. OTe-
JIeHUe JAHHOTO KOJMYEeCTBA PACTBODPHUTENS BMECTE C
cOpOMPOBAHHBIMHU BEIIECTBAMHU BO3MOXKHO TOJBKO
nenTpudyruposanreM. CoOTHOIIEHME MaCcChl COPOEH-
Ta 1 00'beMa PACTBOPUTEIS TPE/ICTABIAET 3HAUNTEb-
HBIH MHTEpeC, IOCKOJIbKY MaJsas Macca copOeHTa IIo-
3BOJIIET YMEHBIINUTb 00beM PACTBOPUTENS U YBEJIH-
YUTh KOHIIEHTPAIMIO0 AHATN3UPYEMBIX BEIIECTB B aHa-
JIUTE, TEM CAMBIM TOBBICUTb HHTEHCHBHOCTD AHAJIUTH-
YeCKOTro CUTHAJIA.

Ina wuccaenoBaHuA OBLIO M3TOTOBJIEHO 3 THUIIA
KapTpuIKei ¢ Maccoit copbenta 2; 5 u 10 Mr, MumHm-
MaJbHBIA 00b€M PACTBOPUTEI JJIA HIX COCTABIISI D;
10 u 15 MK, cooTBeTcTBeHHO. MUHUMAILHEINA 00beM
PaCTBOPUTEIS AJIS 9TIONPOBAHMS BEIeCTB OA0MPaI-
¢Sl TaKuM 00pasoM, UTOOHI IIPH €ro IeHTPU(YTrupoBa-
HUM B MUKpPOBHAIe COOMPAaeMbIil 00BeM aHAJIUTA CO-
CTABJIAI MEHIMAJIBHOE KOJUUECTBO, OK0JIO 1,5 MKII.
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Puc. 4. Xpomatorpammbl aHanMTOB KOHTPOIbHOIO (CUHME JIMHIM) 1 MOAELHOMO PaCTBOPOB C KOHUeHTpawmen sewects 0,001 mr/n
Ha copbeHTax Porapak Q n Tenax TA (4epHbie maHum): 1= H-HOHaH, 2 = nponunbeH3on, 3 = Kymos, 4 = Me3nUTUeH, 5 = 13o-
byTnnbeH3on, 6 ~ H-AekaH, 7 — 1petbytnnbeHson, 8 — BTopbyTmnbeH3on, 9 = H-yHaekaH, 10 = H-gopekaH

Fig. 4.

Chromatograms of analytes of blank (blue lines) and model solutions with concentration of the substances of 0,001 mg/I on

Porapak Q and Tenax TA (black lines) sorbents: 1 = n-nonane, 2 — propylbenzene, 3 = cumene, 4 — mesitylene, 5 = isobutyl-
benzene, 6 — n-decane, 7 — tret-butylbenzene, 8 — sec-butylbenzene, 9 — n-undecane, 10 — n-dodecane

Ha puc. 5 mpencraBieHsl pe3yabTaThl 3aBUCHMO-
CTell aHAJIUTHYECKOTO CUTHAJA OT MacChl copbeHTa u
o0beMa PaCTBOPHUTENS. BHAHO, 4TO HA HAYAILHOM
aTale yBeJIMUYeHne KOJMUeCTBA dI0eHTa IPUBOJUT K
IOBBILIEHNI0 MHTEHCHBHOCTH CHIHAJA, NaJbHenInee
yBeJanueHe 00beMa PACTBOPUTEIIS TOJIbKO IOHMKAET
AHAJIUTUUECKUHN CUTHAJ IJIA BCeX KapTpUI:Kei. YMe-
HbIIeHKE IIOIIAAN AHAJUTHYECKOT0 CHIHANA BO3-
MOKHO CBSI3AaHO C JOCTIIKEHNEM MAKCHMATIbHON (-
(DeKTBHOCTHY 9KCTPAKIIUY BEIIECTB ¥ MOCIETYIOIINM
pasbaBjIeHreM aHAIUTA SKCTPAreHTOM.
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Puc. 5. 3aBUCMMOCTb MIOLWEAN aHANUTUYECKOro curHana (S)
ans nponunbeH3ona v H-Ao4eKaHa oT Maccbl copbeHTa
n obvema pactBopuTens. MoaebHbI pacTBop C KOH-
yeHtpaumeu Bewects 0,001 mr/n

