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BBenenune

AKTYaJlbHOCTb TeMbl HCCAeA0OBaHUs. VMHIA30IUIUH-2-TUOHBI M MX KOMIUIEKCHI C
MEPEXOAHBIMU METAJUIAMU PA3JIMYHOTO CTPOCHHUS MPEK/IE BCETO MPUBJICKAIOT MPUCTAIBHOE BHUMAHUE
uccieaoBaTeNied B CBA3M C YCTAaHOBJICHHBIMU BHJIAMH OHMOJIOTMYECKOW aKTUBHOCTH. Kpome ToroO,
4,5-1UruIpOKCUUMH1a30JIUJUH-2-THOHBI (AT'UT) SIBIISIIOTCS Ba)KHBIMH CHUHTETUYECKUMU
MpEAIIECTBEHHUKAMHU HAaJIMOJIEKYJIAPHBIX CTPYKTYP - CEMUTHUOTJIUKOIYPUIIOB u
CEMUTHO00aMOYCYPHIIOB, TEPCIEKTUBHBIX MJisi NPUMEHEHHS B OHOMETUIIMHE, HAHOAJICKTPOHHKE,
Kataiu3e W Jpyrux obOjactsax. Hanmwume cepbl B CTPYKType 3THX COCIWHEHUM, B OTIWYHE OT
KUCJIOPOACOAEPKAIIMX aHAJIIOrOB, MO3BOJISIET UCIOJIB30BATh UX U1 TEpanuu KaHainonatui. Hapsany c
TUM, 4,5-TUTHIPOKCUUMHUIA30JIUIUH-2-THOHBI SBISIOTCS () ()EKTUBHBIMA HHTUOUTOPAMU KUCIOTHOU
KOPPO3UH CTAJIH.

4,5-JIuruIpOKCUMMHUIA30JIMANH-2-THOH W €ro MPOM3BOJIHbIC MOJYYalOT B3aMMOJCHCTBHEM
COOTBETCTBYIOIUX TUOMOYEBHUH U TJIMOKCAJSA B NPUCYTCTBUU BOJOPACTBOPUMBIX CIIUPTOB, IPU 3TOM
o0Opasyercs CMeCh yuc- U mpaHc- U30MEpOB, OJHAKO MOOOYHBIE MPOIYKTHI MPUBOASTCS TOJBKO IS
nudenmnnpon3Boaaeix JI'MT. M3BecTHO, YTO MOJOKEHHE THAPOKCHUIBHBIX TPYMNI OTHOCHTEIBHO
KOJIbIIa UMHUJIa30JIMIMH-2-TUOHA BJIMSET HA YIAKOBKY CYNPAMOJICKYJSIPHBIX CTPYKTYp, B CBSI3U C YEM
HEOOXOIUM KOJUYECTBEHHBIN KOHTPOJIb COAEPKAHUS T€OMETPUUYECKUX HM30MEPOB B CMECH, a TaKkKe
JIpYTUX COIyTCTBYIOLMX IpuMeceld B peakuuu oOpazoBanus JAI'UT. B nureparype mupopmanus o
Metojax KosudectBeHHoro anamusza JI'MT otcyrctByer. IlosToMy, BbIlIECKa3aHHOE JEHaeT
aKTyaJbHBIM pa3padO0TKy METOAMK HICHTU(PUKAIINK U ONIpeiesieHnus TeoMeTprudeckux nzomepon JII'UT.
Jns peanuzanuuu cuntesza II'UT B mpOMBIIIIEHHOCTH U KOHCTPYUPOBAHUSI TPOMBILIIEHHBIX allllapaToB
HEO0XO0IMMO 3HATh KHHETUYECKHE TTapaMeTphl HampaBieHus nporecca. OQHUM U3 CIIOCOO0B U3yUeHUS
KMHETHUKU PEAKIU SIBISETCS MaTeMaTUYECKOe MOJAENIUpoBaHue. [ moaATBepKICHUS paCCUUTAHHOMN
Mozaenmu nmoMumo MeTonuk aHanu3a JI'MT m mneHTndukanum moOOYHBIX MPOIYKTOB HEOOXOIUMBI
METOJIMKM aHAJIN3a pearcHTa — TUOMOYEBHUHBI. B juTepaType NpeACTaBI€HO HECKOJIBKO METOHO0B
KOJIMYECTBEHHOT'O  ONPEAETIEHUS TUOMOYEBHUHBI — TUTPUMETPHUUYECKHUE, CIEKTPOCKOMUYECKHUE,
CIEeKTpO(hOTOMETPUUECKHE, IEKTPOXUMHUIECKHE U XpoMaTorpadudeckue. [lourn Bce mepeuncieHHbIe
BBIIIIC METOJBI 00JIaJ]al0T BHICOKOW YYBCTBHTEIIBHOCTHIO M CEJIEKTUBHOCTBIO, OJTHAKO M3-3a CIIOKHOM
MaTpulpl B CUHTE3€ 4,5-TUrHApOKCUUMMIA30JIUINH-2-THOHA OHM HE MOJXOIAT JUIsl ONpPEICICHUS
THOMOYEBHUHBI B PEAKIMH C TJIMOKCAJIEM, MOATOMY TakKe aKkTyalbHa 3ajadya pa3pabOTKH METOJAMKHU

onpeaeneHus THOMOYeBUHBI B cunte3e I UT.
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Heas n 3agaun ucciaenoBanus. Llesns HacTosIeH pabOTHI 3aKiII0YaNIaCh B pa3pabOTKE METOIUK
UICHTU(PHUKAIIMY ¥ KOJIMYECTBEHHOTO ONPEIeNICHHS IIEJIEBBIX U TTOOOYHBIX MPOIYKTOB B3aUMOACHCTBUS
TUOMOYEBUHBI U TIIMOKCAJIs B CUHTE3€E 4,5-TUTHIPOKCUMMM/1a30JIMINH-2-THOHA.

Jlis nocTHXeHUs 1eln, He0OXOAMMO OBLIIO PELIUTH CIEAYIOUINE 3a1aUU:

1) BeisiBUTh BAMSHUE TNPUPOJBI PACTBOPUTENS (CMECH BOJHO-CIUPTOBBIX PAaCTBOPOB:
C MCIIOJIb30BAaHMEM MeETaHoOJa, 3TaHoja, IIponaHoia-1, nponanona-2) u pH peaknuoHHON cpenbl Ha
TUOH-TUOJIPHYIO TAYTOMEPHUIO THOMOYEBHUHBI C pUMeHeHueM Y D-CreKTpOCKOIuY.

2) PazpaGotaTh METOAMKH  OINpEJEIEHUS] THUOMOYEBMHBI, CMECH yuc- W  mMpaHc-
4,5-IUruApOKCUUMHUAA30IUANH-2-THOHA B PpEaKUMM MEXAY IJIMOKCAJIEM M THOMOYEBHMHOW ¢
ucnoap3oBanuemM KP-criekTpockonuu in situ.

3) Pazpaborare TCX  MeTOAMKM pa3leieHuss M ONpElNeleHMs] yuc- U Mpauc-
4,5-TUruIPOKCUMMHUIA30JIMANH-2-THOHA, W UX N,N'-TUMETWINPOU3BOJHBIX C HCMHOJb30BAHUEM
BUJCOJIEHCUTOMETPHH.

4) Pazpabotare BDXKX Meromuky ompeneneHuss THOMOYEBHMHBI, yuc- W MPAHC-
4,5-muruApOKCUMUMUAA30IUANH-2-THOHA B PEAKLIHOHHON CMECH.

5) UnenTuduuupoBaTh LeaeBble U T0O0UHBIE IPOAYKTh PEAKLIUU THOMOYEBHUHBI C IITIHOKCATIEM
MeroaoM SAMP-cnekrpockonuu.

6) [IpennoxuTh cxeMy peakluu B3aUMOAECUCTBHUS THOMOYEBUHBI C IIITMOKCAIEM U ONPECINUTD
KUHETUYECKHE IMapaMeTpbl OTAEIbHBIX CTaIUH.

Hayunas HoBHM3HA. BriepBble IPEeNIOKEH METO KOHTPOJIS PEAKIIMHA MEXy THOMOYEBUHON U
IJIMOKcaneM ¢ ucnoibp3oBaHueM KP-cnektpockonuu in situ. Mcnonp3oBaHuE MOJIOCH! 30HAA IIPH
790 cm' B KauecTBe BHYTPEHHEro CTaHAapTa IO3BOJUIO pa3paboTaTh METOAUKY OMpEIEICHHS
TUOMOYEBUHBI B PEAKINH MOTyYeHUs 4,5-TUTHIPOKCUUMUIA30IUINH-2-THOHA.

PazpaboTan MeTOA aHATUTHYECKOIO KOHTPOJIS peakiuuu oOpa3oBaHUs yuc- U mMpauc-
4,5-muruApOKCUMMMHUAA30IUANH-2-THOHA ¢ puMeHeHneM BOJXKX. Meton ocHOBaH Ha OIpeleIeHUH
THOMOYEBUHBI U reomerpuueckux wu3zomepoB JI'MT B peakunoHHOW cMecH, pa30aBlIeHHOMN
AlETOHUTPUIIOM, C UCTIOJIB30BAaHUEM BOJIHOM HOpMaibHO-(Da30BOM )KUIKOCTHOW XpomaTorpaduu.

Bnepeeie meromom TCX pazgeneHpl W UACHTUGUIUPOBAHBI yuUC- W MPAHC-U30MEPHI
4,5-mMruApOKCUUMUAA30IUANH-2-THOHA U ero N, N'-IMMeTUINpPOU3BOAHBIE C HCIIOJIb30BAaHUEM
Monu(UIIUPOBaHHBIX — ameratoM Kambiwst TuiactuH s TCX  (Sorbfil TITCX-A-B-YO).
C npuMeHeHHEeM BUACOJCHCUTOMETPUM pa3padoTaHa METOAMKA OmpeneiaeHus mpauc-4,5-
JUTHIPOKCUMMHUIA30JIMINH-2-THOHA B CMECH C Yuc-4,5-TUTNIPOKCUMMH 130U INH-2-THOHOM.

C wucnonb3oBanuem SMP-cniekTpockonuu WACHTU(GUIMPOBAHBI IEJEBbIE W TOOOYHBIE
IPOAYKTHl PEAKIMHA THOMOUYEBUHBI C TIHOKCAJIEM. YCTAHOBJIEHO, YTO MOOOYHBIMHM TPOIYKTaMHU

ABISIOTCS  KUcnopoacoaepxkamue anainorn JI'MT — cMech TEOMETPUYECKHX  H30MEPOB



4,5-TUruIpOKCUMMHUIA30JIUINH-2-0Ha, a Takxke |,3-gurunpo-2H-umunazon-2-tuod. Ilpennoxen
croco6 UACHTH(PUKAITUN THOMOYEBHUHBI, UMUIa30JUIHH-2-0HOB U -2-THOHOB 10 3HAYEHUIO N30TOIMHBIX
casuros aeirepus (JJUC).

BnepBrle ncciieoBaHa KMHETHMKA PEAKIIMM THOMOYEBHHBI C TJIMOKCAJIEM C HCIOJIb30BAHHEM
BOXX. Ilpennoxena cxema peakUuu, pacCUUTaHbl KMHETHMUECKHE IMapaMeTpsl Mojaenu. Mojeib
yJIOBJIETBOPUTEIHHO OMUCHIBAET KMHETUKY oOpa3oBanus I U T u pacxona THOMOYEBHHBI.

[IpakTnyeckas 3HauumocTtb. Paspaborannas BOXX wmeroguka onpenenenus ObLia
MCIIOJI30BaHA JUIsl YCTAHOBJICHUS KOHIIEHTPALU THOMOYEBUHBI, yuc- U mpanc-JAI'T B peakunoHHOMN
Macce, JJIs UCCeI0BaHusl KUHETHKH mporecca obpazoBanust I UT U3 THOMOYEBUHBI U TIHMOKCAIIS.
[IpennoxeHHas cxeMa peakuu U pacCUNTaHHbIE KUHETUYECKHUE ITapaMETPhl OTAEIbHBIX CTaIUN MOTYT
OBITh HMCIOJB30BAaHbl IPU MOJEIMPOBAHUM TEXHOJIOTMYECKUX TPOIECCOB U PEaKLHUOHHOIO
o0opyaoBaHus nosrydeHus 4,5-1UuruIpoKCUMMIIa301IUH-2-THOHA.

Pa3zpaboTanHbple METOJMKHM pazfeneHus reomerpudyeckux uzomepo JI'MT wmoryt ObITH
UCTIOJIb30BaHbl Ha (hapMaIleBTUYECKUX MPEANPUATHUSIX, HAYYHO-UCCIIEA0BATEILCKUMHE J1a00paTOpUsIMU
115t KoHTpost kayecTBa JI'NUT nipu nmoaydeHnn cynpaMoieKyIsipHbIX CTPYKTYP.

YcraHoBneHHas cxema oOOpa3oBaHMs MOOOYHBIX MPOIYKTOB MJIi OPraHUKOB-CUHTETHKOB
MO3BOJISIET TPEIINOJIOKUTh HOBYIO CTpaTerurd cuHre3a 1,3-muruapo-2H-uMunas3on-2-TuoHa U3
THUOMOYEBHUHBI U 4,5-TUTUAPOKCUMMHIA30JIUIUH-2-THOHA.

AKTyalnbHOCTh, 1I€JIb U 3aJauyd pabOThl OMNpENENICHbl aBTOPOM COBMECTHO C HAyYHBIM
pykoBoauteneM. JIM4YHBIA BKJIAJ AaBTOpa 3aKIOYAeTCs B IUIAHUPOBAHMM M MPOBEACHUU
SKCIIEPUMEHTOB, TMOJIYYEeHUH W HMHTEPHpPETAllid JaHHBIX, 00pa0OTKe pe3ylbTaTOB HCCIEIOBAHUM,
NOJATOTOBKE IyONMKAlMid M TeKcTa Juccepranuu. Pabora BBINONHEHA aBTOPOM WM TIPH
HENOCPEJACTBEHHOM Yy4yacTHH aBTopa. Pa3zpaboTka yclioBUHM pa3zesieHusi TeOMETPHUECKUX H30MEPOB
JAI'UT c ucnonszoBanrem BOXKX Bemomnusanace Mamko K. E. (TI'Y), peructpanus AMP-cniektpos
npoBoawiack KorensuukossiM O. A. (TI'Y), pacuer kunetnueckux napamerpos cunresa JI'MT Obin
nposeneH Hosukoseim /1. B. (TT'Y).

IloJ105xeHNs1, BBIHOCHUMbIE HA 3AIUTY:

1. Meronuka onpeneneHus THOMOYEBHUHBI B peakuuu o0Opa3oBaHUs
4,5-TuruApoKCUMMHIA30JIIMH-2-TUOHA ¢ Ucnojib3oBaHueM KP-ciektpockonuu in situ;

2. Metonuka TCX pazneneHust u onpenaeneHus yuc- u mpanc-4,5-1uruipoKCUUMKIa30IuIUH-
2-THOHA C TIPUMEHEHHEM BUCOJCHCUTOMETPUN;

3. YenoBus TCX pasnpenenuss yuc- u mpauc-4,5-TUriIpOKCUUMUIA30IUANH-2-THOHA U UX
N,N'-IUMeTHIIIIPON3BOIHBIX (BIMSHUE TPUPO/IBI AHATHUTA, COCTABA ITOJIBHKHOM 1 HETIOJIBMKHOM (a3 Ha

pasneneHue);
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4. Pe3ynbraThl HMICHTU(UKAUM IIENEBBIX U MOOOYHBIX TMPOIYKTOB B3aMMOACHUCTBUS
THOMOYEBHUHBI € INIMOKcaieM MeTooM SIMP-cniekrpockonuy;

5. Metonuka omnpeneneHus THOMOYEBUHBI, yuc- U mpanc-4,5-1TuruipoKCUMMHIa30I1INH-2-
THOHA B pEaKIMU MEXKy THOMOYEBUHOW U TITMOKCAJIEM C UcToib3oBaHneM BOXKX.

JlocToBepHOCTh pe3yIbTATOB Pad0Thl IOATBEP)KIAETCS COOTBETCTBHEM PpE3YJIbTATOB,
NOJYYECHHBIX MIPHU MCIIOIB30BAHUN HECKOJIBKUX HE3aBHCHUMBIX METOJIOB aHanu3a. Pabora mpoBoauiach
Ha MIOBEPEHHOM COBPEMEHHOM aHAJTUTHYECKOM 000py10BaHUU. BhiNoHeHa OlleHKa METPOJIOTHYECKIX
XapaKTepUCTUK METONUK. METOAMKHM aHaiu3a HCIOJb30BAJIMCh Ul M3YYEHHUS KUHETHUKU DPEaKLUH
B3aMMOJEICTBYSI THOMOUYEBHHBI C ININOKCAJIEM.

Anpodauusi pe3yabTaToB. Pesynbrartel pabor mpencrasiensl Ha XXXII Beepoccuiickom
CUMIIO3UYME MOJIOJIBIX Y4YEHbIX M0 xumuueckod kuHeruke (MockBa, 2014), ma XII u XIX
MexayHaponHoil KOH(pEpeHUMH CTYyJAE€HTOB M MOJIOABIX YydeHbIX «llepcnexTuBbl pa3BUTHSA
¢ynnamenTtanbHbeix Hayk» (Tomck, 2014 u 2022), Ha MexIyHapoqHOH Hay4YHO-IPaKTHYECKOMH
KoH(pepeHmu «MHTerpanus Haykw, oOpa3oBaHUS M INPOU3BOACTBA — OCHOBa peanm3anuu [lmana
Haiun» (CarunoBckue ureHust Nel2) (Kaparanpma, 2020), XXII Bcepoccuiickoit koH(pepeHUnu
MOJIOJBIX YYEHBIX II0 MAaTeMaTHMYECKOMY MOJEIUPOBAHUIO M HH()OPMALMOHHBIM TEXHOJIOTUSIM
(HoBocubupck, 2021).

I[Myoaukanmuu mo pesyiabraTaMm padorTsl. [lo Teme auccepranmuu OmyOJIMKOBaHO 4 CTaThU B
peLeH3UPYEMBIX HAyUHBIX J)KypHallaX, pekoMeH10BaHHbIX BAK, BXxoasmux B HayKoMeTpruieckue 0azbl
naHHbIX Scopus 1 Web of Science, 1 cTaths B mpodem 3apy0eKHOM JKypHaJIe, a TakkKe 5 MyOJIMKaIui B
cOOpHUKaxX MaTepHaiOB MEXIYHAPOJHBIX U BCEPOCCUHCKUX KOH(EPEHINH U CUMITO3MyMa, MOTYyYeHO
2 marenrta Poccuiickoit deneparuu.

PaGora BbImonHeHa Tmpu  (UHAHCOBOM MOJAEPKKE MPOrpaMMbl pa3BUTUA TOMCKOTO
rocynapctBenHoro yausepcurera (I[Ipuopurer-2030), mpoekt Ne 2.0.14.22 OHI" « DkcniepuMeHTaIbHBIC
Y TEOPETUUECKUE UCCIIE0BAHUS T€TEPOLUKINYECKUX COEAMHEHNH, UMEIOIINX UMUAA30JIbHBIN CKEJIET:

OT MIPEKYPCOPOB K MAKPO- U CYIIpaMoJIeKyJIIpHbIM cuctemam», 01.09.2022 —31.12.2023 .



I'masa 1. JIutepatypHblii 0030p
1.1 IIpoayKThI B3auMoelCTBUSI THOMOYEBUHBI U IVIMOKCAJIA

Peakuueil Mexny THOMOYEBMHOM M IUVIMOKCAJIEM B 3aBUCHUMOCTM OT YCIOBMM cuHTe3a [l],
[IPEUMYIIECTBEHHO  IOJIy4aloT CcMecb reomerpuueckux usomepoB JII'MT  orHOcHTEnbHO
UMUA30auAMHOBOTO 1HKIa (PucyHok 1). YcTaHOBIEHO, YTO COOTHOIICHHE U30MEPOB B ATOM peaKIuu
3aBHUCUT OT YCJIOBHH MPOTEKaHUs MIpoliecca, 0HAKO IPEUMYLIECTBEHHO 00pa3yercst mparc- nzomep la.
BenencrBue xopomeit pactBopuMoctd B Boae yuc-uzomepa AI'UT 16, uucteiii mpanc-uzomep la
MOYKHO TTOJIyYUTh IPOMBIBAs €r0 OOJIBIINM KOJIMYECTBOM BOJIbI, TOTIA KaK JIJIsl yBEJIMUYCHUS KOJIUYECTBA

yuc-nzomepa 10 peakiuo NpoBOJIAT B BOJHO-CIIUPTOBBIX PACTBOpax.

)1 S

HN NH & HN)kNH

Ho6 %o HOC :OH
1a 16

Pucynox 1— Peakius B3auMo1€ICTBHSI THOMOYEBUHBI U TITMOKCAIIA

B kadectBe mMOOOYHBIX MPOJYKTOB, B KHUCJIOH cpene oOpasyrorcss MoueBMHAa 20 U
1,3-nurunpo-2-H-umuaa3on-2-TuoH 2B, a Takke npu temmneparype Bbime 60 °C m pH menee 2
obOpasyercs Ounukinueckuii nponaykt 1,4-amasza-3,6-gutnadbunukino[3.3.0]okran-2,5-nuumMuH  2a

(Pucynoxk 2 ) [2].
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Pucynok 2 — [To6o4HbIe MPOYKTHI PEAKIIUU B3aUMOICHCTBUS THOMOYEBUHBI U

TJIMOKCAJIA B KUCIION cpelie

[Tytn o6pazoBanus mpoaykToB 20 u 2B (PucyHok 2) B mutepatype He 00bsicHeHbl. OOpa3oBaHue
BEIIECTBA 2a B KayeCTBE IOOOYHOTO MPOAYKTA, yKa3blBa€T Ha B3aUMOJCHCTBUE TIHOKCAIS C

THOMOYEBUHOM, T/I€ PEAKIMOHHBIM LIEHTPOM SIBJISICTCSI THOHHAA rpynna. Takol THN B3aUMOAEHCTBUS



BO3MOXKEH 3a CU€T THOH-TUOJBHOM TayTOMEpUHU THOMOYEBUHBI. [l03TOMY Ba)KHBIM YCIOBHEM
00pa30BaHus TeX WM UHBIX MPOAYKTOB IPH B3aUMOJICHCTBUM THOMOUYEBUHBI C TNIMOKCAJIEM SIBJISIETCS,
TO B KaKOi TayToMepHOU (hopMe THOMOUYEBHUHA HAXOIUTCS B PaCTBOPE.

N3BecTHO, 4TO THOMOYEBMHA B PACTBOPE HAXOJIWUTCS B PABHOBECHMU MEXAY THOHHOU (3a) u

TtHonbHOM (36) hopmoii (PucyHok 3).

S SH
/u\ P
HoN NH, H,N NH
3a 36

PucyHnok 3 — THOH-THONIBHAS TAyTOMEPUS THOMOYEBHUHBI B PaCTBOPE

Kak npaswio, nanueie Gpopmbl 3a u 30 HEe YCTOHYMBBI U HaXOAATCS B PAaBHOBECHH, KOTOPOE
3aBUCTH OT MHOTHX (DakTOpoB, HO HauOoibliee BIUsSHUE oka3biBaeT pH cpenst [3] u mpupoma
pactBoputens [4]. SIBneHME THOH-THOJIBHOM M30MEpUM M3yuyeHO ¢ npumeHeHueM AMP [5],
BOXX-MC, I'X-MC [6], UK-cnekTtpockonuu [7], Y D-cnexkrpockonuu [8], u MmeTogom audpakiuu [9].
OnHako 10 CUX TIOp He wu3ydYeHo BiusgHue yciaoBuid cuHTe3a JI'MT wHa mporecc
TUOH-TUOJILHOM TayTOMEpUU TUOMOYEBUHBL. OJTHUM U3 CaMBIX MPOCTHIX, U WH(OPMATUBHBIX METO/IOB
sBisieTcss Y D-CIIEKTPOCKOIHS, KOTOpash TO3BOJIIET 0O€3 JOMOJHUTEIBHONH TPOOOOATOTOBKH
YCTAaHOBUTH Mpeoliiaianue oJHON u3 ¢opM THOMOUYEBHHBI B pactBope. [Iponecc momyuenus JATUT
BEJIyT B BOJHO-CIIUPTOBOM CpeZe, UTO MOCTYKUJIO OCHOBAHMEM JJIsi PACCMOTPEHHUS BIUSHUS JAHHBIX
TUIIOB PACTBOPUTENS Ha paBHOBecue Tayromepuu (PucyHok 3), ¢ 1enbio onpeaeneHuss ONTUMaIbHbIX
ycioBui mpoBeneHus npouecca noiydeHust JI'WT. Pe3ynbraTel MPOBEICHHBIX HAMH HCCIICIOBAHUI

yKa3aHsbl B pazjnene 3.1.

1.2 O0mue cBegeHNs 0 CTPOCHUH 4,5-TUTrHAPOKCHUMMIA30JIUAUH-2-THOHA

U €ro Npou3BOJAHbIX

MeTtoaoM peHTreHo U PaKIIMOHHOTO aHaJIi3a ObUIO YCTAHOBJIEHO, YTO THIPOKCUIIBHBIE TPYIIIIBI
JAI'NT B mpanc-nonoxXeHnn XapaKTepU3yITCS TOPCHOHHBIM yrioMm B 139,6°. MmupasonuanHoBoe
KONBIIO MPHUHUMAET KOH(opMmarmio KoHsepta ¢ aTomoM C(5), oTkmoHmBmmMcs Ha 0,328A ot

IUIOCKOCTH, MPOXOJSIIEH depe3 Apyrue aToMbl. ATOMBI a30Ta B MOJIEKYJE€ HE 3KBUBaJIECHTHBI, N(2)
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HaXOAWTCS BOMM3M TUIOCKOCTH KOIblLlA, TOT/Ia Kak BTOpoM arom a3zora N(4) HaxomuTcs B

NUpaMHUIAIbEHOH GOopMe U OTKIIOHEHHE OT miockocTH coctasnser 0,201A (Pucynok 4) [1].

Pucynok 4 — O0uuit Bug MOJIEKYJIbI 4,5-TUTHAPOKCUMMHIA30JIUINH-2-THOHA

HeskBUBaJIGHTHOCTh aTOMOB a30Ta, OOBACHSAETCS OCOOCHHOCTSAMHU YMAaKOBKH KPUCTAJLIOB.
I'pynmer -NH u -C=S yuacTByl0T B 00pa30BaHMM BOJOPOIHBIX CBSI3€H pPa3HOM CHIIBI C aTOMaMu
KHUCJIOpPOJIa TUIAPOKCUIIBHOM IPYIIIbl, KOTOPbIE CBSA3BIBAIOT MOJIEKYJIbl B OECKOHEUHbIE ABOWHBIE LIETIH

(PucyHok 5).

PucyHok 5 — @parmeHT ynakoBkH Kpuctaiuia 4,5-TuruIpoKCUUMHAIa30JIMIUH-2-THOHA,

WUTIOCTpHUpYIONUi 006pazoBanue Bogopoaubix cBszeit: N-H...O (a) u O-H...S (0)

N,N'-numetun AT UT wumeer tBUCT-KOH(DOpMarmio, OH-rpynna ywactByer B 00pa3oBaHHU
BOJIOPOJTHOM CBsi3U ¢ rpynmoii -C=S, Taxxe o0pasys 6eckoneunsie H-cBsa3annbie nenu [10].

B wmonexyne Ju®AI'UT (Pucynok 6) msatuwienHoe koiwiio (N1, N2/C1-C3) npunumaet
koH(popmanuo co cmemeHueM aroma C3  Ha 0,369A OT TJIOCKOCTH OCTaJbHBIX AaTOMOB
MMUAA30JUANH-2-THOHOBOTO KoJbla [11]. J[Be ruapokcuibHble IpyNIbl J€XKAaT 110 pa3Hble CTOPOHBI
KoJbIa, 4To cooTBeTcTBYeT mpanc-Ju®JTUT. Jmuusl casu C1-N1=1,357A u C1-N2=1,373A
JUIMHHEE, Y€M COOTBETCTBYIOUIME CBA3U B mpanc-4,5-IUTHAPOKCUUMUIA30IUINH-2-THOHE, CO

3HaueHueM paBHbIM 1,335 u 1,336A, coorBercTBeHHO0. OnHaKo, mHbI cBsieil C1=Si co 3HauCHUEM
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1,669A u C2—C3 pasHoe 1,526A B Ju®JITUT kopoye, 4eM COOTBETCTBYIOLIUE CBA3H B HE3AMEIIEHHOM
IOTUT, ¢ omwmHamMu cBszeit 1,684 wu  1,537A, coorBercTBeHHO. bBeH30NBHBIE — KOJbBLA
C4-C9 u C10-C15, mmockue U OpUECHTUPOBAHBI OTHOCUTEIIBHO MUMM/Ia30JIUIUH-2-THOHOBOTO KOJIbI[A
MoJl YyriaoM paBHbIM 22,63°. Mexay THOHHOHW W THUAPOKCHUIBHBIMH TPYNIAaMH PA3HBIX MOJIEKYJ
JudAT'UT obpaszyrorcs Bopopoansie cBsizu O—H: S u O—H:--O, koTopble CBS3BIBAIOT MOJEKYJIbI B

JBYMEPHYIO CETKY M IMPUBOASAT K CTAOMIIN3aLIUU CTPYKTYPBIL.

¢-Qn

Pucynok 6 — Ctpoenune mpanc-npudennn-4,5-muruapoKCUUMUIa30 T IHH-2-THOHA

Tak xak npu cunrese AI'UT nomydaercs cMech yuc-u mpanc-u30MEpOB, TO OAHOU M3 3a1ad
SABIISICTCSI MX pa3lielieHue W HICHTU(UKALUS, MOITOMY CIEIYIOIMI pa3ien IMOCBIIMEH METoAaM

uccnenoanus JAI'UT.

1.3 MeToab! ucciienoBanus 4,5-1urunipoKCUMMHUIA30IUIUH-2-THOHA U €r0 MPOU3BOIHBIX

Cnexmpockonuyeckue mMenoovl UCCIEOBaHMsI PUMEHSIOTCS I aHaIM3a U MOATBEPKACHUS
ctpyktypel JII'UT u ero mpoum3BomgubiX. [lJis 3TOTO HCHONIB3YIOT, CIEKTPOCKOMHIO HH(ppaKpacHOM
obnactu (UK), cnekrpockonuto simepHOro MarHuTHoro pe3onanca (AMP), macc-cnekrpomerpuro (MC).

HK-cnexmpockonus npuMensiercs s uaeHtupukanuu crpykrypsl II'UT u ero npon3BoIHbIX,
[0 CIEKTPaJbHBIM MOJIOCAM TMOTJIOIIEHHs, KOTOPhIE MOTYT OBITh OTHECEHBI K (DYHKIIMOHAJIBHBIM
rpynnaMm. OgHaKo M3-3a HaJUYUS HECKOJIBKMX XapaKTePUCTHYECKUX TPYI, HAXOISAUIMXCS B OJHOM
00JacTH CHEKTpa U MEePEKPHIBAIOIIUXCS MOJIOC MEXKIY COo00ii, onucaHue B TUTepaType BCTpEUaeTcs B
eauHUUHBIX ciy4dasx. Ilpu anammze JIT'MT u ero mpou3sBOAHBIX HCIOJIB3YETCS CHEKTPOCKOIUS B
cpenqnem MK-muanaszone. Ilonocel mornmomenus B oomactd  3300-3400 cM™!' cooTBETCTBYIOT

neGOpMalMOHHEIM KONeOaHNUSIM THAPOKCHIBHBIX rpymm. O6macte 3150-3250 cm! u monoca

noryomenus npu 1617 cm™!, oTHOCATCS K 1€OPMAIMOHHBIM M BAJIEHTHBIM KosieGanusM -NH-rpymme,
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cooTBeTcTBEeHHO. Ilosoca moryomenus npu 1474 cM'cooTBeTcTBYeT BajeHTHBIM KojiebanusaM -C-N-
IpyImel, a nosnoca npu 1414 cm™! otnocurcs k tmonnoi rpymmne ATAT [2].

B MHK-cnektpax mnpomsBoanbeix JAI'MT, moMuMo mepedyUCIEHHBIX II0J0C MOTJIOLICHHUS,
HaOJII0TAfOTCS TOJIOCHI ITOTJIONMICHUS, OTHOCSAIIHECS K KojiebanmsMm 3amectutencii. Tak, QudATUT
UMeeT HoJslochkl mornommeHuss B obmactu 3030 cm!, 1600-1595 cm™!, BamentHoe konebanme -C-H

! OTHOCHTCA K KOJICOAHUSIM MCTHIIBHBIX H

apomatudeckoro kombia. Ob6macte 2890-2900 cm™
METUHOBBIX I'PYII, JUIS alKUIbHBIX pou3BoAubix JAIUT [12].

OaHUM U3 OCHOBHBIX HEIOCTAaTKOB METOJA SBIJISIETCS HEBO3MOXXHOCTh aHAJIU3UPOBATH CMECHU
XMUMHUYECKH POJICTBEHHBIX M ONM3KMX 1o crpoeHuto BemiecTB. [loatomy MK-cnexrpockonus AT'UT
MAJIOIIPUTO/IHA I aHanu3a reomerpuueckux uzomepos JII'UT u ero npon3BoaHbIX.

[TepciekTHBHBIM METOJOM aHaju3a U XOpowuM aonojaHenrneM Kk UK-crekrtpockonuu sBiaseTcs
KP-cnexmpockonus. CrieKTpocKonus KOMOMHAIIMOHHOTO paccesiHUs aeT MHPOPMAIUIO O BHYTPU- U
MEXMOJIEKYIPHBIX KoNeOaHusx B MoJjekyne. MHdopmanus o BHYTPUMOIEKYJISIPHBIX KOJICOAHHSIX
MO3BOJIICT MIACHTH(PUIIMPOBATH BellecTBa. J[aHHBIE 0 MEKMOJCKYISIPHBIX KOJICOAHUSX B MOJICKYIE
OTPaXKaIOT CTPYKTYPY KPUCTALTNIECKON pemeTk u nosmmMopdHyto hopmy. B nuteparype He onrucano
npuMmeHenue KP-cnexktpockonuu misi ananuza HI'MT wm ero npousBognbix. OgHAKO METOAOM
KOMOHMHAIIMOHHOTO paccesiHusi uccienoBad npekypcop AI'MT — THoMoueBHHA, TOATOMY 3TOT METO]
MOXET OBITh MEPCHEKTUBHBIM JJisi UcciaeaoBaHus mpoiecca noinydenus JI'UT u3 TMHOMOYEBUHBI U
rIHOKcasi. MOHUTOPHUHT peaknuu ¢ ucnoib3oBanueM KP-cnexkrpockomnuu [13, 14, 15, 16], Haxoaut
HIMPOKOE TMPUMEHEHHE KaK B HAay4YHO-UCCIENOBATEIbCKUX IEJsIX, TakkKe IMpU pacuere u
KOHCTPYHUPOBAaHUU O00OPYAOBaHUS B MPOMBIIIIEHHOCTH, BCIEJACTBHE MHUHUMAIBLHOTO BO3/ICUCTBUS Ha
AHAIU3UPYEMYIO  CHCTEMY, TMOJYYEHHUE PE3yJbTara B  pPEAIBHOM  BPEMEHH, OTCYTCTBHUE
npobonoarotoBku. [1o mpuunne Toro, yTo PamaHOBCKas CIEKTPOCKOMHUSI HEUYBCTBUTEIbHA K TI0JIOCAM
MOTJIOIIEHHSI, MPOILIECC HEMOCPEACTBEHHOIO HM3MEPEHUS MOYKHO NMPOBOAWTH B PA3IMYHBIX Cpelax
(TBEPABIX, JKUIKUX, Ta3000pa3HBIX), a TAKXKe U3MEPEHHS uepe3 MpOo3padHble MaTepHalbl, HAIIPUMeED,
CTEKJIO, KBapl, IjactMaccy. Emé onqHuM nmpeuMymecTBoM ucrnonb3oBanusa KP-cnexrpockonuu st
MoHuTOopuHra peaknuu noxydeHus: JAI'UT sensercs naandepeHTHOCT, METOIa K BOJHOW cpene, B
KOTOPOM MPOTEKAET MPOLECC CUHTE3A.

Hecmotpss Ha cBOl HECOMHEHHBI NOTeHIMaN, ucnojb3oBaHue KP-cnexkrpockonuu s
KOJINYECTBEHHOI0O MOHUTOPUHIA PEaKUWHU B PEalbHOM BPEMEHU BCE €IIE JOBOJBHO OTPaHUYECHO,
BciencTBHE (IIyOopecleHIInN, HeCTaOUIbHOTO 3HAYEHUsI MOUTHOCTH Jlazepa. [IpennoxkeHsl pa3nuyHbie
MOAXO0/bl, KOTOPbIE MO3BOJISIIOT OMPEAENATh KOHLUEHTPALMIO PEareéHTOB, YYACTBYIOUIMX B PEAKIUH.
Haubonee mmpoko HCMONB3YyeMbIi METOJ — HOpPMAaJIM3alus HCCISAYEMBIX TMOJOC MO BHYTPEHHEMY
CTaHIApTy, KOTOPBIA YaCTO BBHIOMPAIOT M3 TOJOCHI PACTBOPHUTENS WM TOJOCHI BEIIECTBA, KOTOpas

OCTaeTcs IOCTOSIHHOM BO Bpemenu [15, 16].
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AMP-cnekmpockonus  SBIS€TCS OIHHUM U3 OCHOBHBIX METOIOB UACHTUDUKAIMH U
nonreepxkaeHuss cTpyktypel JII'MT u ero mpou3BOAHBIX. MeTOI TO3BOJSET HACHTU(UIIMPOBATH
reoMeTpHYEeCcKHe M30Mephbl MMHA30MuAuH-2-THOHOB. Tak, Ha cnekrpax 'H SMP JAT'UT curHamsl
MIPOTOHOB METUHOBOMW T'PYIIIBI MpaHC-U30MEPOB, CO 3HAUCHUEM 4,7 M.J., HaXoJATCs B 0oJiee CUIBbHOM
MoJie MO0 CPAaBHEHUIO C MOJOOHBIMU CUTHANIAMU yUC-U30MEPOB CO 3HaueHueM 5,0 M.J., aHaJOTHYHAs
3aKOHOMEPHOCTh HAOFOIaeTCs ISl MPOTOHOB TUAPOKCHIIBHBIX TPYII CO 3HaueHueM st mpanc-JJTUT
5,8 m.a., a mna yuc-JAT'UT 6,3 m.a. B To e Bpems MPOTOHBI aMHHO-TPYII I mpaxc-u3oMepa
CMEIIIEeHbI B 60J1ee ci1adoe Mojie OTHOCUTENIPHO aHATOTMUHBIX CUTHAJIOB JIJIS YuC-U30Mepa CO 3HaYCHUEM
8,84 M.11. u 8,66 M.JI., COOTBETCTBEHHO. Takas ke 3aBUCUMOCTh Habmoaaercs B crekrpax ~C SIMP, B
KOTOPBIX CHUTHAIIBI aTOMOB YTJIepoJa MEeTUHOBOU rpymibl U -C=S nexar B Oonee cmabom rmone ass
mpanc-uzoMepa co 3HadeHueM 87,2 m.a. u 182,0 m.x., a ana yuc-uzomepa 79,9 m.a. u 181,3 m.a,
cooTBeTCTBEHHO [10]. AHanoruyHasi 3aKOHOMEPHOCTh MPOCIEKUBAETCA U1 BceX mpor3Boaubix II'UT.