Fig. 5.  Area of the analytic signals (S) from propylbenzene and
n-dodecane vs sorbent mass and solvent volume. The
concentration of substances in the model solution is

0,001 mg/I

XapakTepucTUKON 9(PPEeKTUBHOCTA SKCTPAKIIAN
BeIIecTB ¢ copbeHTa SABJAETCA MPOIEHTHOE M3BJeye-
Hue BerecTs (R) 13 BOJHOTO PacTBOpa, OIpeAeIaeMoe
o (popmye:

C

R — aHaJauTa X

C

pacrsopa

VaHaJTHT& X 100 %7

pacrBopa

rae C,.mm — KOHIIEHTpAIIMS BeIECTBa B aHAJIUTE
(M1/71); Vipamea — 00bEM aHATHUTA (1), TOJYUEHHBIH 1O
MeTOAMKe Iocae dKCTPAKIHUHN; Cpypnp — KOHIIEHTDA-
IIMs BelecTBa B Ipode MOJeJbHOTO pacTBopa (Mr/mn);
V sacmops — 00BEM MOJIEIBHOT'O PacTBOpa (1), IPOKaueH-
HOTO uepe3 KapTpuaK ¢ COpOeHTOM.

Ilns pacueToB HCIOJIL30BANCA MOMENbHBIN pa-
cTBOP ¢ KoHIeHTpanuei Bemects 0,001 mr/i, o0bem
IPOKAYEeHHBIA yepe3 KapTpumi cocrasisa 30 mi, a
00beM aHaIUTa I[OCHe OKCTPAKIWK PABHAJICA
1,5 vk, KonnenTparuio BemectB B aHANUATE (C,1m)
OTIpeeIANd 10 KOHIEHTPAIMOHHON 3aBUCHUMOCTH
(puc. 3), KoTOpasAg IPeABAPUTEIHHO OBLIA MOJyUEHA
IJIS TeX JKe BENeCTB U B CXOMKUX YCIOBUAX.
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Puc. 6. [IpoLeHTHoe u3BreyeHve selyects (R) nponunbeHsona
1 H-J0A€eKaHa B 3aBUCMMOCTY OT 06beMa pacTBopUTENS
1 Maccbl copbeHTa. MogenbHbIN pacTBop C KOHLEHTPa-
ywen Bewjects 0,001 mr/n

Fig. 6.  Percentage yield of the extracted (R) propylbenzene and

n-dodecane vs solvent volume and sorbent mass. The
concentration of substances in the model solution is
0,001 mg/I

Pacuers! moxasbiBaioT (puc. 6), 4T0 B IpUBEEH-
HBIX DaHee pe3ysjbTaTax MPOLEHT H3BJCUEHUS Be-
mecTB (R) uMeeT HUBKOE 3HAUEHUE U C YBEJIUUECHIEM
00beMa PacTBOPHUTEJIA BHAUNTEIHHO OBLIIIIAETCS, 10~
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cTUras MaKCHMAJbHBIX BeinuuH ~98 % miasd apoma-
THUeCKUX coeguHenuit u ~50 % nus anxkanos. [[ais-
Helilllee yBeJWUYeHHe 00BeMa PACTBOPUTENS TOJBKO
pas30aBJfeT aHAJIWUT, IPUBO/A K YMEHBIIEHNIO aHAJIH-
THYECKOTO cUrHaja. Tak, B ciydyae WMCIOJb30BAHU
KapTPHKa ¢ Maccoii copbenTa 2 Mr 00beM pacTBOPH-
TS IJIA SKCTPaKIuu cocTasisaa 5; 10; 15 u 20 My,
mocJe meHTpudyrupoBanus 00beM co0upPaeMoro aHa-
JauTta coorBerctsosan 1,5; 5,5; 11 u 15,5 My.