SIMP 3C amanus npumeHsicss 1 UCCIENOBAHMS MEXaHU3MA PEaKLMU MEKIy OSH3MIOM M
TUOMOYEBUHOM B I1IEJIOUYHON U KUCIJIOHN Cpellax B peskuMe oHulalH [ 17]. bbllo ycTaHOBIIEHO, UTO B KMCIIOM
cpene coorBercTByromui AI'UT sBnsercs npoMeKyTOUYHBIM IIPOIYKTOM, & OCHOBHBIMH IPOJYKTAMH
SIBJISTFOTCS COCJIMHCHHE 7a (1,3-mumernn-4,5-nudenmn- 1,3-auruapo-2 H-uMu1a3on-2-THOH),

ouuMkInueckuil npoaykrt 70 u 1,3-numermimoueBuHa (PucyHok 7).

S
(0]
3C\ JJ\ —~CHj
N
+ HSC\ )J\ /CHS
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H H
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76 7B

Pucynok 7 — Peakuus 1,3-AMMETUITHOMOYEBHUHBI C O€H3UIIOM B KHCIION cpejie

ABTOpaMH Tpeasio’keH MexaHu3M npeodOpazoBanusi JAI'M'T B cOOTBETCTBYIOIIME MPOIYKTHI
(Pucynok 8). B xucmnoii cpene mporucxoIuT MPOTOHUPOBAHUE OJHOM M3 THAPOKCHIBHBIX rpymm JJIUT,
YTO MPUBOAUT K JAETUIpaTallud, TaKXKe MPOUCXOJUT arTaka JPyrodl TUIPOKCUIBHOM TpYIIIbI

HYKJICO(UIBPHBIM areHTOM — THOMOYEBHHOW, BCE 3TO NPUBOAUT K OOPa30BAHUIO HEYCTOWYHBOTO

nukinyeckoro npoaykra 8T (Pucynok 8). PaznoxeHue nukiandeckoro mpoaykra 8I' mIpOUCXOAUT J10

coenuHeHUs 8/1 U COOTBETCTBYIOIIEH MOYEBUHBI 8B, Kak Xoporiei yxoasiei rpynmnsl. Coenunenue 871
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HEYCTOWYMBO UM TOJOOHO THUHMpaHy pacrnajaercsi ¢ oOpa3oBaHHUEM 3JIEMEHTapHOW cepbl U

1,3-numetun-4,5-nudennn-1,3-quruapo-2 H-umuaazon-2-tuoxa 8a.
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Pucynox 8 — Mexanusm npeobpazoBanus 4,5-quruapokcu- 1,3-mumernn-4,5-

I EeHMITNMHIa30JIMIUH-2-THOHA B KHCIION cpelie

Takum o6pasom, meton SMP-cnekTpockonuu sBiIsieTCd HAJEKHBIM HHCTPYMEHTOM JUIS
uneHTuukanuu reomerpuaeckux m3omepoB II'MT u ero nmpous3BOAHBIX, a TAaKXKe IS UCCIEIOBAHUS
MexaHuszma oopazoanus I UT.

Memoo macc-cnekmpomempuu THPOKo TpuMmensiercs i uaeHtuduxamuu JATUT u ero
MPOU3BOJHBIX. Macc-CIIEKTPOMETPUS BBICOKOTO Pa3pelICHUs ABJISETCA MOJIE3HBIM HHCTPYMEHTOM ISt
aHaJM3a CJIIOXHBIX MaTpPHI] 00pa3IoB, U MO3BOJISET OOHAPYKUBATh aHAIUTHI C TOYHOCTHIO ;10 0,001
a.e.M. Macc-criektpsl Il I'T 1 ero O-MeTUIbHOro MPOU3BOAHOTO PETUCTPUPOBAIIN HA BPEMSTIPOJIETHOM
cnektpomerpe Waters Micromass LCT Premier Mass Spectrometer, aHalu3 HOpOBOJMIN NPSMBIM
BBOJIOM, TO €CThb 0€3 TMpelBapUTENbHOTO pas3ieieHus. oHW3anuio aHaIuTOB OCYHIECTBIISUIN
anektpocnpeeM. [IpoOsI pacTBOpsin B cMecH anieToHuTpriL:Boaa (7:3, o0bemH.). B pe3ynbrare ananm3za
TIOJIYYHITH COOTBETCTBYIOIIME MOsIeKyIsspHbie noubl JITUT (C3H7N202S [MH]")=135.0226 a.e.m u ero
austraoBoro 3¢upa (CsHioN202S [MTH]H)=163.0529 [2].

OmHuM U3 HEJIOCTAaTKOB MeEToAa SBJISIETCS TO, YTO U3-3a (parMeHTallud aHAJIUTOB B
OOJIBIITMHCTBE CJIy4aeB yJAe€TCsl MHTEPIPETUPOBATh TOJBKO MACC-CIEKTPhl YHCTBIX BEIIECTB.
MonekyisipHble MOHBI reoMeTpudeckux uzoMepoB JAI'MT uaeHTHYHBI, TOATOMY HAHHBIA METOJ HE
NPUMEHSETCA I WX UACHTH(PHUKAIMU 0e3 MpeABapUTEIBHOTO pasleieHHUs WIA HIACHTU(DUKALUN

JIPYTHUM METOAOM.
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CrieKTpoCKONMYeCKre METOJbl aHajau3a MOAXOAAT Ul aHajdu3a UM HUIACHTU(UKAIMM YHUCTHIX
BemiecTB. OnHako B pesynbrate cunre3a JAI'UT obpasyercs cMech reOMEeTpUYECKHX HU30MEPOB, 3TO HE
TI03BOJISICT aHAJM3UPOBATH MOIYYEHHYIO CMECh 0€3 UX MPEABAPUTENBHOTO paszeneHus. M3BecTHo, 4To
OJITHUM U3 METOJIOB pa3JelICeHUs] T€OMETPHUUECKUX M30MEPOB SABISACTCS JKUAKOCTHAsE XpoMaTorpagus.
[Tostomy cnenyromass 4acTe 0030pa IOCBSIIEHA PACCMOTPEHUIO PpA3JENICHUs] T'€OMETPHUECKUX
M30MEPOB C MOMOIIBIO JKUAKOCTHON xpomarorpaduu. Tak xak B monekyne AI'MT reomerpuueckas
uzomepus 0OyCIIOBJIEHA PACMOJOKEHHUEM TUAPOKCHIIBHBIX TI'PYHI OTHOCHUTEIBHO HMHIA307IMINH-2-
THOHOBOTO KoOJblla. B 1gaHHOM 0030pe paccMOTpEHO pa3[elieHHe TI'eOMETPHUECKUX H30MEpOB
TUAPOKCUIICOACPKAIUX COCAMHEHUM, II€ B KayeCTBE MOJEIU HCIIOIb30BAIM caxapa, a TakKke

kuciopoacoaepxamnuii ananor JI'NT — 4,5-quruapokcunMmuaa3oiuiuH-2-0H.

1.4 Pa3nesieHue M aHAJIHU3 reOMeTPHYECKUX H30MEPOB

MeTOAaMHU KUAKOCTHOM XpomMaTorpaduu

Memoo monxocnounol xpomamozpaguu WUCTONMB3YyEeTCsl UIsl  pa3felieHuss M aHajau3a
FEOMETPUUECKUX M30MEPOB 10cTaTouyHO MHpoko. C nomormbto TCX MoryT ObITh pasaeneHsl yuc- u
Mpanc- N30Mepbl OPraHUYECKUX BEILIECTB, KOTOPbIE HE YAAJIOCh Pa3/IeUTh JPYTUMHU METOIaMU.

ABTOpBI OMHUCHIBAIOT Pa3/E€NEHUE CMECH, COCTOSIIeH U3 caxaposbl, JTAKTO3bl, apaOUHO3BI U
TJIFOKO3bI HA CHJMKAreNbHbIX TutacTuHkax ans TCX [18]. Jlas 9Toro miuacTHHBI MpeaBapUTEILHO
MPOMUTHIBAIIN OOPHOM KHCIIOTOM, B KAUECTBE MOABMKHOHN (Da3bl UCTIOIB30BAIM CMECh PACTBOPUTEICH
xjopodopM:MeTaHo:Boga:TuaApokcur ammonus (120:75:6:2, oobemH.). bopHas kuciora obpasyer
KOMIUIEKCHI C YIJIEBOJaMH C Pa3HbIM 3Hau€HHEM Rf, 4TO MO3BOJIAET UX Pa3/IEeNIUTh.

B pabote [19] moka3zaHa BO3MOXKHOCTb pa3AeNeHUs U UACHTU(UKAIIMA MOHO- U IUCaXapU 0B Ha
MOJIU(PHUIIMPOBAHHBIX COJIIMU JBYXBaJleHTHBIX MeTaiioB (Cu, Ni, Zn, Cd) mmactunax TCX ¢ nenbio
OTCIIC)KMBAHMSI NATOreHe3a M Iporpecca caxapHoro auadera. Monaudukanuio MNpoBOIMWIA IyTEM
MOTPY>KEHHS! TUIACTHH C CUJIMKArejaeM B pacTBOpPHI cojiell ¢ koHueHTpauuen 0,5 macc.% nHa 0,5 MuH,
nanee BeicymmBanmu npu 60 °C B TeueHue dYaca, Mepe] UCIOIb30BAHUEM IUIACTUHBI MPOMBIBAIH
AIIIOEHTOM U CHOBA CYIIMJIM IPHU TEX K€ YyCIOBUAX. B KadecTBe 3JI0€HTa HCIOJIb30BAIM CMECH
H-TIporanoix:Boja (8:4, 00beMH.) 1 u3onponanoi-sozaa (8:4, o0bemMH.).

BosmoxHoCcTh caxapoB 00pa3oBbiBaTh KomIuiekesl ¢ Cu (II), ucnonp3zoBanu uist UX pa3ieieHHs
Ha TCX mnnacTHHKaxX TPOMUTAHHBIMU 3TUMHU COJsMU. [IposiBlIeHHE TUIACTHH OCYIIECTBISUIOCH C
MIOMOIIBIO0 ONPBICKUBAHUS PACTBOPOM IEPMAHTaHATa Kajdus B TPUCYTCTBHHM THIPOKCHIA HATPHSL.

ABTOpaMHu TpOBeJIeHA ONTUMM3AIUS YCIoBUH MoaudpunmpoBanus twiactuH s TCX Ha ocHOBe
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CUJIMKAress colsiMu MeTauioB. [[ist aToro Obutn BeIOpanbl okpamienHsie coiu Cu (I, IT), Co (III), yto
MO3BOJIMJIO OTCJIEIUTh PAaBHOMEPHOCTH MOKPHITUS U 3(PPEKTUBHOCTD UX JECOPOIMH HA TTOBEPXHOCTH
cunmmkarenst [20]. Kommepueckue miaactunsl: Kieselgel 60 Fas4 (10x10 cm) mpomsBoactBa Merck
(dapmmraar, I'epManusi), mpeaBapUTEIbHO MPOMBIBAIM METaHOJIOM. MoAU(HUKAIMIO MPOBOIUIN B
CTEKJIIHHOM COCY/JI€ ITyTeM IMOTPYXKEHHUs IJIACTUH B PACTBOP COJIEH C pa3IMYHBIMU KOHIICHTPALUIMU.
[lociie HaHECEHUs CONMM TUIACTUHBI IIOIPY>KaJIM HA HECKOJIBKO CEKYHJ B JUCTWUIMPOBAHHYIO BOY JUIS
yaajienusi n30bITKa cond, 3ateM cymuiau npu 110 °C B Tedyenne 1 yaca u smroupoBam 1M constHOM
kucioToi. KomnuecTBo ajcopoupoBaHHOro MeTajuia onpeaessuim Mmerogom ADC.

U3BecTHO, 4T0 KaTMoHBI MeTamnoB (Ba!, Ca?*, A", Mg?") MoryT ObITh pactpe/iesieHbl B 00beMe
cuiuKarenss B (OpMe H30JIMPOBAHHBIX KATHOHOB M HE BIMATH Ha CBOMCTBA IOBEPXHOCTHBIX
CHJIAHOJIBHBIX TPYMIl CHJIMKAreiass U xpomartorpaduueckue nmapameTpsl miacTuHbl. [Ipu yBennueHun
KOJIMYECTBA KAaTHOHOB MOTYT (DOPMHUPOBATHCA MPUIIOBEPXHOCTHBIE IEHTPHI (KATHOHBI METAIIOB),
KOTOpbIE BJIMSIOT Ha YBEJIMUYEHHE KHCIOTHOCTU COCEAHMUX CHJIAHOJBHBIX IPYMIl (KUCIOTHBIE LEHTPHI
JIptouca). Takke, KATUOHBI METAJUIOB HA TIOBEPXHOCTH CUJIMKArEJIsl MOT'YT MEHATh XapaKTep aKTUBHBIX
LIEHTPOB Ha TOBEPXHOCTH CHJIMKAress BCJIEICTBUE HaIMuusi CBOOOJHBIX oOpOuTaieil, CroCcOOHBIX
CO3/1aBaTh MEKMOJICKYJISIPHbIE CBSI3W C MOJIEKyJIaMUd pPACTBOPHUTENS U aHAIUTaMH BO BpeMs
xpomarorpadupoBanus [21]. [locneanss rpynmna JIETKO MOJIy4aeTcsl BBEACHUEM MOAM(UKATOPOB Ha
MOBEPXHOCTh CHJIMKATreJsl IPEMMYLIECTBEHHO 32 CUET HOHOOOMEHHOT0 XapaKTepa CUJIAaHOJIbHBIX TPYIII
C KaTMOHAMU MeTayuIoB. {11 OYMCTKU MOBEPXHOCTH XpoMaTorpauuecKux IMJIACTHH OT BBEAECHHBIX
KaTHOHOB METAJIJIOB UCTOJIb3YIOT SKCTPAKIIUIO KUCIOTOM MK pactBopamu D TA.

B pabote [22] omucan crioco6 TCX pa3aeneHus SHaHTHOMEPOB aTE€HOJIOJAa M MPOIPAHOIIONA
(bnokmpyrommpe areHThl) W campOyTamona (OpOHXO- ¥ Ba3OAWIATATOPBI) C HCIOJI30BAHUEM
KOMMEPUECKUX IUIaCTUH MpeIBapUTebHO 00padoTaHHbIX koMIiekcamu Meau (11) ¢ amuHokucnoramu
(mponuHOM, (heHHMIIATAaHUHOM, TUCTUIUHOM, N,N-mumerun-1-denmnananuaom u l-tpunrodanom) B
HOpMaJIbHO-(a30BOM pexxume. Mcmonb3oBanu 3 pa3HbIX M0x0a: 1) KOMITJIEKC MeIi C aMUHOKUCIIOTOM
TO0ABISIOT B IOJBMKHYIO (ha3y B KAUeCTBE XUPATBLHOU 100aBKH; 2) 00paboTka KOMMEPYECKHX IIACTHH
BOCXOJSIIIIUM CIIOCOOOM PacTBOPOM KOMIUIEKCAa MEAM C aMUHOKHCIOTOM; 3) oOpaOoTka IIacTUH
BOCXO/SIIIMM METOJOM pPacTBOpaMHU aMHUHOKHCIOT W J00aBKa B MOJBIKHYIO (pa3y amerara Meaw.
[IposiBieHne TIaCTHH OCYIIECTBISUTN B HoaqHOM Kamepe. [Ipenen oOHapysxenus coctasiuset 0,18 r s
KaXI0ro sHaHTHOMepa. JlaHHBI NOAXOA TMO3BOJIMI Pa3/€IUTh BCE SHAHTHOMEPHI C BBICOKUM
pa3pelieHrueM.

[Ipexypcop HAI'MT — TmOMOYEeBHMHA, H3-32 BBICOKOIO JUIIOJIBHOIO MOMEHTA IIHUPOKO
UCTIONIb3YEeTCsl B KauecTBE JIMTaHAa B KOMIUICKCHBIX COCIUHEHHUSAX C PA3IUYHBIMU MeTaulaMu. B

JIATCPATYPEC OIMMUCAHBI KOMIIJICKCHI PAa3HOI'0 COCTaBa U CTPOCHUA THUOMOUYCBUHBI C MAarHucM, KaaMUEM,
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KamueM, KajiblleM, Melblo, xene3om [23, 24, 25, 26, 27, 28, 29, 30, 31]. [Ipumep obOpazoBanus

KOMILJIEKCa MPEJCTaBIEH Ha pUCYHKE 9.

2+

NH, S NH,

CaCl,+2S——=¢C L \\ ¥ H / Cly

NH, H,N S

PI/ICYHOK 9 — Cxema O6p330BaHI/I}I KOMIIJICKCA THOMOYCBHUHBI C KaJIbIIUEM

B nurtepatype [32] omucanst komiuiekcesl AT YT u ero npousBoaubix ¢ measto (1) u cepedpom.
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Pucynoxk 10 — Kommiekcsl 4,5-1UruIpoKCUIMHIa30JUINH-2-THOHA C MEBIO (a),

cepedbpom (0)

Takum obpazom meronx TCX ¢ mMomudukanuei MIacTHH COJISIMH METAJUIOB MOXXHO CUYHUTATh
MEPCIIEKTUBHBIM JJIs OTIPEIeNICHUS U pa3nesieHuss TuomodeBUHbL, Il T 1 ux npon3BOIHBIX.

Memoo BIKX ucnonb3yroT JIs pa3leieHuss TeOMETPUUYECKUX H30MepoB, Tak aHamu3 JII'U,
ocyIecTBsIM Ha Koslonke Aminex HPX-87H 300x7,8 mm npu Temneparype 30 °C, naBiaenuu 1 aTm.,
ckopoctH motoka 0,5 mi/mMuH, o0bema urkeknuu 100 M u moaBmxkHON ¢aser 0,03 M docdopHoi
kucaotel (uncroTa g BOXKX). B kauectse npumeceii B JII' M npucyTCTBYIOT INIMKOIYPHII 1 MOYEBHHA
[33].

Hekotopblie yrieBoabl, Takue Kak puOo3a, apabuHo3a M puOysno3za oONagaroT yHMKaTIbHOU
CIOCOOHOCTBIO 00pa30BBIBATh KOMIUIEKCHI ¢ OOpHOW KMCIIOTOHM, YTO MCHOJB3YETCS ISl aHAIM3a MX

cMecu ¢ mpumeHeHneM BOXKX B pexxuMe HOHHO-IKCKITIO3HOHHOU XpoMaTtorpaduu [34].
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Pa3znenenue yriaeBo10B MpOBOIAT C UCIIOJIb30BaHHEM HOHOOOMEHHOM xpomaTorpaduu. Caxapa,
Kak cia0ble AIIEKTPOIUTHI, c1ab0 B3aUMOJICHCTBYIOT C aHHOHOOOMEHHBIMHU CMOJIaMU B BOJHOU cpejie.
st yirydimneHus yACpKUBaHUS caxapoB Ha HMOHOOOMEHHBIX CMOJIAX IPOBOJAT MX MOTUDUKAIIUIO
O6opHoit kuciorou [35]. g KaTHOHOOOMEHHBIX CMOJI MEXaHHM3M YJIEP)KHUBAHUS YTIECBOJAOB BKIIOYAET
CMECh pa3IMYHBIX 3((HEKTOB: TUTAHTHBIM OOMEH, MEXaHU3M IKCKIIFO3UH, KOMILJIEKCOOOpa30BaHue, NOH-
JUTIOJIbHBIE B3aUMOJICMCTBUS M BOJOPOAHBIN cBsizu [36]. ABTopwl [37] uccienoBaiud BIUSHUE
KaTHOHOOOMEHHBIX cMon ¢ uoHamm Ca’’, Na® u K' Ha MexaHusM yjaepKuMBaHHS Caxapos.
Karnonooomennas cmoia ¢ K', umena Gosiee CHIIbHOE TIOMIIOIEHUE CaXapoB, YEM CMOJIA, HACHILIEHHAS
Na'. K Gosblile OAXOAUT [/ OT/AEIEHHs III0KO3bI OT OJIMIOcaxapuaos, Toraa kak Ca’' myume ans
OTAeNeHUsT (PYKTO3bl OT OJIMTOCAXapuIOB. YCTAHOBIIEHO, YTO JIMTAHTHOOOMEHHBI MEXaHU3M
xpomaTorpadupoBanusi mnpeodiagaeT B IIENOYHBIX cpenax. Cuina B3auMOJEWCTBUS aHAJIUTA C
HENOJBIKHOW (a3oi 3aBUCHUT OT pa3Mepa KaTHOHA, a Takke OT (OpMbI M THOKOCTH
KOoMILIeKcooOpa3yromieil mosiekysl [38, 39, 40].

Paznenenne mpousBoansix JAI'MT mpoBomunu merogom BOXKX Ha xupalbHOW KOJIOHKE
CHIRALCEL IA. B kadecTBe 510€HTa HCHOJB30BaIM H-rekcaH:mpomnanon-2 (80:20, o6bemMH.), co
cKopocThio motoka 0,6 mur/MuH. JleTekTupoBaHWE POBOIMIH IIPH JUTMHE BOJIHBI 254 HM. B BEIOpaHHBIX
YCIOBHSIX BpeMsl ynepkuBaHusa coequHeHus 11a cocrtaBnser 9,1 MUH U €ro ONTUYECKOrO0 U30MEpa —
8,87 MuH. B Tex ke ycinoBHSX BpeMsl ylep)kuBaHusA coequHeHus 110 ¢ BpeMeHeM yaepKUBaHUS
10,48 muH, a na ero crepeouszomepa 17,00 mun; mia coenudenus 11B Bpems yaepxuBanus 8,37 MUH,

a 1 ontudeckoro nzomepa — 38, 34 mun (Pucynok 11) [41].
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Pucynok 11 — Pa3nenenue npousBOgHbIX 4,5-AUTHAPOKCUUMHIA30UINH-2-THOHA

meTonoM BOXKXX

Jlnist perienust 3a1a4u 1Mo WACHTU(DUKAIIMHA TOOOYHBIX MTPOAYKTOB, 00Pa3yIOUINXCS B Pe3yJIbTaTe
cunateza JII'UT HeoOXoammo MpoaymaTh aHAIM3 HE TOJBKO MPOIYKTOB PEAKIMH, HO W PEarcHTOB,
MO3TOMY CIIEAYIOIUNA pa3/ieN TMOCBSIIEH KOJIWYECTBEHHBIM METOJAM aHalh3a THOMOYEBHHBI Kak

ucxoaHoro pearenrta B cunrese JI'NUT.
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1.5 MeToabl KOJIUYECTBEHHOI0 AaHAJIN3a THOMOYE€BHHbBI

B nurepatype mpencTaBiI€HO JIMIIbL HECKOJBKO METOJOB KOJMYECTBEHHOIO aHaiu3a
TUOMOYEBUHBIL. B 4aCTHOCTH, TUTpUMETPHUUECKUE, CIIEKTPOCKOMMYECKUE, CIIEKTPOPOTOMETPUUECKHE,
NEKTPOXUMUYECKHE U XpOMATOrpauuecKue METOIBL.

Tumpumempuueckue  mMemoOvl  OnpeoeireHus  muomouesunvl.  lloTEHIIMOMETpUYECKOE
TUTPOBAaHUE THUOMOYEBUHBI HOJATOM B KHCIOM cpele TO3BOJSET ONpeAesiTh COJAEpKaHUe
THOMOYEeBUHBI B pacTBope 10 1%. [Toaxucnenue tTnomoueunsl (CS(NH2)2) npuBoaut k 06pa3oBaHuIO
nporonuposanHoii  ¢opmel THOMoueBuHB (HCS(NH2)?'), koTopas pearupyer c HomatoM c
06pa3oBaHueM IPOTOHUPoBaHHOTrO hopMamuaunmucyabduna ([CS(NH2)2]2*"). IIpucyTcTBre HOHOB —
OKHCIIUTENICH, TaKuX KaK WOHBI MEOM WM JKelle3a, MOTYT OKHCISATh THOMOYEBHHY JO
bopmavumuaaucynsduaa (FDS?'), cHIKas BHINETAUYMBAIOIIYIO CIHOCOOHOCTH pacTBopa. Toraa B
pacTBOp Iepe TUTPOBAaHHEM J00aBIAIOT LIMHKOBYIO IIbLIb, OHA cHMkaeT FDS?' 3a cueT perenepauuu
THOMOYEBUHBI [42].

Cnekmpockonuueckue  Memoovl  onpeoeieHusi  MuoMOoYesunsbl.  ABTOPbl  MpPeUIararoT
KOHIICHTPAIIMI0O THOMOYEBHMHBI B BOJIHBIX pacTBopax ompeaensith merogoM KP-crmekrpockomnuu mo
nonoce 735 cm!, cootBercTBYIOMIEH -C=S IpymIe, ¢ KCOMb30BaAHUEM MOJIOCH KAPOOKCUILHOM MPyIITBI
npu 880 cM' B KauecTBe BHYTpEHHEro cTaHaapTa. MeToJ MO3BOJAET ONpeleNsTh THOMOYECBHHY B
BOJIHBIX pacTBOpax B JAMarna3oHe OMpeesseMbIX KoHleHTpauuit ot 5-20 r/x [43].

ABTOpaMH  TPEIJIOKEH  METOA  ONpEeNeNIeHHWs  THOMOYEBHHBI C  NPUMEHEHHEM
HK-cnekTpockonuu ¢ npeoOpasoBanueM Pypre, 3aKII0YAOIUICST B OKUCIEHUH THOMOUYEBUHBI HOJJOM
u peructpauuu crekrpoB noryomeHus CO:2 [44]. B crexknsHHBIA cocya, colepkauii 5 wmi
tuomoueBuHsbl 1 0,2 M1 1M pacTBopa ruapokapOoHara HaTpusi, BBoAAT 4 mu 1,4 macc.% pactBopa iloaa.
Brigenusiimiics B atux yciaoBusx CO2 TOTOKOM a30Ta MOMeUaid B HHPPAKPACHYIO Fa30BYIO SYEHKY.
UYepesz 200 ¢ mocne BBeAECHUS pacTBOpa Hoja HempepbslBHO peructpupoBain MK-crekTpsl B ra3oBoif
dase Bo Bpemenu, B uHTEpBane oT 2500 10 2200 cM™!, KOTOphIe BKIIOUAIOT Honocy nornomenus CO2
npu 2350 cm’'. MeTosx mO3BONSAET OMpeneNaTh THOMOYEBHMHY C TMpeaenoM oOHapyxkeHus 10 Mm.i.,
otHocutensHoe CKO amsi Tpex He3aBHUCHMBIX aHAJM30B PAacTBOpa THOMOYEBHHBI C KOHIEHTpaluen
500 m.x cocrasiser 1,1%.

ABTOpHBI [45] IpeMIOKIWIN METO]] aHAIN3a THOMOUYEBHHBI B MOJKUCIEHHOM CEPHOU KHUCIOTOM
BOJHOM pacTBOpPE B MPHUCYTCTBUM TUOKCHIA cepbl. MeTon OoCHOBaH Ha yacTUyHOM oOpabotke MK-
CreKTpoB B auanazone 1350-1450 cM' METOIOM HaWMEHBIINX KBaJpaToB JaHHBIX. MeTon
MPUMEHSICTCS ISl ONIPeIeTICHHsI KOHIIEHTPAIlMU THOMOUYEBUHBI TIPH BBIMIEIAYUBAHUN 30JI0Ta U3 Py B

MPUCYTCTBUH BLICOKOT'O COACPIKaHNA TUOKCHIA CCPELI.
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Xpomamoepaguueckue memoowi onpedeneHus muomoyesunsvl. HepoctaTouHas NeTydecTb H
CTaOUIBPHOCTh THOMOYEBHHBI HE IO3BOJSIET aHAIM3UPOBAThH HAa MPSMYI0 C IOMOIIBIO Ta30BOMU
xpomarorpaduu, masg 3toro ucnoib3yloT BDXX. TuomodeBuHy B auarna3oHe OINpeAessieMbIX
koHIeHTparmii 100-5000 mapa ', aanmsupyioT ¢ ncnonbzosanueM BIXKX ¢ mocnemyromei macc-
crieKTpoMeTpueil. Paznenenre THOMOYEBUHBI OT MpUMecei MpoBoAsAT Ha Xxpomatorpade PerkinElmer
Series 200 HPLC Systems na xomonke Lichrospher 100-CN 4,6 mm, mmaoi 250 mm (E. Merck,
Hapmmranr, ['epmanus), ¢ Y®-gerexkropom Elmer LC-295, npu anune Bomubl 254 HM. B kadecTBe
MOJABMKHOM (ha3bl MCIOJIB30BAIM cMech MeraHona ¢ Boaod (70:30, oOBEMH.), CKOPOCTh ITOTOKA
1 Ma/muH. Macc CeKTpbl perucTpupoBaIl Ha TPOWHOM KBaJpyHoJbHOM Macc-crektpomerpe Perkin
Elmer Sciex API III (Sciex Co., Topaxumi, Ontapuo, Kanana), ocHalleHHOM UCTOYHHUKOM HOHU3AINN
anektpocnpeeM (Sciex API) [46]. 'paxynpoBounas 3aBucuMocTh: (y =—1027,264526 +186,363907-X)
UMeeT JIMHEHHBIH BUJ B 00JIACTU ONpeeNsseMbIX KOHIEHTpauui ¢ KOI(PPHUIMEHTOM KOppessiuuu
R =0,99992, nokasaTenab TOUHOCTH METOAUKH 0K0JIO 10%.

Onekmpoxumuyeckue Mmemoobl OnpeoeneHus muomodesunsvl. BolbTaMIepoMeTpuyecKoe
ompeieJieHue THUOMOYEBUHBI BKIIOYAET OJWH WM JIBa TpOIecca 3JIEKTPOOKUCICHHUS Ha TBEPIBIX
3JIEKTPOAX B BOJHOM Cpejie B 3aBUCUMOCTH OT YCJIOBUH OKHCJICHHMSI, TAKMX KaK MaTepuall 3JeKTpoa,
pH pacTtBOpa u npunokeHHbIi noteHuan [47]. AxcopOuus 1 OKUCICHHE THOMOYEBHHBI HA PAa3TUYHBIX
AJIEKTPOJIaX MPOBOJAT B KUCIION Cpelie, TaK KaK B HIEJIOYHBIX Cpe/lax Ha 3JIEKTpoAax U3 OJaropoaHbIX
METaJUIOB aJcoOpOIMs W OKHUCIEHHE OOJBITMHCTBA COCIMHEHHH CEpbl OTPAHMYCHO H3-3a IMOTEPHU
AMEKTPOJAHON aKTUBHOCTHU, BBI3BAHHOW HAKOIUIEHHEM a/coOpOaTOB Cepbl M MOBEPXHOCTHBIX OKCHIOB
[48]. Tem He MeHEe TUTATUHOBBIN SIEKTPO, MOAU(DUIIMPOBAHHBIN OKCHUIOM ATFOMHUHHSI, UCTIOTB30BAJICS
JUTSL OTIPEIEIIEHUS] THOMOUYEBUHBI B pealibHBIX 00pa3iiax B AMana3oHe KoHueHTpauii 1,9-228 mr/n [49].
[ToxazaHa BO3MOKHOCTh MCTIOJIb30BaHUs rpadUTHPOBAHHBIX JIEKTPOJOB B JHAMa30HE OMPEACTIIeMbIX
KOHIIeHTpanuid TuoModeBuHbl 1,0-30,0 Mr/m B pacTBopax 3JIEKTPOJIUTOB MeEJEIIaBUILHOTO
npousBoAcTBa [50].

Meroaom anoonou eonvmamnepomempuu [51] uccaegoBaHO OKHUCICHHE THOMOYEBHHBI HA
9JIEKTPOJIaX, JIETUPOBAHHBIX OOpOM, aliMa3oM B KHCJIOHW, HEUTpadbHONW M IIEJIOYHOM Cpeaax.
DKCrepuMEHTANIbHBIE PE3yNbTaThl MOKa3ali, YTO OKUCICHHE THOMOYEBUHBI IPOXOJIUT B JIBE CTA/UU.
Ha nepBoii ctaguu — MeIJICHHBIH TEPEHOC YJIEKTPOHA C 00pa30BaHUEM COOTBETCTBYIOIIETO CBOOOTHOTO

paaMKana u ero IMMepHu3aluy, a Ha BTOpoi ctaguu — okucienue (Pucynok 12).
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PI/ICYHOK 12 — Cxema pCaKknru OKUCIICHUA THOMOYCBHUHBI

Ha ocHoBaHMM aHOAHOTO MUK /7S IEPBOI CTAIMK OKUCIEHUSI B KUCIION cpejie ObUT IPeIokKeH
BOJIbTAMIIEPOMETPUUYECKH METOJ] OIpEeaeNieHus THOMOYeBHHBI B amana3zoHe 0,31-76,1 mr/m.
OtHocurensHoe CKO Mexay onpeznensieMoil KOHIIEHTpalMen 1 3a10KEHHON 0K0J10 2%.

AMIIEpOMETPUUECKUE ONPEICICHNUs THUOMOYEBUHBI OBUIM TAaKXKE YCIIEHIIHO IPOBENEHBI Ha
IUTATUHOBBIX U 30JIOTHIX 3JIEKTPOJIAaX, a TAK)KE HAa MEIHBIX DJIEKTPOJaX, TAKUX KaK OKCHIHO-MEIHBIN
anekTpoa [52]. HampoTuB, pTyTHBIE 5JEKTPOJbI MO3BOJMIM HCIONb30BaTh AUDPEepeHInanbHYyIO
UMITYJIbCHYIO noJisiporpaduio [53] u aacopOLMOHHYIO BOJbTaMIEpOMETpHIo [54] s onpeneneHus
CJIEZIOBBIX KOJMYECTB THOMOYEBHHBI B MOYE€ C IpenenaMu OOHapyxkeHus | Mkr/m m 2,5 Hr/m,
COOTBETCTBEHHO.

CnocoOHOCTh THOMOYEBHHBI U €€ MPOU3BOJHBIX 00pa30BbIBATH HEPACTBOPUMbBIE KOMILIEKCHI C
PTYTBIO TIO3BOJISIET HCIIOJIB30BATh KATOJHYK) HMHBEPCHOHHYIO BOJBTAMIIEPOMETPUIO HA PTYTHOM
KareJIbHOM JIEKTPOJIC IS UX ONPEIEIICHHS C TIpeieioM oOHapykerust 10 1 ’Hr/mi [55].

CrextpooTOMETpUYECKUH  CIOCOO0  OTMPENETICHUsT CJIEAOBBIX KOJIMYECTB THOMOYECBUHBI
(0,01-12,00 mr-a!) ocHOBaH Ha ee KaTaJMTHYECKOM JEHCTBMU Ha OKHCIEHHE SHYCOBOTO 3€JIEHOTO
HOaTOM Kajausl B COJSIHOKHMCIOW cpene. Peakunio KOHTpOJIMPOBANM, HW3MEpsAs YMEHBIICHHE
norsiouleHust kpacutens npu 610 HM uepe3 25 mMuH. MeTon 4YyBCTBUTENBHBIN, CENEKTUBHBIN U
IPUMEHSETCS U1 ONPEIeNICHNs] THOMOYEBHHBI BO (DPYKTOBBIX COKaxX M alleIbCUHOBOM 1enpe [56].

ABTOpBI  MPEMJIOKUIN  CIIEKTPOPOTOMETPUUECKHIT METOJl  OINpeAeNeHUs] THOMOYEBUHBI
OCHOBaHHBIM Ha HMHTHUOUPYIOIIEM BIMSHUM THOMOYEBHHBI Ha PEAKIMIO MEXAY METaKpe30JOBBIM
OypOypHbBIM W OpoMaToM Kalus, KaTalu3upyeMyl HOHaMu Opoma B CEpHOKHUCIOW cpexe [57].
TuomoueBuHy MOXHO ompenenuth B npenenax 0,100—13,0 mxr/mn. Tlpenen ooHapyxenus (30) ais
tuomoueBUHBI 0,0310 mkr/mia. OTHOCHUTENIBHBIE CTAHIAPTHBIC OTKJIOHEHHUS ISl IIECTH MOBTOPHBIX

onpexaenenuit 0,500, 5,00 u 12,0 Mmxr/mn TuomoueBuHbI coctaBuiu 4,0%, 1,8% u 1,2% cooTBETCTBEHHO.
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[IpennoxxeHHBIH METON TaKKe MPUMEHsUICA MJig OmpeielieHuss THOMOYEBHHBI B 00pasmax
aneJbCUHOBOI'O COKAa U alelIbCHHOBOW KOXKYpBI ¢ U3BIeUeHneM B auanas3one 98,0—-101,0%.

[IpemnoxkeH 4YyBCTBUTENBHBIM KOJOPUMETPUYECKHMI CEHCOP Ha OCHOBE Aa30KPacUTENs
3pHOXpOMa YEpPHOro JUIsl OOHApYXEHHUS M ONpENEeleHHs] THOMOYEBHHBI. XE€MOCEHCOp MOKa3bIBaeT
OTUYETIIMBOE U3MEHEHHUE [IBETA OT CUHETO 10 PO30BOI0 IIPH B3aUMOJAECUCTBUHY C TAOMOYEBUHOM B BOJIHON
cpene. JIuneilHwli  Auama3soH W mOpenesn  OOHAapyXEHHsl  COCTaBSUIM  COOTBETCTBEHHO
0,15-18,5 mxmons/n u 0,02 mrmons/n. Kpome Toro, orHocurenbHoe CKO Ha OCHOBE AeciITH
MOBTOPCHUM, PACCUMTAHHOE IS JIBYX PA3IMYHBIX KOHIIEHTpaIuii THOMOYEBUHBI 4,4 1 9,0 MKMOJIB/TI,
coctaBuio 2,3% u 1,8% coorBercTBeHHO [58].