Paspaboraumsrit MeTO IPOOOIOATOTOBKY BOAHBIX
00pasIoB ¢ MOMOITHI0 TBEPAO()A3HON MUKPOIKCTPAK-
MU ¥ [MeHTPU(PYTUPOBAHUA IIpeiJjaraetT IPOCTOH 1
OBICTPBIE CIIOCO0 OIpeAeNeHns MUKPOKOJINYECTB
YIJIEBOZOPOJOB B Boje. Anpodanus JaHHON METOAUK A
OCYIIIeCTBJIEHA Ha MPUMepe aHaJIN3a BOJHOTO PACTBO-
pa, cofiep:KaIiero KOMIIOHEHTHI CHHTETHUECKOTO JK /-
roro tomusa (CAT). CHKT mosyuerno B pesyabrare
JUMePU3aIy IPonaH-0yTaHOBOH CMeCH B IIPUCYT-
CTBUHY BOJBI B IIa3MOXMMHUYECKOM PEaKTOpPe II0 METO-
Iuke [25]. AHANM3 TAKOU CMeCH IIPEJCTABIACT CIOXK-
HYIO aHAJUTHIECKYIO 3a/1aUy.

Meroguka mpoOOIOATOTOBKY BOSHOT'O 00pasia
BBITIOJTHEHA C IPUMEHEeHNeM KapTPUIsKa ¢ COpOeHTOM
Tenax TA maccoit 2 MI' ¥ PacTBOPUTENA — alleToHa
obbemom 10 M. O6BeM IpoOkI, IPOKAUAHHON Uepes
KapTPUIK, COCTABUI 3 MJI, aHAJWTA IIOCJTE IeHTPH-
(yrupoBaHug — 5,5 MKJIL.

Ompepenienne KOJIMIECTBEHHOTO COAEPIKAHMA KOM-
mouerToB CiKT B BoZHOM pacTBOpE IIPEAIIOJIATAET II0-
CTpoeHHne KaJrOPOBOUHOM KPHUBOH C YUETOM IIpPEAJIo-
JKeHHOHI MeToAMKM mpobomoaroroBku. Ha puc. 7 mpu-
BeJleHbI KaJIMOPOBOUHbIE KPUBLIE U COOTBETCTBYIOIIIE
(GYHKIIUY A1 MOJEJbHBIX YIJIeBOLOPOAOB — H-TelTa-
Ha ¥ H-fleKaHa. Pe3ynbTars! 418 APYTUX UCCAEI0BAH-
HBIX YTJI€BOZIOPOZIOB CPABHUMBI, HE CMOTPSA Ha 3HAUM-
TeJbHOe Pas/Inyuue NX PACTBOPUMOCTH B BOJE.

Ha puc. 8 mpepcraBiena xpoMaTorpaMmMa MUAKPO-
skcrpakta CHKT u maccoBoe pacipesiesieHye yrieso-
IOPOIOB B HEM, PACCUMTAHHOE C WCIIOJb30BAHUEM
JTaHHBIX pUC. 7.

WpenTuuranusa KOMIOHEHTOB MUKPOIKCTPAKTA
BBITIOJIHEHA C IIPIMEHEeHEM XPOMATO-MaCC-CIeKTPOMe-
tpa Thermo Scientific DFS. B cocraBe MUKpOSKCTPaK-
TOB mpaeHTH(uUIMpoBaHbl ankanbl C;—C,,, mpeumyiie-

o 300 Muxposxkempaxm C2KT

o]

5 2001

)

o

3

= 1001

=

(]

E—-

ju=]

=0 : : : :
0 10 20 30 40

Bpems, MUH

Conepikanue, %

CTBEHHO M30MEPHOr0 CTPOEHMs, HAOOJbIIee ComepKa-
uue komnorenToB CAKT npuxonurces ua ankausl C,—C,.