[louTn Bce NepeYMCICHHBIC BBHINIE METOJBI O0JAJAIOT BBICOKOH YYBCTBUTEIBHOCTBIO U
CEJICKTUBHOCTHIO, OJTHAKO M3-3a CJI0KHOW MATPHIIBI B CHHTE3E 4,5-TUTHAPOKCUUMHIa30JIMIUH-2-THOHA
OHM HE MOAXOMAT JAJISl OIpe/ieJeHUs] THOMOYEBHHBI B PEAKLUU C TJIMOKCAIEeM, OSTOMY pa3paboTka
METOJMK OIpPEIEICHUs] THOMOUYEBUHBI B peakiuu nouyyenus JI'UT saBnserca akryansHoi. Takxke u3
JUTEpATypHOro 0030pa BHUAHO, YTO aHAIM3 UMAAa3onuauH-2-THOHOB, JIIMT m ero mpom3BOAHBIX
MPEACTABICH €IWHUYHBIMH TPUMEpPAMHU W OTPaHUYHMBAETCS TOJbKO uaeHTH(uKanuend. Tak kak
MMUJIA30JIUANH-2-THOHBl TIPUMEHSIOTCSI B CHUHTE3€ CYNPAMOJEKYJISPHBIX CTPYKTYp W pasjinuue B
reomerpun uszomepos JAI'MT ompenenser Xox HMX JalbHEHIIMX IPEBpALICHUN U YIAKOBKY B
HAJIMOJIEKYJIIPHBIX COSTUHEHUAX, He00X0auMo 3HaTh yucToTy Ucxoaubix JI'UT u coxepkanue B HeM
reOMEeTPUUYECKUX U30MEPOB. B CBs3MU ¢ BbIlIecKka3aHHBIM, BaKHO pa3padoTaTh METOIUKH OIpeIeIeHH
u uaeHtudukamuu reomerpudyeckux uzomepo JI'UMT B cmecu, a Takke OnpenenuTh MOOOYHBIE
IIPOJYKTHI B IIPOLIECCE €TI0 MOTYYEHUS.

Kpome Toro, TmomoueBHHa CKJIOHHa K Tayromepuszauuu. s MUHUMHU3ALUU OOpa30BaHMS
noOouHbIX NpoAykToB mpu cuHtese [I'MUT, BaxHBIM yclOBHEM SBISIETCS BeJEHUE Ipolecca ¢
npeobsiajaHieM THOHHOM (hOpMBI THOMOYEBUHBI, IOATOMY aKTyallbHa 33/1a4a UCCIeI0BAaHUS BIUSHUS

ycnosuit cunre3a A1’ T Ha THOH-THOIIBHYIO TayTOMEPHIO.
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I'nasa 2. O01mas XapakTepucTuKa 00beKTOB U METOA0B HCCJIeJ0BAHUSA

2.1 O6opynoBanue

B paGote 06110 HCIIOIB30BAHO CIENYOIIEe 000PYAOBAHHE:

— Cnexkropodoromerp Shimadzu UV-1800 (Shimadzu, Snonus);

— SAIMP-cnextpometp Bruker AVANCE 400 III HD (Brucker BioSpin GmbH, ['epmanus);

— Buneongencuromerp «Sorbfil-nencutomerp» (r. Kpacnomap, Poccus);

— KP-cnexrpomerp iHRSP320 (Horiba Scientific, SInoHus) ¢ norpy>XHbIM 30HIOM U JJIMHON
BOJIHBI U3JIy4eHUs 785 HM;

— Muxpommnpun Hamilton (10 mki), CIIA;

— JIabopatopusiii pH-meTp/nonomep (Mrtan, Poccus);

— Xpomatorpapuueckue miaactuHku Sorbfil IITCX-AD-B-YO (5-8 mkm, 10x10 cwm)
(r. Kpacuonap);

— Xpomatorpadsi: Agilent 1200 ¢ repmocratom (G1316A), yeTbipexKkaHaabHBIM I'PAJUEHTHBIM
HacocoMm (GI311A) u nmuomHo-marpuuHbiM getektopoM (G1315D); Dionex Ultimate 3000 c
aBTOMATHYECKUM NPOOOOTOOPHUKOM CO BCTPOCHHBIM TEPMOCTATUPYEMbIM OTACICHHEM KOJIOHKHU
(ACC-3000), getpipexkananbHbiM HacocoM (DGP 3600RS) u getexTopoM nepeMeHHON JITMHBI BOJIHBI
(VWD 3400);

— Komnonku: PerfectSil Target ODS-3 HD 250x4,6 MM, ¢ pa3MepoM YacTHUIl 5 MKM
(MZ-Analysentechnik, Mainz, I'epmanus); Zorbax Eclipse Plus C8 4,6%250 MM, ¢ pa3mepoM 4acTuil
5 mxm (Agilent Technologies, CIIIA;, Luna 5u PFP(2) 100 A, 150x4,6 MM, ¢ pa3MepoM 9acTHIl 5 MKM
(Phenomenex, CIIA); Zorbax RX-SIL Analytical 4,6x150 MM, ¢ pa3mMepoM 4YacTHI] 5 MKM,
(Agilent Technologies, CIIIA);Luna HILIC 200 A 4,6x150 MM, 5 mxm (Phenomenex, CIIIA);

— Becsr HeaBToMaTHueckoro aeiicteust GR-200 (57514-14);

— Muxkposecsr Sartorius CUBIS MSE 3,6P-000-DM.

2.2 PeareHTnl

Bce ucnonb3yemMbie B paboTe peareHThl aHATUTHYECKON YHCTOTEHI.
Peazcenmul ons BOKX, TCX, Y®-cnekmpockonuu. Boaa, ouniieHnHas cucremoit Milli-Q (Merck
Millipore, CIHA). PeaktuBbl: metanon (99,9%), srtanon (99,9%), mnpomanon-1, mnpomanon-2,

tuoMoueBuHa (99+ %), rnuokcans 40%-b1ii BOgHBIN pacTBOp, Mpou3BoacTBa Acros Organics (CLLA).
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1,3-numeruntuomoueBuHa 99,9% (Aldrich), rekcan u.n.a. (Bekron, Poccus), cynbdar mean 4.m.a.
(Poccus), trans-DHIT Acros Organics (99+ %).

Auneronutpun 95,0% mns YO, UK, BOXX (bapcenona, Ucnanus); Kanpuuit anerar rugpar
y.n.a. (Poccus), consnas kucnora 35% (OKOC-1, Poccus).

Pacmeopumenu ona AMP: JIMCO-ds ¢ 99,8 arom. % D, D20 c¢ 99,8 arom. % D.
(Conbaekc, Poccus).

IInacmunsr onsa TCX: Sorbfil ITCX-A-B-Y® (d = 5-8 MkM, ainroMUHHEBas! MOAJI0KKA)

Cunres mpanc-JATAT

Cycnensuto TuomoueBuHsl (0,16 mons) B riuokcane (0,17 MoJb) nepemMeninBaiy B TeUeHUE 2 9
npu 35°C. TBepablit MPOAYKT O€KEBOTO I[BETA OT(HUIBTPOBBIBAIIN, IPOMBIBAIN OOJIBIINM KOJTHYECTBOM
JUCTUIMPOBAHHOW BOJIbI U CYIIMJIM B BAKYYMHOM CYIIWIbHOM HiKady. MnenTudukanuo npoBoanan
o AMP. [Tonyvanu unuctsiii mpauc-JAITUT.

SAMP 13C, 6, m.1:182,11 (C=S); 87,22 (CH). 1H, 6, m.x: 8,84 (c., NH); 4,71 (n., 2H, CH); 6,26
(z., 2H, OH).

Cunres cmecu yuc-u mpanc-JATNUT

1,1 wmomp THOMOUeBMHBI pacTBOopsiii B | Moab 40%-ro pacTBOpa INIMOKCAJ,
npensaputenbHo 10%-biM pacTBopoM Na2COs noseast pH pactBopa rimokcans 1o 3Hadenus 5. CMech
nepememuBany npu remneparype 50 °C B teuenue 30 MUH. 3aTeM pEaKIIMOHHYIO CMECh OXJIaKIaIN J0
KOMHAaTHOW TemIepaTyphl, 00pa3oBaBIIMNCA 0Ca0K (UIBTPOBAIIN U MOJIy4ad CMECh YucC- U MpaHc-
JAI'NT. Unentudukanuro nposoawmm mo AMP.

SIMP: 13C, 8, m.1: 181,35 (C=S); 79,95 (CH); 182,11 (C=S); 87,22 (CH).

'H, 5, m.1.: 8,84 (c., NH); 8,66 (c., NH) 4,73 (1., 2H, CH); 5,04 (1., 2H, CH); 6,26 (1., 2H, OH);
5,81 (n., 2H, OH).

Cunres cmecu yuc- u mpanc-JuMe Il UT

1,2 Momp IOUMETHITHOMOYEBHHBI pacTBOpsuii B 1 Moub 40%-ro pacTBOopa INIMOKCAS,
npensaputenbHo 10%-biM  pactBopoM Na2COs posens pH pactBopa rimokcans ao 5. Cmech
nepememBaiu nmpu temmeparype 50 °C Breduennel20 MuH, oXnaxaaan 10 KOMHATHON TEMIIEPATYPBI.
OO0pa3oBaBuIniicss ocasiok OT(GUIBTPOBBIBANM, CYIIWIM B BaKyyMHOM IIKady M TMOTY4YHIA CMECh
yuc-u mpanc-IuMell' UT.

SIMP: cmecn!*C, §, m.i.: 181,00 (C=S); 87,67 (CH); 181,54 (C=S); 87,93 (CH); 30,80 (CH3);
30,90 (CH3).

H, §, ppm: 2,98 (c, 6H, CH3); 2,95 (¢, 6H, CH3); 4,73 (n., 2H, CH); 4.96 (n, 2H, CH);
6.58 (1, 2H, OH); 6.12 (1, 2H, OH).
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2.3 MeToabl HCCIeT0BAaHHS 00LEKTOB

Hccnedosanue  muon-muonvHou — maymomepuu — MUOMOYEBUHbI  C  UCHOIb308AHUEM
Y®-cnekmpockonuu. Peructpanuio CHeKTpoB THOMOYEBUHBI B BOJHO-CIOUPTOBBIX PacTBOPAX
npoBoauau B auanazone ot 190 no 300 uM. KoHueHTpamusi THOMOYEBUHBI B PACTBOPE COCTaBJIsjIa
0,042 mr/Mi1 B BOZHO-CITUPTOBBIX PACTBOPAx ¢ 00bEMHBIM coOTHOIIEHHEeM Boja:ciiupT (60:40). Kucnyro
cpeny cosmaBai, 100aBmsis 35% pactBop comnsiHO#M KucioThl 70 pH = 2. CrieKTpbl KaXI0ro pacTBopa
PErUCTPUPOBAIIH 110 3 pasa, sl OLEHKH BOCIIPOM3BOJIMMOCTHY B KBAPLEBBIX KIOBETAX C TOIIIMHON | cM.

Uccneoosanue  ezaumooeiicmeuss  JIUT, muomouesunvi, [uMelIUT, JuMeTM c
MOOupuyuposanHou ayemamom Kaavyus niacmunou. JIas uccieoBaHUs B3aMMOJICHCTBHS alerara
kanbua ¢ pactBopamu JAI'MT, tromoueBunsl, HuMell'UT, JuMeTM peructpauuio CIEKTPOB
npoBoaniu B quanasone ot 190 no 300 um. {11 3TOro ucnosib30Baiy BOAHBIE PACTBOPHI 3TUX aHAJUTOB
U aneTara Kanblus ¢ konueHntpanuen 0,022 mr/min CoekTpsl KaKI0ro pacTBOpa PETUCTPUPOBAIIH TTO 3
pasa, sl OLICHKU BOCITPOU3BOAMMOCTH, B KBAPIEBBIX KIOBETaX C TOJIIMHOMN 1 cM.

KP-cnekxmpockonus muomouegunul. Peructpanuio CreKTpoB MPOBOAMIN C MOMOIIBIO JIMH3BL,
MCITOJIB30BAJIM BOJIHBIN U BOJHO-CIIMPTOBBIE PACTBOPHI THOMOUYEBHMHBI C KOHLIEHTPAIUE! THOMOYEBUHBI
1 monb/n, U coxepxanuem cnupta B pactBope 40 00.%. Momuocts nazepa: 1800 MA, Bpems
HAKOIUIEHUs CHEKTpa: 5 ¢, yCpeHEHHE CIIeKTpa: 3 CIeKTpa.

Memoouxa onpedenenus muomouedunvl 6 peakyuu oopazosanus JIUT ¢ ucnonvzosanuem
KP-cnexmpockonuu in  situ. DKCIEPUMEHT in Sifu TPOBOJUIM C UCIIOIb30BaHUEM 30HJA,
MPEJICTABIISIFOIIET0 CO00N METANTMYECKYI0 TPYyOKY € JIMH30M M3 CHHTETUYECKOTO camdupa, KOTOPBINA
NOTPY’KaJId B BOJHBIN pacTBOP THOMOYEBHHBI ¢ KOHIIEHTpanuel 1 Monb/n. PacTBop TepMocTaTupoBaiu
npu temmnepatype 35 °C, ganee no0aBisuIM pacTBOP INIMOKCAJs ¢ KOHLEHTpauued 1 Mob/a Toi ke
TEMIEPATyphl, BpeMsi J00aBICHUS TNIMOKCATs CUMTANIU 32 HA4alo peakiMH. Perucrpanuio CreKkTpoB
MPOBOAMIIN Yepe3 Kakble 2 C, A0 TeX IMOp, MOKA MPOUCXOAUT U3MEHEHHUE MOJIOCHl THOKAPOOHUITHHON
rpynmnsl THoMouYeBHHEI Ipu 730 cv™!. KOHIIEHTpaIi THOMOYEBUHBI PACCUUTBIBAIIH MO MPEIBAPUTENHLHO
TIOCTPOEHHOH IpaJyHpPOBOYHON 3aBHCHMOCTH oTHomeHus KP-momockl THoMoueBuHE Tipu 730 cM™'u
BHYTPEHHETO CTAaHAapTa — MOJIOCKI 30H1a TIpu 790 cM™' OT KOHLIEHTPaLMU THOMOYEBUHBI B PACTBOPE.

AMP-cnexmpockonusi 01 noOmeepi#coeHuss cmpykmypol coeourenuu. J1jia naeHTuuKauu
COeIMHEHHH 1 TIOATBEPsKIEHNS UX CTPYKTYpPhI IPOBOIMIN peructpamuio 'H u *C crnexTpos aHamuTos
B JIMCO-db.

AMP-cnekmpockonus — peakyuu  83aUMOOeNCMBUs  MUOMOYEBUHbL € 2IUOKcanreM  Ons
udeHmugurayuyu no6OUHLIX NPoOYyKmMos 6 peakyuu obpazosanus JI'HUT. DKCIEPUMEHT IO

I/II[eHTI/I(i)I/IKaU;I/II/I MMPOAYKTOB BSaHMOHeﬁCTBHﬂ TUOMOUYCBUHLI C TJIMOKCAJIEM OCYUICCTBJIAIN B 1 n
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peaktope (Syrris, AHTTHUS ), 000pyIOBAaHHOM BEPXHEMPUBOTHOM MEMIATKOM, TEPMOMETPOM U OOpaTHBIM
XOJIOIMIBHUKOM. PeakIMOHHYI0 CMeCh IEPEHOCUIIN U3 peakTopa B KoandecTse 400 MKII B aMITyJTy JUIst
SIMP, no6asnsiu 200 Mkn xonoguoit D20 u peructpuposanu 'H u *C cnekrpsl. Ilo oxoHuaHun
peakImy cMech KoHIeHTpHpoBanu npu 30 °C u 0CTaTOUHOM JaBJIeHHH, 3aTeM 3anuchkiBamu 'H u 13C
SAMP cnextpsl B IMCO-ds.

Memoouxa pasdenenuss 2eomempudeckux uzomepos ¢ npumenenuem TCX. Jns pazneneHus
reomerpuueckux wuszomepoB [JAI'MT wu [duMelllTUT, a Takxke COMYTCTBYIOIIMX MpUMECEHd —
TUOMOYEBUHBI U N,N'-IMMETUITHOMOUYEBHUHBI OBLIM HCIOJIb30BAHbI IUIACTUHKH I TOHKOCJIOWHOM
xpomatorpadpuu Sorbfil I[ITCX-A-B-Y® (d=5-8 mxm, anroMuHHeBas MOAJIOXKKA) M IUIACTHHBI,
MOIU(HUIMPOBAHHBIC ALETATOM KajblMsi M Cyib(arom menu. [Jis MPUTrOTOBIECHUS MOJIBUKHBIX (a3
MCIIOJIb30BAJIM F€KCaH U U30MPONUIIOBBIA CIUPT B Pa3HBIX COOTHOLICHUSIX.

[Ipo6s1 ¢ kxonmeHtpammeit 0,01 r/mim B komuwdectBe ot 0,1-1 MK HAaHOCHIW Ha IUIACTHUHBI
MUKPOILIIPUIIEM Ha PACCTOSTHUE OKOJIO | CM OT HMXKHETO Kpasl IUIacTUHBL. Jlanee mIacTUHbI OIyCKall B
xpomarorpaduyeckyro kamepy Camag, B KOTOPYIO MPEIBAPUTEIBHO BHECIH JIIIOEHT B KOJIUYECTBE
10 My, Tak yToOBI OHM ObUIM TIOTpYKeHbI He Ooisiee ueM Ha 0,5 cm. Paznenenune n3oMepoB MPOBOIMIN
BOCXO/ISIIIMM METOJIOM MPH KOMHATHOM TeMIeparype, ABHKeHHEe (GPOHTa 3II0EHTa COCTaBILIO 6 CM.
3aTreM IUIaTUHBI BBICYLIMBAIM IIPY KOMHATHON TEMIIEpPAType 0 IOJIHOTO yAAJEHHUs PACTBOPUTENS C
riacTuHbl. Mnentudukanuio Bemiects mpoBoauian B Y®-kamepe npu aiuHe BONHBI 254 HM. J{ns
00paboTKH IUTACTUHBI U ompezeneHus ¢akropa yaepxkuBaHus aHanuToB (Rf) Obuin caenaHbl CHUMKH
macTuH B Y d-kamepe ¢ ucnosib3oBanueM (oroamnmapara ¢ paspemiearnemM He MeHee 400 dpi. 3aTem
nojy4yeHHsle Qortorpaduu obOpabarbiBasin ¢ momoinbio nporpammel Sorbfil Videodensitometr TLC
Quantitative Evaluation (r. Kpacaomap, Poccus). IlpoBomunu He MeHee 3 mMapayielIbHBIX
JKCIepuMeHTOB. llomyyeHHbIE COOTHOLIEHHS M30MEPOB B CMECH COIOCTaBISUIM C pe3yJbTaTaMH
'H AMP.

Memoouka moougpuyuposanus TCX naacmum. JAns MogudHUKaMu XpoMmaTorpapuueckux
IUTAaCTHH HKCIIOJBb30BAJIM PACTBOPHI COJIEW ameTara Kaiublus U cyibdara meaun. Moanpukamuro
npoBoauiau mytem mnorpyxkenus tmiactuH Sorbfil TITCX-A-B-Y® (d=5-8 wmxwm, amromuHueBas
MOJ/IJTO’KKA) B PAacTBOPHI arerara Kanblus ¢ KoHIeHTpamuei 0,1-2 macc.% nHa 1 vac. Jlo HaHeceHUs
CoJIel Ha MOBEPXHOCTh IUIACTUH, IUIacTUHBI norpyxanu B 0,1 M pacTBop CONSIHON KHCIIOTBI, 3aTEM
OPOMBIBAIM  JUCTWIMPOBAaHHON BojoW. Ilocie HaHeceHMs colM  IUIACTUHBI  IIPOMBIBAJIN
JUCTWJUITMPOBAaHHOW BOJOM, 3ateM cymmiu npu 150 °C B Teuenue | yaca, mpOMBIBAJIM 3JTIOEHTOM U
CHOBA CYIIMJIU TPHU TeX ke YCIOBHUSAX.

BOJKX memoouxa pazdenenuss u onpeoenenus eceomempudeckux uzomepos JHIHUT u
muomoueeunvl. Ycnonssopanu komonky Luna HILIC 200 A 4,6x150 MM, pasMmep 4acTwil

5 mxMm (Phenomenex, CIIIA); Temmeparypa xononku 30 °C; ckopoctb motoka 1,5 mi/mMuH; 00bemM



26

UHDBEKIIUU COCTABIISIT 2 MKJI. JIeTeKIuIo MpOBOAUIIM MPH UTMHE BOJIHBI 245 HM; B KaueCTBE MOIBUKHOU
(a3bl KCTIONTBH30BANN AIleTOHUTPUI:BoAA (95:5, 00beMH.)

Oxcnepumenm no onpeoeneHuro KUHEMUYecKux napamempos peakyuu 63auMooelucmausl
MUOMOYEBUHbL ¢ 2TuoKcanem. PacTBOpbl THOMOYEBHMHBI U TNIMOKCAJIs B BoAe ¢ KoHueHTpaunuein 0,1
MoJb/11, cmemnBanu npu Temmneparype 30 °C. AnuKBOTY peakUMOHHOM cMecu obobemom 0,2 mi
MOMENIAIA B MPEIBAPUTEIHHO B3BEIICHHYIO MPoOUpKy ¢ 0,8 MJI aleTOHUTpUIIA, OXJIAXICHHOIO 10
2-5 °C pst ocTaHOBKM peakiuu, 3areM npoBomwm BOXKX-ananus. [lanee ¢diakoHbl B3BEMIMBAIH U
onpeAeNsan KoHueHTpauuio thuomoueBuHbl U JAI'MT mo momanu xpomarorpadudeckoro nuka c
yueToM pazbaBiieHUs aneToHUTpuiioM. OOpasibl Mepe] aHaIW30M XpaHWIM B XOJIOAWIBHHMKE HpU
temneparype 2—5°C. Ilepsbie 20 MUH peakuuyd OTOOP MPOOBI MPOBOAWIM KaXKable 2 MUH, Jaliee ¢

5—10 MMHYTHBIM UHTEPBAJIOM.
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I'maBa 3. O0cyxkneHue pe3yJbTaToB

3.1 UccaenoBanne THOH-THOJIbHON TAYTOMEPHH THOMOYEBHHbBI

MeTOoa0M Y D-CrIeKTPOCKONMH B BOJHO-CIMPTOBBIX PACTBOPaxX

W3BecTHO, 4YTO THOMOYEBMHA MMEET IUIOCKOE CTPOEHHE, MOJIEKyJda COCTOMT U3
AJIEKTPOHOAKLENTOPHOM THOHHON rpynnsl -C=S wu naByx amuHorpynn -NH2, nposBiastommx
AJIEKTPOHOIOHOPHBIE CBOKCTBA, TIOATOMY JIJISi THOMOYEBHHBI XapaKTePHA THOH-THOJBHASI TAy TOMEPHS
u cymectBoBanue 13a troHHOH (TMOamuaHOW) U 136 THOMRHON (THOMMHIHON) dopm (Pucynok 13),

Kak ObLIIO HAMKMCAHO BBIIIE B IUTEPATypPHOM 0030pe.

S SH

C PN
H2N/ \NH2 HN NH

13a 136

Pucynok 13 — Tuon-tuonbHas n30Mepusi THOMOUYEBUHBI

MCTOI[OM yq)—CHeKTpOCKOHI/II/I HaMu OBLIH HCCIICAOBAHBI BOAHO-CIIMPTOBBIC PaACTBOPLI
THOMOYCBHHEI. yq)-CHCKTpBI pacTBOpa THOMOYCBUHLBI B BOAC UMCIOT IBA MAKCUMYMa IOIJIOIICHUS ITPpU

195 am u 236 HM, Kak MMOKa3aHO HAa pUCyHKe 14.

0,5
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Pucynok 14 — Y®-cnekTp THOMOYEBUHBI B BOJHOM PacTBOPE
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[Tornomenue npu 195 HM 00yCIOBICHO MEPEHOCOM 3apsaa MEXIy IBYMs aMUHOTPyHIamMu U
COOTBETCTBYEeT n—m* mepexoay dnekTpoHoB amuHorpynn (PucyHok 15) u  oTHoOcuTCcs K
POTOHUPOBAHHOK (hopme THoMoueBUHBI. [lormomenue mpu 236 HM CBSI3aHO C TT-T* AJICKTPOHHBIMU
nepexoaamu B ThoHHOM rpytire (C=S) [59]. Takum 06pa3om, mepBhIii 1 BTOPOH MAaKCHMYMBbI OTBEYAIOT

3a mpucyTcTBUe THOMBHOU 130 1 THOHHOI 13a PopMBI COOTBETCTBEHHO.

®
H,N HZN\\
C— S —_— _
/ o /C S o
H,N® H,N

Pucynoxk 15 — Pe3oHaHCHBIE CTPYKTYpPbl THOMOYEBUHBI

Jlnst onpenesieHust coaepikanust GOpM THOMOYEBHUHBI B paCTBOpPAX MCIOIb30BAINA COOTHOIICHHE
ontudeckoil miotHocty npu 236 u 200 HM (A200/A236) WU (Arnon./Armon.) € 100aBIEHUEM COJSTHOMN

KHCIIOTHI 1 0e3 Hee (Tabmwmma 1).

Ta6m/1ua 1 - MaKCI/IMYMBI norjiiomeHnud THOMOYECBHHBI B BOJHBIX W BOJHO-CIIMPTOBBIX

pactBopax Ha Y d-cnekTpax

A200,  0e3|Azs, 0e3|A200, B|A236, B
no0aBieHus | 100aBIeHUS [IPUCYTCTBUU|IPUCYTCTBUN
PactBoputens | € |CONSIHOM  |COJSTHOM COJITHOU COJISTHOU Amuon/Aruon. | A'mon/ A'uon.
KHCIIOTHI  |KUCJIOTBI  |KHCIIOTHI KHUCITIOTHI
(Aruon.) (Arion.) (A'ruon.) (A'ruon.)
BOJA 81 0,54 0,75 0,55 0,8 0,72 0,69
BOJIa/METaHOI,
60/40 06.% (33,1 0,58 0,72 0,57 0,83 0,81 0,69
BOJIA/3TaHOII,
60/40 06.% |24,3 0,46 0,79 0,57 0,84 0,58 0,68
BOJa/TIPOTIAHO-
1, 60/40 06.% (21,8 0,38 0,92 0,57 0,79 0,41 0,72
BO/1a/TIPOTIAHOJI-
2,60/40 00.% [18,3 0,38 0,9 1,2 0,63 0,42 1,90

CHI/IpTI)I SIBJITIOTCSL  Oojiee CIa0bIMU KUCIOTaMHU I10 CpaBHCHHIO C BOILOI\/JI H3-3a HaJIN4HuAa

AJIKUJIBHOT'O 3aMECTHUTCIIA, 06.]'[3,[[3}01]161"0 ITOJIOKHUTCIIbHBIM MHAYKTHBHBIM 3(1)(1)6KTOM, YTO INPUBOOMUT K
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YBEIMYEHUIO 3JIEKTPOHHOM IUIOTHOCTH HA aTOME KHCIIOPOJa M, CIEI0BATENbHO, CHUKAET MOJPHOCTh
cea3u O-H. IloaTomy npoTOHMpOBaHME THOMOYEBHHBI BOAOWH IMPOUCXOJUT JIErde, YEM CIHPTOM.
CnenoBarenbHO, B pe3yJbTaTe HCIOJIb30BaHUS B Kauye€CTBE pPAaCTBOPUTENS] BOABI TNPUBOAUT K
YBEJIMYEHUIO THOJBLHOW (POPMBI U YMEHBIIEHUIO THOHHOW (JOPMBI, 2 B BOJHO-CIIUPTOBBIX pacTBOpax
HA00OpPOT MPOMCXOAUT yBEIMUYEHUE THOHHOW M yMeHbIeHHe TUoibHOU ¢dopMmbl (Tabmuna 1). Kax
U3BECTHO, KHCIOTHOCTh CIIMPTOB YMEHBIIAETCS OT METAHOJIA K IPOIAHOJy, YTO COIJIACYETCs ¢
SKCIIEPUMEHTAJIBHBIMU ~ HAOMIOACHUSIMH B BHJI€ YBEJIMUYEHHUS KOJMYECTBA THOHHOW (OpPMBI

THUOMOYCBUHBEI.

2,0 —=—TM

: —e—TM+HCI
1,8

~ 1,6

=

:

£ 14+

=

S 1,21

Nt

< 1,01

€ pacTBopuTest

Pucynok 16 — Biusinue TUaIeKTpUYECKON MPOHUIIAEMOCTH PACTBOPUTEIIEH

Ha COACPIKAHUC TUOHHOM (1)0pr1 THOMOYCBUHLI B IIPUCYTCTBHUU U 0€3 COISTHOM KHCIOTBI

CpaBHEHHE TMOJYYEHHBIX PE3yJIbTaTOB CO CHPABOYHBIMU JAHHBIMU TIO JAUDJIEKTPUUECKOU
MpOHMITAeMOCTH pacTBopuTeneit (PucyHok 16) moka3bIBaeT, YTO MPU YBEIUUYEHUU TUIICKTPUICCKOM
MIPOHUIIAEMOCTHU pacTBOpuUTeNeit 6e3 100aBIeHUs KUCIOTHI KOJMYECTBO THOHHOM (hOpPMbI yMEHBIIAETCH,
a TpH J00aBJICHUN KUCIIOTHI B 3TOM XK€ PSIy PACTBOPUTENICH — YBEITUUUBACTCS, UTO HE TIPOTUBOPEUHT
JTUTEPATYPHBIM JaHHBIM [60]. DTO 3KCIepUMEHTaIbHOE HAOIIOJEHUE CBS3aHO C YMEHBIICHUEM
KOHCTaHTHI aBTOIIPOTOJIN3a PAaCTBOPUTEIS 1 O0JIee JIETKUM MPOTOHUPOBAHWEM THOMOYEBUHBI Kak Oos1ee
CUJIBHOTO OCHOBAHHUSI B criupTax [61].

Takum oOpa3om, B JaHHOH yacTu pabOTHI ¢ MpuMeHeHneM Y D-CreKTPOCKOIMUU YCTaHOBIICHO,
YTO paBHOBECHE TayTOMEpU3AIMd THOMOYEBHUHBI 3aBUCUT OT JIUAJIEKTPUUYECKON TMOCTOSHHOMN
pactBopuTtens. Tak kak mpouecc nonydenus I UT BexyT B cmaboKUCIION cpesie, TO IS Mpeo0IiaiaHus
TUOHHOM (hOpMBI Tpoliecc HeoOXonUMO BecTu B Bojne. /s manmpHEiIIero wccieAoBaHUS BIHUSHUS

pacTBOPUTEIS HA THOMOYEBHHY Ucnoib30Bainu KP-cnekTpockonuro.
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3.2 KP-cneKTpoCcKONn#us THOMOYEBHMHBI, 4,5-TUTHIPOKCUMMHUAA30IHINH-2-THOHA

H I'NIMOKCAJIA

KP—CI’IBKmpOCKOVlu}Z MUOMOY€EBUHbL 6 60()H0-Cl’lupm06blx pacmeopax

KP-CHCKTp KpHCTﬂJ’IJ’IH‘ICCKOﬁ THOMOYEBUHBI BKIIIOYAaeT B ceOs YCTBIPC CHWIIbHBIC IIO0

MHTEHCUBHOCTHU HOJIOCH B Auana3zoHe yactoT oT 400 g0 1600 cm™! (Pucynox 17).
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Pucynok 17 — KP-cnekTp kpucTammdeckoil THOMOYEBUHBI

B yacTHOCTH, OCHOBHBIE PamMaHOBCKME Nonockl HabmonatoTes npu 478, 734, 1095 u 1384 cm™!.
BrlmenepeuricieHHble  TOJOCH, COOTBETCTBYIOIIME YAaCTOTaM KOJIEOATENbHBIX TMEePEeXO0J0B IS
THOMOYEBUHBI, OTHOCSTCS K JeopMarinoHHbIM kKoseOanusm -N-C-N-, BaneHTHbIM Konebanusm -C=S,
BaJIeHTHBIM KosieOaHusM -N-C-N-, nepopmaniionHeiMu KosiebanusiMu -NH2 rpymmnsl, 1 CHMMETPUYHBIM
BaJIeHTHBIM KosieO0aHusIM -N-C-N- coorBeTcTBeHHO. K TOMY k€, MaIOMHTEHCUBHBIE TI0JI0CHI 577, 1611,
1637 cm!, a Taxxke rpynma momoc B obmactu 3183-3373 cM’! oTHocATCs K Ie(OpManMOHHBIM
konebanusm -NHa rpynmst [62, 63, 64, 65].

CnexTp KOMOWHAIIMOHHOTO pacCesHUsS BOJHOTO PacTBOpa THOMOYEBHHBI COTJIACYETCS CO
CIIEKTPOM TBEpAOH (POPMBI THOMOUYEBHUHBI, HO UMEET HE3HAYNTEIbHbIC N3MECHECHHUSI HHTCHCUBHOCTH U
4aCTOTBI HEKOTOPHIX mojioc (Pucynok 18). B wactHOCTH, HaOMIOa€TCS CMEIIEHNE CUMMETPUIHBIX MOJT
BaneHTHHIX Kojebanuii -C=S u-N-C-N- cBsseit 10 730 u 1401 cm™' cooTBeTcTBeHHO. ABTOPHI [66]
CBSI3BIBAIOT 3TO HAOIOJEHUE C COJbBaTallUei THOMOYEBHMHBI BOJOW M 0Opa30BaHHEM BOIOPOIHBIX

CBSI3CH. HpI/I‘ICM TCOPCTUUCCKHUEC PACUCTBI, COITIACYKOTCA C TIPAKTUYCCKMMU H II0OKa3bIBAKOT, YTO
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MOJICKYJIa THOMOYCBUHLBI CBsA3aHa C OJIHOM MOJIGKyJ'IOﬁ BOJIBI 94€pPE3 BOAOPOAHBIC CBA3U -OH IpYyHIIbI

BoJbl U -C=S u -NH> rpynmel THOMOUYEBUHSBI [67].
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Pucynoxk 18 — KP-criekTp BOJTHOTO pacTBOpa THOMOYEBHUHBI

[MosiBNeHUe cpeaHel M0 MHTEHCHBHOCTH I0JIOCHL B 001acTu 1636 cm™! oTHOCAT K coYeTaHHUIO

nedopmarmoHHbIX Kosiebanuii -NH2 rpynmbl THOMOUEBHHBI M KOJieOaHUsIM CBs3el B Bojie. B obmactu
ot 30003500 cm™' HabmrOmaeTcs IIUPOKAs T0JIOCA, OTHOCSIIAACS K Je(OopMaIMOHHBIM KOJeOaHUSIM
NH2 u e€ B3auMoIeliCTBUS ¢ BOJIOHN uepe3 BOJAOpoIHbIe cBs3H. Kak mpasmiio, obmacts 1200 oM, npu
MaJIbIX KOHIICHTPAIUSIX THOMOYEBHHEI B pacTBOpe HE MHPOPMATUBHA LIS UICHTU(UKAIINN, TaK KaK B
ATOM 00aCTH HAXOATCS MOJIOCKI, OTHOCsIIHeCs K KP-mmomocam maTpuiis — cTexia.

3amMeHa BOJbI Ha BOJHO-CIUPTOBBIE PACTBOPHI MPHUBOIUT K mepekpbiBanuio KP-momoc
THoMOouYeBUHBI B 061actu oT 1000 cm™! 10 3500 cm™!. KP-criekTp THOMOYEBHHBI B paCTBOPE METAHOJIA C
KoHUeHTpanuenn 60 macc.% npencrasieH Ha Pucynke 19, nyis cpaBHEHUs! IPUBEJEH CIEKTP YUCTOTO
MeTtaHona. KP-momockl THOMOYEBWHBI, COOTBETCTBYIOIINE BaJCHTHBIM Konebanusm -C=S wu
nedopmarmoaHsiM KonebanusiM -N-C-N- cBsizeil cmemnarorcs B 0osiee JJIMHHOBOJTHOBYIO 00J1acTh, B
CpPaBHEHMM C BOJHBIM PACTBOPOM THOMOYEBHHBI M COOTBETCTBEHHO paBHbI 740 cM' m 486 cm!.
Ocranpubie  KP-monockl THOMOYEBMHBI HE JETEKTHPYIOTCS, TaK KaK MEPEeKPBIBAIOTCS IOJI0CAMH
metanona. Ionoca npu 1035 cm! Be3Bana BanenTHBIMU KoneGaHusMu -C—O- CBSI3U BHE IIIOCKOCTH
MmeTaHona. CrekTpandbHas o6macte oT 1400-2950 cM™!  coOoTBETCTBYET HECHMMETPUUHBIM
nedopMaiimoHHbIM  konebanusiMm -CH3 rpymmbl, a Takke CHMMETPUYHBIM M HECHUMMETPUYHBIM

BAJICHTHBIM KOJICOAHHMAM 3TOii ke rpymmbl. B o6mactu yactor 2900-3000 cm™!, mabmomaercs pesoHanc

®epMu MEXAY CUMMETPUUHBIMU U 1e(DOPMALIMOHHBIM KOJEOAHUAMHU METUIILHOW TPyl B 00JacTH
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2980 cM'u Mo mHTEHCHBHOCTH crabee mosockl 2838 cM™!, oTHOCAIIEHCS K CUMMETPUYHBIM BaJI€HTHBIM
KonebaHusAM 3Toii ke rpynnbl. B o6mactu 1400-1600 cM 'HaGmoqaeTcss mupokas mojnoca, KOTopas
oTtHocuTCcs K Komebanusim -OH rpymmel, a Taxke naedopmanuonHbiM koneOanwsm -CHs. [IBe
MaJlOMHTEHCHBHEIE TIepeKPBIBAIONINEcs MONockl B 06macTi 1100—1160 cM™' oTHOCATCS K MIIOCKOCTHBIM

nedopMaiimoHHbIM KonebanusiM -CH3 rpynmsl cniupra (MasTHUKOBOE Kosiebanue) [68].
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Pucynok 19 — KP-cniextp THOMOUYEBHHBI B METAHOJIE