404

=
o
LB 20' ._\' 0730 2.3(’!82‘
]
v 01 ® [‘enran
® Jlekan
40- @ ¥=02148-x+ b.-"li.
E??; 20 B Bl
~d
0- Y ¥ T T
0 50 100 150
¢, MI/n

Puc. 7. 3aBUCUMOCTb MIOLEAN aHANNTUHECKOrO curHana (A) m
npoueHTa v3sneveHns Bewects (b) or KoHLeHTpaumm
yrneBoaopoaoB B BoAe. KapTpuax AvameTpom 2 MM,
copbeHT — Tenax TA Maccovi 2 Mr, obbem pacTBopuTens
10 MKn, Bpems  LeHTpUGYrMpoBaHna 5 MuH npu
4000 06/MuH

Fig. 7.  Area of analytical signal (A) and percentage of substance

(B) yield vs concentration of hydrocarbons in water. Car-
tridge diameter is 2 mm, mass of Tenax TA sorbent is
2 mg, solvent volume is 10 ul, and time of centrifugation
is 5 min at 4000 rev/min

3akntoyeHune

IIpenoxen opuruHAIBHBINA HOAXO0J K IPOOOIO-
T'OTOBKE BOJHBIX 00BEKTOB C IIOMOIIbI0 TBepAo(hasHOI
MUKDPOIKCTPAKIIUU ¥ NeHTpudyrupoBanus. Ero wuc-
I0JTh30BAHNE TI03BOJIAET OMPEAENATh MUKDPOKOJIIYE-
CTBa YIJIEBOZOPOJOB B BOJE IIPOCTHIM U 3(h(eKTHBHBIM
c1oco0oM, [JIA ra3oxpoMaTorpauuecKkoro MeToja
mpejes IeTeKTUPOBAHUSA BeIecTBa COCTABISIET
0,3 MKr/n. OnTuMaNbHBIMY TAapaMeTpaMu JJIf Kap-
TPUIKA ABJIAIOTCA COUETaHME MacChl cOpOeHTa U pa-
CTBOPUTEA KaK 2 MT' Macchl copOenTa u 10 MK pa-
CTBOPUTEJISA, COOTBETCTBEHHO.

Ampobarusa MeTOIUKY OCYIIeCTBIeHA HA TPIMepe
aHaJ1M3a BOIHOTO PACTBOPA, COAEPIKAIIero KOMIIOHEH-
el CiKT, mosyueHHOTO B pesyJbTare AUMepPH3aI[uu
IPOIaH-0yTaHOBOW CMECW B HPUCYTCTBUM BOIBI B
ILJIA3MOXMMUYECKOM PEeaKkTope.

30 7
A

20+ 7 %/

A

Puc. 8. Xpomatorpamma MukposkcTpakta CKT, a Takxe MaccoBoe pacripeiefieHue yrieBofopoaos B HeM

Fig. 8.
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Chromatogram of synthetic liquid fuel microextraction and mass distribution of hydrocarbons in it
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Relevance of the research is caused by the need to improve the efficiency of sample preparation methods for determining trace am-
ounts of hydrocarbons (alkanes and alkyl benzenes) in aqueous solutions.

The aim of the work is to determine regularities of separation of alkanes and alkylbenzenes from water samples using solid-phase mic-
roextraction and testing the proposed methods.

Methods of analysis: gas chromatography, gas chromatography-mass spectrometry.

Results. Hydrocarbons in water samples are identified via solid phase microextraction and centrifugation. The sample preparation tech-
nique involves the use of special cartridge for adsorption of substances from water with 2 mg of sorbent. The hydrocarbons are extrac-
ted from the sorbent with 5-10 pl of solvent using a centrifuge.

In order to extract hydrocarbons (alkanes and alkylbenzenes) various types of sorbents (Porapak Q, Tenax TA, and C;g sorbent from Su-
pelco Co.) and solvents (methanol, acetone, and carbon tetrachloride) are used. Using Tenax TA with acetone and Porapak Q with carbon
tetrachloride is optimal for microextraction. The influence of sorbent mass and solvent volume on extraction of substances and the inten-
sity of analytical signal is shown. Increase of sorbent mass from 2 to 10 mg leads to lowering the intensity of analytic signal. The model so-
lutions were used for determining the limit of substance detection for gas chromatography (0,3 ug/! at a signal-to-noise ratio of 3).

The method was tested on the example of analysis of aqueous solution containing components of synthetic liquid fuel, obtained by di-
merization of propane-butane mixture with water in a plasma chemical reactor.

Key words:

Solid-phase microextraction, gas-liquid chromatography, aqueous solutions of hydrocarbons, synthetic liquid fuel, barrier discharge.
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