Ha Pucynke 20 mnpenoctaBiieH KP-cekTp THOMOYEBMHBI B BOJHO-3TaHOJIBHOM pPacTBOpE
u KP-criekTp BOAHO-3TaHOJIBHOTO pacTBOpa. B  BOJHO-3TaHOJBHOM pacTBOpPE THOMOYEBUHBI
JETEKTUpYyeTCsa Mojia 738 ¢M™!, oTHOCsImascs K BaleHTHBIM Kojiebanuam -C=S cBsa3u u moaa 490 cm™,
THOMOYEBHHBI, OTBeuaronas 3a nedopmarronasie konebanus -N-C-N- rpymmbl, KOTopas 4acTHYHO
nepekpsIBaeTcs Mool 436 cm ! aTanona. O6nmacts cnektpa (Pucysok 20) ot 800-3000 cm! otHOCHTCS
K KosiebaHUsM cBs3eil B MoJieKkyiie atanona. KP-mosnoca ¢ MakcuManbHONW HHTEHCUBHOCTBIO ITpH 884 cm”
! Xapakrepusyer cuMMeTpHuHBIe BaleHTHbIe Konebanus -C-C-O- cBsasu staHona, monoca 1052 cm™!
konebanus -C-O- csasu, 1093cm! BanenTHble konebanus C-C-O. Curnan npu yactore 1278 cm’!
COOTBETCTBYET JiehopMallnOHHBIM KojiebanusM -CHz- rpynmsl B MosieKkyie staHona. Jlepopmanonssie

xone6anus -CHs rpynmsl xapakrepusyeT obnacts 1457 cm!. Cnekrtpanbhas o6nacts ot 2884 cm! no

2977 cm’! OTHOCHTCS K BallCHTHBIM CHMMETPHYHBIM M HECHMMETPUYHBIM Konebanusam -CH3 u -CHa-

[69].
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Pucynox 20 — KP-criekTp THOMOYEBHUHBI B 3TAHOJIE

C npumenennem KP-criekTpockonuu THOMOYEBHMHBI B BOJHOM PacTBOpEe IMporaHoja-l1
(Pucynok 21) meTeKTHpyeTcs TOIbKO MaJOMHTEHCHBHAs monoca 743 cm’!, oTHocsimascs k rpymme
-C=S THOMOYEBMHBI M YaCTUYHO TEPEKPHIBAIONIAACS C CHUTHAIOM Tmpu dyactote 771 oM,

XapaKkTepu3yolas MasTHUKoBoe konebanue -CH3 rpynmsl nponaxoa.
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Pucynok 21 — KP-ciekTp THOMOYEBHHBI B IIpOIaHosie- 1
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ITonoca 466 cm! — HoxunMuHOE Kone6anue pparmenta -O-C(Hz)-C(Hz)-. HTeHCHBHBIE TONOCKI
KP 860 cm' u 889 cm! xapakrepusyrtor BanenTHbI Konebanus -C-C-C- u -OH rpymm, u mnosoca
889 cm’!, Takke oTHOcHTCS K MasTHMKOBOMy Kosebammio -CH3 rpynmbl. ITonoca 971 cwm’!
XapakTepu3yeT BaJIeHTHbIE Kosiebanus -C-O-, u nepopmannonnsie konaedanus -OH rpynmnel. Curnan Ha
KP cnekrpe mpu yactore 1059cm otnHocuTes k BaneHTHBIM Kojebanusam -C-C-C- u -C-O- cBssu.
O6mnacth crektpa ¢ yactoramu ot 1106 10 3000 cm™! xapakrepusyer kone6anus -CH3 u -CH2 rpyn.
I[Tonocsl KoMOuHAIMOHHOTO paccestHus 1106 e, 1277 em™!, 1300-1346 cm™!, 1455 cm!, 2882 cm’!,
2915 cm! oTHOCATCA K MasATHHKOBHIM KoneGanusaM -CH3, kpyTuibHbIM Konebanusm -CHz rpymmel,
HECUMMETPUYHBIM, CUMMETPHUUHBIM KosiebaHusM -CH3 u cuMMeTpUYHBIM KOJIeOaHUsIM METHUIIEHOBOMN
TPYMIIbI, COOTBETCTBEHHO.

B crektpe KOMOMHAIIMOHHOTO PAcCEssHUsS THOMOYEBHMHBI B BOIHOM DPAacTBOpE MPOIIaHOJA-2,

MaJIOMHTeHCHBHAs mojoca 741 cm!

COOTBETCTBYET BaJIEHTHbIM KosiebaHuaM -C=S rpynmsl
THoMoueBuHbI (Pucynok 22). Curnansl mpu yactorax 1305 cm' u 1131 cm™! otHOCATCS K KOEGaHMsAM -
OH rpymnel, Takxke 1131 cm'xapakrepusyer mastHukoBoe KoneGanue -CH3 rpymnmbl, ocTalbHbIE
nojiockl cooTBeTcTBYIOT KosneOanusiMm -CH u CHs rpynn. Xapakrepubie curHaibl KP cnexrpa
434 —491 cm™!, 820 e m 1165 em!, 954 em™!, 1134 cm!, 1344 cm!, 1456 em!, 2885 cm™!, 2923 em!,
2978 cm™! — ckeneTHbIe KoneOanus, BaneHTHbIE KoneOanus -C-C- cBa3y, aeOopMalOHHbIE KOIeOaHus
-CH3, Beepnoe konebanue -CH rpynmbel, HecUMMeTpHuHBbIEe aedopMarrioHHble KojeOanus -CHs

Ipynmnbl, CHMMETpUUYHble BayleHTHble Koyiebanust -CHs, pesonanc @®epmu -CH3 rpynnbel u

HCCUMMCTPHUYHBIC BAJICHTHBIC xonebanus -CH3 rpyIiibl, COOTBETCTBCHHO.
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Pucynok 22 — KP-ciekTp THOMOYEBUHBI B IIpOIIaHOJIE-2
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PaBHOBecue Mexay TayTOMEpHBIMH (OpMaMHd THOMOYEBHHBI HCCIEOBAM METOJOM
PaMaHOBCKOW CIIEKTPOCKOINH, TaK KaK THOHHas (pOpMa MMEET XapaKTEPHYI0 MHTEHCHBHYIO IOJIOCY,
COOTBETCTBYIOILYIO BaJeHTHBIM KojebanusM -C=S B obmactu 730 cm™' [7, 70]. Moay kone6Gauus
-S-H, coOTBETCTBYIOIIYIO THOJIBHOU (DOPME THOMOYEBHHEI, C MAJION HHTEHCHBHOCTBIO B CIIEKTPATILHOM
obmactu 2800 cM™' 0GHAPYKHUTH TPYIHO M3-3a €€ NEPEKPhIBAHMUS M0J0CaMU pacTBoputes. CHrHal ¢
yacToToii mpu 481 cM!, COOTBETCTBYyIOIIMIi BaleHTHBIM KoneOanusM ¢parmenta -C-N-C-,
NEPEKPHIBACTCS] CUTHAJIAMU MIPOIUIIOBOIO M U30IPONMIOBOrO CIUPTOB. B CBA3M C BBIIEH3I0KEHHBIM
paccMaTpuBaioCh BIMSHUE CIIUPTOB TOJIBKO HA THOHHYIO (JOPMY THOMOYEBUHBI.

CMeHa BOJHOIO Ha BOJHO-CIIMPTOBOM pPAacTBOPUTENb IMPUBOAUT K CMELIEHUIO I10JIOCHI
KOMOMHAIIMOHHOTO paccesinus -C=S THOMOYEBUHBI B uanazoHe A 14 cm™! B JUIMHHOBOJIHOBYIO 00J1ACTH
(Tabnuna 2). MakcuManbHBIA CABUT MCCIIEIYEMOM TOJOCHI HAOIIOJACTCS B U3OIPOMIIOBOM CITUPTE,
YTO MOXET OBITh CBS3aHO CO crepuueckuMu 3pdekTamu U crenupuyecKuM B3aUMOAEHCTBUEM
TUOMOYEBUHBI U M30MPONUIOBOro cnupra. Kpome TOro, MHTEHCUBHOCTh MOJOCHI KOMOMHAIMOHHOTO
paccessHUsl TUOHHON TIpyNIbl YMEHBIIAETCS C YMEHBUICHHEM JUAIEKTPUYECKOM NPOHUIIAEMOCTH
pacTBopuTeNs. DTO OOCTOSTENBLCTBO TAaKXKE YKa3blBA€T HAa SKPAaHUPOBAHUE ATOM TIPYyMIbl 3a CYET

cosbpBaraiuu cnupramu Pucynok 23 [71].

R——OH

:
” R=-CH; -C,H;s -C5H;
C

HzN/ \NH2

PI/ICYHOK 23 — HpeﬂnonaraeMaﬂ CXEMa COJibBaTallU THOMOYCBUHBI CIIMPTAaMHU

3KCHepI/IMeHTaJII)HI>I€ JaHHBIC, MOJIYYCHHBIC METOJOM KP-CHGKTpOCKOHI/II/I, Xopomo

coryiacyroTcs ¢ pe3yiabTaraMu Y @-CreKTPOCKOIHH.

Ta6J'II/II_Ia 2 — KP-110710CBl THOMOYECBHHEI B BOAHO-CIIUPTOBLIX pACTBOPUTCIIAX

KP-10J10CHI THOMOYEBHHBI, OJIOKEHHE MOJIOCH, CM™!

AHanmut Jlepopmanmonnsle konebanus | BanenTHble koneOaHus
-N-C-N- -C=S
TuomoueBuHa 478 734
PacTBOp THOMOYEBUHBI B BOJE 479 729
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[Ipopomxenne TabIUIIBI 2

PacTBOp THOMOYEBHHBI B METaHOJIE 486 740
PacTBOp THOMOYEBUHBI B 3TAHOJIE - 738
PactBop THOMOUEBHHBI B TponiaHoJie- 1 - 743
PactBOop THOMOUYEBHHBI B ITpONaHoJe-2 - 741

Pesromupys, ¢ ucnonb3oBaHueM Y D-CHEKTPOCKONUU II0KA3aHO, YTO KOJMYECTBO THOHHOMN
(OopMBI THOMOUYEBHHBI YBEIMYUBACTCS B PSAAY BOJa> METAHOJ> 3TAaHOI> MPOMAHOI> H30IPOIIIOBBIN
cnupT. B 3TOM K€ psily KOJIMYECTBO THOJIbHOM (OpMBI yBEIMUMBAETCS NpPU J00aBICHUM COJISTHON
KHCJIOTBl 3a CYET JIETKOrO IPOTOHMPOBAaHUSA THOMOYEBHMHBI. [loka3aHo, YTO C IOMOIIBIO
KP-cekTpocKonuu MOKHO ONpPEeNuTh THOHHYIO ()OpMY THOMOYEBMHBI MO KojeOaTenbHOW Moje
—C=S. B cBs3u c Tem, uro KP-criekrp THOMOYEBUHBI MMEET HECKOJIbKO MHTEHCHBHbIX KP-moioc,

PEAKIHNIO THOMOYCBHUHBI C INTHMOKCAJIEM HUCCIIECA0BAIN C UCITIOJIB30BAHUCM KP-CHCKTPOCKOHI/II/I.

Hoenmugpuxayusa npodykmos 63aumooeticmeusi muoMOYe8UHbL C 2IUOKCANIEM

memooom KP-cnekmpockonuu in situ

Jlns onpeneneHus: MpoJyKTOB B3aUMOJEHCTBUS TIIMOKCANs ¢ THOMOYEBMHOM ObLI MCCIIE0OBAaH
KP-cniextp rmokcans (Pucynok 24), xotopelii B muanaszone 400—1300 cm™' mpencrasnser co6oit
00J1aCTh TEPEKPHIBAOIINXCS TOJO0C, OTHOCIIIUXCA K BAJICHTHBIM M Je(OpMarMOHHBIM KOJeOaHUSIM
-C-C-, O-H, -C-O-C-. CnekrpanbHas o6nacts 3000-3500 cm! xapakTepusyeT Moibl T'HIPOKCHILHBIX U

METHHOBBIX rpyni [72].
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Pucynok 24 — KP-cnektp 40%-ro pacTBopa riavokcans
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HekoTtopeie paznuuusi mMojaoCc B JUTEPATYPHBIX MCTOYHUKAX W IKCIIEPHUMEHTATbHBIX JaHHBIX
00yCJIOBJICHO KOHLEHTpAalMeld TJIHOKCAIs B PACTBOPE M MEXKMOJIEKYJIIPHOM B3aUMOICHCTBUU
XAPAKTCPUCTHYCCKUX T'PYIIl C BOI[OfI, TAK)XC HAJIMYUC JUMCPOB U TPHUMCEPOB IIMOKCAIA B pacTBOPC
ycinoxHseT pacmudpoBky crnektpa (PucyHok 25). OTcyTcTBHE OTACIBHBIX XapaKTEPUCTUUECKHX
curHanoB Ha KP-cnekTtpe He MO3BOJSIET CIEAUTH 32 €ro COJAEPKAHMEM B aHAIM3UPYEMOM pPacTBOpE,
Mo3TOMY JAeTanbHyr pacmmdpoBky KP-cmekTpa Tiuokcais HE MPOBOJIWIH, PACCMOTPEHBI TOJIBKO

OCHOBHBIC BU/JIbI KOJICOaHMIA.
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Pucynok 25 — I'nnokcans B BOJHOM cpese: a-reMauod, 0-1uMep rimoKcais,

B-TPUMED ITUTUAPAT

O6nacts KP-cniektpa 3200—3400 cm! otHOCHTCs K Konebanuam -OH rpymm. ITonoca 2955 cm™!
XapakTepu3yeT BajeHTHble kosnebanus -CH rpynn riumokcans. KP-monoca 1643 cm™! otHocuTCs K
obnacTtu koneb6anus Bojbl. YacTh crexTpanbHoit o6mactu 1400—1500 cm!, ¢ unTeHcuBHOI MONTOCOM
npu 1356 cm!' xapaxrepusyer koneGanus -CH B MoHOMepe M AuMepe ITIHMOKCAls TeM-IHOJa
(Pucynok 25). CurHansl B 00JACTH YacTOT BaJeHTHHIX KonebGanuii mpu 1000 cm!' obycrosieHs!
nepexpbiBanueM -C-O- u -C-OH rpynm. Yacts cniektpa npu smne Bomasl 800-900 cM™!' otHOCHTCS K
konebanusim  -C-O-C, -C-C- QparMeHToB, a TakkKe I[HKIHYECKUM CTPYKTYpam TIIMOKCAJIS.
JHedopmanuonnsie konedanus -OH u -CH- cBs3u rinokcans HaxoaaTcs B obmactu 600 ey [72].

Ha cnektpe cMecu THOMOYEBHHBI C TJIMOKCAlleM, XOPOIIO BHIHBI XapaKTePUCTUUYECKHE
KoJiebaTeNbHbIe MOJIbI THOMOYEBHHBI, KOTOPbIE CO BPEMEHEM IPOIAAAl0T, U MOSABISIOTCS HOBBIE, YTO
TOBOPUT O NMPOTEKAHUHM XMUMHUYECKOM peakluu MEXIy THOMOYEBMHOM M rimokcanem (PucyHok 26).
MHTEeHCUBHOCTh THOAMMIHOM TPYIIIBI THOMOUYEBUHBI YMEHBIIIAETCSI, MOSABISETCS HHTEHCUBHAS 0JI0ca
KOMOMHAIlMOHHOTO  paccessHus npu 920 cm!, koropas orHocurcs k -C=S  rpymme
4,5-nuruapoxcuumuaazonuana-2-tuona (JATNUT).

Bropas mo uHTeHCHBHOCTH monoca 489 cm!| a Takxke momocel 434 cm! m 1208 cm’!
XapakTepu3yIoT nepopmanronnbie konedanus -N-C-N- rukna JJITUT. Curnan npu gactore 1208 cm™!
Tak)Ke€ OTHOCUTCS K 00JacTH MepeKphIBAIOIIMXCS Moioc AedopMannoHHbX Konebanuit -CH- u OH-

rpymnsl. Tomoca 1072 cm™!' xapakrepusyer BanentHble koneGanusi -C-C-O-,Takxke B 3Toi o6nacTu
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HaxozaTcs nedopmannonHsie konebanusi -OH rpynmer JII'UT, sTa ke rpynma uMeer paccesHue B
obmactu 800°cm™'. C Curman 1529 cm™!' otHocuTcs K nedopmanmonHbM KoneOanusM -NH kosblia
JI'UT. KP-nonoca B obmactu 1600 cm™' oTHocuTcs k KonmeOaHusM cBsiseil B Boje, a Takke

nedhopMaImoOHHBIM KOJIeOaHUSIM aMUHOTPYIITIEL.
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Pucynok 26 — KP-cniekTp peakiimu THOMOUYEBUHBI C INIMOKCAIEM

B Ha4aJIbHbIM MOMEHT BpeMeHu (t=0° MuH), B KOHIle peakuuu (t=143 mMun)

UHTeHcnBHOCTL KP-nonoc
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Pucynok 27 — I3smenenune uarencuBHoctu KP-nonoc peakuuu B3aumoaeiicTBus

THOMOYECBHUHEI C TJIMOKCAJIEM BO BPEMCHU
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C nenbro BeIOopa KP-momock! 1151 KOHTPOIIS peakIiuy MeX 1y THOMOYEBHUHOM U TIIMOKCATIEM ObLT
MOCTPOCH Trpaduk B KOOpAWHATAX WHTCHCHUBHOCTh wW3MeHstommxcs KP-monoc ot  BpeMeHu
(Pucynok 27). HaubGonbiiee n3MeHEHWE WHTEHCUBHOCTH IOJIOC, MEXAY HAYaIbHBIM W KOHEYHBIM
COCTOSIHHEM HMMEIOT BalleHTHble Konebanus moanl 730 cm’!, xapakrepusyromeii -C=S wucxonHoii
THOMOYEBUHBI, U MObI Kostebanus -C=S B JTUT npu uactote 920 cm™'. Eciti NpUHATL BO BHUMAHKE
TOT (aKT, uTo B peakuroHHoi Macce kpome JII'T audero Gosbie He 00pa3yeTcs, TO KOHIICHTPALIUIO
JAI'MT 1 THOMOYEBUHBI MOKHO OINPEETUTh, B3B 32 100%-UCXOAHYI0 KOHIEHTPALIMIO THOMOYEBUHBI.

Takum o0Opa3om pe3roMHpys TOJy4YeHHbIE HKCIEPHUMEHTaIbHbIC JaHHBIE, C HCIOIb30BAHHEM
KP-cnektpockonuu MOXKHO Ka4eCTBEHHO KOHTPOJUPOBATH PACXOJOBAHME THOMOYEBUHBI U
oOpazoBanue [AI'MT no m3MeHEHUI0O MHTEHCHUBHOCTU CHTHAJIOB BaJ€HTHbIX KoseOaHuil -C=S rpynn
tuomoueBuHbl U [AI'UT. Crnenyronum sTamnomM pabOThl SBISUICS MEPEX0]] Ka4eCTBEHHOW METOIMKH
UACHTU(DUKAIIMN THOMOYEBUHBI B KOJTMYECTBEHHYIO METOJIUKY OINpEAeNICHUS] THOMOUYEBUHBI METOOM

KP-cnexrpockonuu B peakuuu nonyuyenus I NT.

Paszpabomxa memoouxu onpedenenuss muomo4eumvl
8 peaxyuu 0opazosanus 4,5-0ucuopoxcuUMuUda30NUOUH-2-muoHa

¢ ucnoavzosanuem KP-cnekmpockonuu in situ

Jnsa  pa3paboTKM METOAUKHU ONpEJENIeHHs THUOMOYEBUHBI B PEaKUMOHHONW Macce C
ucnons3oBanueM KP-cniektpockonuu in sifu, HE0OXOAUMO, YTOOBI WHTEHCHBHOCTH KP-monocs
THOMOYEBHUHBI 3aBUCEIIA TOJBKO OT KOHIeHTpanuu. OgHako, ”HTEHCUBHOCTh KP-1mosiockl 3aBucHT He
TOJIBKO OT KOHIICHTPAIIUU aHAJIUTA, HO ¥ OT (DOKYCHOT'O pacCTOSIHUSI, OT MOIIIHOCTH HCTOYHUKA (J1a3epa),
OT TIOTJIOIICHUS CPEJlbl, YaCTOThl PACCESTHHOTO CBETa, OTKIMKa crekrpomerpa [73]. [lostomy ans
HUBEJIHPOBAHUS BIUSHUS (DOKYCHOTO PACCTOSHUS HAa HMHTEHCUBHOCTh KP-momockl perucrparuio
CIIEKTPOB MPOBOMIN C UCTIOIB30BAHUEM IITyTa (30HAa), KOTOPBIH MOTPY>KaJld B UCCIIEyEMbI pPacTBOP.
30H] TIpeACTaBISAET COO0M METAaUTMUECKYI0 TPYOKY U3 CIiaBa M CepUIECKOM JIMH3bI, H3rOTOBICHHOMN
u3 cuHTeTHYeckoro candupa (Pucynok 28).

3ona umeet cBoii KP-ciekTp [74], KOTOpBIii BKIIOYAaET B ce0s HECKOIbKO HHTEHCHBHBIX TIOJIOC
B o6mactu 700 cm™!' 1 1000-1400 cm™!, uto cooTBeTCTBYET KONe6anusaM GpocdaToB, OKCHIOB aTIOMHUHUS,
IIMHKa, JJAaHTaHa a Takke Koyebanusm cBsizeit -Si-O- (Pucynok 29) [75] . Eme onqauM npenMyIiecTBOM
UCTIONB30BAaHUSl 30HIA SBJSIETCS OTCYTCTBHE HEOOXOIMMOCTH OTOOpa MpoObI, Tak KaK CheMKa
MPOUCXOAUT B PEKUME in Sifu, TOFTOMY MOXHO HCCIIEIOBATh PEAKIMHU B MPOTOUYHBIX M CTATHUYECKUX
CHUCTEMaX, a TaKKe Ha aHanu3 He BimseT aAudQepeHIranbHOe CBeTopaccesHue (pacrhpeesieHne

TBEPJIBIX YACTHII).
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Pucynox 28 — doto sonxa it Pucynok 29 — KP-cniektp 30112

KP-cniekrpockonuu

Jns Toro, 4yToOBl BCE OCTajJbHbIE MapaMeTpbl (MOLIHOCTh MCTOYHMKA, YACTOTA PACCESIHHOTO
CBETa, OTKIIMK CIIEKTPOMETPA), OT KOTOPHIX 3aBHCUT UHTEHCUBHOCTH KP-110710CH OBLIM MOCTOSITHHBIMH,
B JIMTEpAType IpPe/UIaraloT UCIOJIb30BaTh BHYTPEHHUH cTaHAapT. BHyTpeHHMM cTaHIapTOM OOBIYHO
asisiercss KP-mosioca, MHTEHCMBHOCTB KOTOPOM MOCTOSIHHA BO BpeMeHU. MBI B KaueCTBE BHYTPEHHETO
CTaHJapTa MCIOJIB30BAIM TI0JIOCY HIymna MpU yactote 790 cM™!, cumTas, 4TO €e MHTEHCHBHOCThH HE
MEHSIETCSl BO BpeMs peaklnu, Tak kak oTHocutenbHoe CKO u3MeHeHMs 3TOi MoJIoChl BO BPEMEHHU
coctainsier 0,7% (Pucynok 30, 31). Takoil moaxoJ MpUBEAEH B JUTepaType Ui IIyHa ¢ aaMa3HOU
muH30M [76, 77]. Jlna omnpeneneHus KOHLEHTpPAllMM THUOMOYEBUHBI B PAacTBOpPE CTPOMIH
IpagyHpOBOYHYIO 3aBUCUMOCTb OTHOLIEHHUS] MHTEHCUBHOCTEN CUTHAJIa aHAJINTA K I10JIOCE «CTaHAApTa
OT KOHIIEHTpAILMK OIpeeIsieMOro KOMIIOHEHTA. /{anee KOHIIEHTpaluio THOMOYEBUHBI ONPEAEIISIN 110
IpagyupOBOYHOM 3aBUCUMOCTH, IIOJACTaBIIsAs 3HAU€HHMs] OTHOUIeHUs uHTeHcuBHoctu KP-nomoc B
ypaBHEHHE TPsAMOii. lcronb30Banue MoJ0ckl 30H1a pr 790 cM™' PUBOMT K IMHEWHOI 3aBHCUMOCTH
MHTEHCUBHOCTH T10JIOCH] KOMOMHALIMOHHOTO pacCessHUs U KOHIIEHTPAllMi THOMOYEBUHEI [78].

BbuM OlLleHEeHBl METPOJIOTHUYECKUE XapAaKTEPUCTHUKU METOJIMKH OIpEAEICHUS] THOMOYEBUHBI B
peakmuu  obpazoBanus JI'MT mo mokazaTtensiM: JIHHEHHOCTH, MPABUIBHOCTH, MPOMEKYTOUHAS

NMPpEIU3NOHHOCTD, TOBTOPACMOCTb U TOYHOCTD.
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Pucynok 30 — 1I3MeHeHne UHTEHCUBHOCTH Pucynok 31 — KP-cnektpsl peakuyu
KP-nonoc -C=S rpynn u 30H1a BO BpEMEHHU B TUOMOYEBUHBI C TJIMOKCAJIEM BO BPEMEHU

peakiuu oopazoBanust I UTin situ

IIpu paspabotke ™eronuku onpenenenus JAI'MT B peakunoHHOM Macce MeETOIOM

KP-cniektpockonuu in  sifu  CTOJKHYJIMCb C TPYAHOCTAMHU. ['pagynpoBouyHas 3aBUCUMOCTb
-1

koHueHntpauuu JI'MT oT OTHOIIEHUS MHTEHCUBHOCTH CUTHAJIa aHainuTa npu yactore 920 cMm™ K

crangapry npu 790 cM™' umeer nuHelinbli BUA ¢ ypaBHenueM: y = 0,4173-X + 0,1141 u R? = 0,949.

Onnako y3Kui Auamna3oH ompenenseMbix kKoHieHTpanuii ot 0,11 mo 0,18 Moab/i, HE MO3BOISIET

KOJIMYECTBEHHO ompeaenars koHnenTpauuio JAI'UT B peakunn. MunuMansHas koHueHrpauus AT

oOycnoBnena HanoxeHueM KP-momocsl JII'MT ¢ mosocoi cranmapra, a MakcUMajbHas CBsi3aHa C

orpannyeHHou pactsopumoctsio II'UT B Boze.

Memponozuueckue xapaxmepucmuxku MemoouKu onpeoenenus muoMo4esutsl 8 peaxKyuu
obpazosanust 4,5-0ucudpoKcUUMUOa30aUOUH-2-MUOHA

¢ ucnoavzosanuem KP-cnekmpockonuu in situ

OneHKa METPOJIOTMYECKUX XAPAKTEPUCTUK METOJUKH ONPEEICHUS THOMOYEBUHBI B CHHTE3€
JAT'UT in situ npoBoamnace mo PMIT 61 2010 (P=0,95, n=5, 1=3) no moka3zaTeysiM: JTHHEWHOCTD,
MPaBUIILHOCTh, MPOMEKYTOUHAS TPEIU3NOHHOCTH, MOBTOPSAEMOCTh M TOYHOCTH [79]. TlompoOHbrit

pacuer npeacTasieH B [Ipunoxkenun A.
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Tabmuua 3 — IlpuroToBiaeHne pacTBOPOB THOMOUEBUHBI JUI TIOCTPOCHUS TPaTyHpPOBOYHON

3aBUCHMOCTH OTHOIIEHUS MHTEHCHBHOCTeH mojockl aHamuta (730 cm!) x crammapry (790 cm!) ot

KOHLIEHTpAllMi THOMOYEBHHBI U Pe3yJIbTaThl peructpauuu KP-ciekrpos

C m HaBECKHU
TUOMOYEBHUHBI, | THOMOYEBHUHBI, V KoJI0BbI, 1(790),
MOJIB/JT MT MJT I1(730), cm™! em! 1(730/790)
0 - - 6271,97 9314,71 0,67
0,10 790,0 100 6479,28 9206,24 0,70
0,20 1523,1 100 6963,49 9306,4 0,75
0,30 1146,5 50 7281,97 9330,12 0,78
0,49 1911,2 50 7978,51 9494,14 0,84
0,79 3077,4 50 9252,42 9421,93 0,98
1,08 4197,1 50 10497,20 9576,58 1,10
1,40 5421,8 50 12038,90 9741,0 1,24
1,57 3048,8 25 12585,60 9624,99 1,31

I[J'ISI ONIPpCACIICHUA JIMHEHHOCTU METOIUKHU CTPOUJIK I'PaAUPOBOYHYIO 3aBUCUMOCTb OTHOILICHU A

I ot

MHTEHCUBHOCTEH Monocel aHanuta mpu dactote 730 cM!' x crammapry mpu uyactote 790 oM
KOHIICHTPAIlMd THOMOYEBUHBI. JIJIsT ’TOTO TOTOBUJIM PACTBOPHI THOMOYEBHHEI B Auana3one ot 0,10 mo
1,57 monw/n meToiom HaBecok (Tabnuna 3) u peructpupoasin KP-ciekTpsI ¢ HCIIONIB30BaHUEM 30H/1A.

3areM cTpomsIu TpaayrpoBouHyto 3aBUcUMOCTb I (730/790) ot C TnomoueBuns! (PucyHnok 32).
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Pucynok 32 — I'pagyupoBounas 3aBucumocts 1 (730/790) ot Ctm™, B quanazoHe

koHueHntpanuii ot 0,10 mo 1,57 mons/n
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[TocTpoenHas rpanyupoBOYHas 3aBUCUMOCTb UMEET JTMHEHHBIHN BU B TUANa30HE OMPEIeIsIeMbIX
KOHLICHTpaLun oT 0,10 10 1,57 MOJIB/I, u OIMCBIBACTCS YPABHEHUEM:
y =0,4067x + 0,6616, R* = 0,998.

Toxazamenv noemopsiemocmu memoouxu oneHuBanu kak CKO B ycCioBHsIX MOBTOPSEMOCTH,
otHocutenbHoe CKO moBTOpsieMOCTH METOAMKM B JHMANA30HE ONpPEAEsieMbIX KOHLIEHTpAaUUWd He
npesbimaet 4,9 %. [lokazamenv npomesxcymounou npeyusuonnocmu onenuBanu kak CKO B ycnoBusix
MPEIU3UOHHOCTH, OoTHOcUTeabHOe CKO mNpenu3noHHOCTH METOAWKH B JMANa30HE OIMpPEaesieMbIX
KOHIIEHTpauuid He nipeBbiiaet 4,3 %. [lokazamens npaguibHocmu u moyHOCMYU METOJUKHN OIIECHUBAIN
KAaK pPacHIMPEHHYI0 HEOIPEJEICHHOCTh, C MAKCUMAJIbHBIM 3HAYEHHEM OTHOCUTEIBHON pacIIUpEHHOMN
Heonpenenennoctu 11,5 % u 12,6 % (Tabmuma 4). Kpome Toro, mo t-Kkpurepuio OICHEHA
CHUCTEMAaTUYEeCKasi OTPEITHOCTh METOJIUKH, YCTAaHOBJIEHO, 4TO B auamnaszone ot 0,2 mo 1,57 moinb/n oHa
He 3HauuMMa Ha ¢oHe ciywaiiHoro pazOpoca. [lpu konuentpamuu TtuomouyeBuHbl 0,1 Momb/7,

MOrpeIIHOCTh 3HAYMMa, II0O9TOMY YUTCHA IIPU paCdCTC pacmnpeHHoﬁ HCOIIPCACIICHHOCTHU.

Tabmuna 4 — Metrposornyeckue XapakTepUCTUKH METOJIUKU OIpeieeHUs] THOMOYEBHHbBI B

peakuuoHHOM cMecu MeTtojoM KP-criekTpockonuu in situ

C ITokaszarens ITokaszarens [Toka3zarenn IToka3zarenn
THOMOYEBHUHBI,| TOBTOPSIEMOCTH MIPOMEXKYTOTHOU MPaBUILHOCTH TOYHOCTH
MOJIb/JT MPELU3UOHHOCTH
O, Or,1, % |G R, 1, MOJIB/TT | O R, 1, % | Us, MOIIB/T | Ue, % |Um, Moan/11 | Um, %
MOJIb/TT
0,10 0,01 4,9 0,005 4,3 0,012 11,5 0,013 12,6
0,20 0,01 4,0 0,008 3,7 0,004 2,2 0,01 4,4
0,30 0,01 3,0 0,009 3,3 0,008 2,6 0,02 5,1
0,49 0,01 1,9 0,014 2,9 0,014 2,9 0,03 5,7
0,79 0,01 1,3 0,020 2,6 0,022 2,8 0,04 5,5
1,08 0,01 1,0 0,026 2,3 0,029 2,6 0,06 5,2
1,40 0,02 1,3 0,048 3.4 0,054 3,7 0,11 7,6
1,57 0,03 1,6 0,062 3,7 0,067 4,1 0,13 8,5

MeTtonuka onpezeneHuss TAOMOUYEBHHEI ¢ ucnoiib3oBaHueM KP-criektpockomnuu in situ nuHeiHa
U MPEIU3MOHHA B IMana3oHe onpenensieMbix koHueHTpauui 0,10 mo 1,57 mons/n. OCHOBHBIE CTaauU
METOJMKHU BKIIOUAIOT B ce0s peructpanuio KP-criekTpoB cTaHmapTHBIX paCTBOPOB THOMOYEBUHBI IS

MOCTPOCHUS TPaTyHMpPOBOYHOM 3aBUCHUMOCTH, Jajieeé IMOCTPOCHHE TIpagyUupOBOYHON (pyHKUIUU
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Crm =f(I730790). 3areM mnpoBoxmar peructpauuto KP-criektpoB in sifu peakuuu B3auMOJEHCTBUS
TUOMOYEBUHBI ¢ rmokcaneMm. Jlanee 6e3 oOpadorku KP-criekTpoB mo rpamynpoBKe ONPEIENSIOT

KOHIICHTpAI1io THOMO4YEeBUHBI (PucyHok 33).
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Pucynox 33 — OcHOBHBIE ATallbl METOJUKH ONPEACICHUS THOMOYEBUHBI

B peaknuu oopazoBanus I UT metromom KP-criektpockonmu in situ

ITocne peructpauun KP-criekTpoB peakiuy THOMOYEBHUHBI C TJIMOKCAJIEM I10 WU3MEHEHHIO
WHTEHCHUBHOCTHU TI0JIOC KOMOMHAIIMOHHOTO paccessHusi TuoModeBUHBI U I T, MOXHO OTMETHTH, 4TO
kpuBas oopazoanus JII' T yxe BpIlluTa HA TJIaTO, @ THOMOYEBHUHA MPOJIOJDKAET PACXOI0BAThCS, YTO
TOBOPHUT O MPOTEKaHUU MOOOUYHBIX peakiuii (Pucynox 27). [lns ompeneneHus MyTH PacXoOOBAHUS
TUOMOYEBUHBI U 00pa30BaHUs MOOOYHBIX MPOJYKTOB, KOTOPBIE HE yAanoch uiaeHTUuUImpoBats KP-
CIIeKTpOCKomuel 1o mpuunHe Onm3octu KP-cnBuroB mist rpynm aToMoB OJM3KUX IO CTPYKTYpe,
peakiys  B3aWMMOJCHCTBHUS  TJMOKCalIs C  THOMOYEBHMHOM  HCCIENOBalaCh C  MOMOIIBIO

SIMP-CrIeKTpOCKOIINH, PE3YNIbTATHI KOTOPOU IIPEACTABIICHBI B CIEAYIOIIEM pa3ieiie.

33 I/I)IeHTI/I(bHKaIII/Iﬂ IMPOAYKTOB B3aHMO/IeCTBUA THOMOYEBHHBI € IJIMOKCAJTIEM

metroaoM SAMP-cniekrpockonuu

HpI/I HN3YUCHUN PCAKINU B3aMMOJCHCTBUS THOMOUYEBHHBLI C TJIMOKCAIEM BO BPEMCHH Ha 1H

cnekrpe (Pucynox 34), uHTEeHCHUBHOCTh curHaia 7,0 M.O. aMUIHBIX MPOTOHOB THOMOYEBUHBI
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YMEHBLIAETCS, MOSBIAIOTCA CUTHANIBI B 061actu ciadoro nomnst — 8,0-9,0 M.4., KOTopble OTHOCSTCS K
aMHJIHBIM NPOTOHAM yuc-, mpanc-JAT T u curnan B o6xactu 11,0 M. 1., KOTOPBIA MOXKET OTHOCHTCS KaK
K aMUHO-, TaK U THIPOKCHWIBHOM Irpynie HenACHTUPUIMPOBaHHOTO coenuHeHns. Co BpeMeHeM TakKe
MIPOUCXOJAUT W3MEHEHHE CUTHAJIOB TJIMOKCANA B 00JacTH CWibHOTO mosst — 5,5-4,8 M.aI., a Takxke
YBEJIMUYUBAETCS MHTEHCUBHOCTb CUTHaja 3,5 M.JI., IPUCYTCTBYIOILEIO B CaMOM Hayalle CHHTE3a,

IPEIT0JIOKUTEIBHO OTHOCSIIET0Cs K BOJOPOLY METHIIEHOBOW I'PYMIIHI.
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Pucynok 34 — 'H SIMP-chieKTp peakiuu THOMOYEBHHBI C TIIMOKCAIEM BO BPEMEHH,

pactBoputesns H2O+D20

Ha cnektpe C (PucyHok 35) Taxke BHAHO M3MEHEHHE CHTHAJOB B 001acTH
181,0-183,0 M.1., KOTOpOE CBSI3aHO C YMEHBIIEHHEM KOHIICHTpAIlMH THOMOYEBHUHBI U 00pa3oBaHUEM
yuc- u mpanc-JAT'UT, kpome Toro, MosiBjieHHeM curHanoB B obmactu 160,0—-115,0 M., 4eTBEepTUIHBIX
aTOMOB yTJjepoja eule HEeUJEeHTU(PHUIMPOBAaHHBIX BemiecTB. M3menenue B obnmactu 79-105 m.a.
COOTBETCTBYET YMEHBIIIEHUIO KOHIIEHTpAIK rinokcais u oopazoanuto JI'UT. Obmacts XuMu4eckux

CABUI'OB OT 62 A0 60 M.J. COOTBETCTBYCT MECTUHOBBIM UJIM MCTUJICHOBBLIM I'DYIIIIaM.
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Pucynok 35 — 3C SIMP-cnekTpsl peakijiy THOMOYEBUHBI C TIIMOKCATIEM

BO BpeMeHH, pactBopureias H2O+D20

C ucnonb3oBanuem DEPT 135 (Pucynok 36) (KOTOpBI 103BOJISET BBLACIUTD Pa3InYHbIC TUIIBI
3aMENIeHUsI aTOMOB yTJIEPO/ia) YCTAHOBUIIH, UTO CUTHAJBI OT 183—154 M.J1. OTHOCSTCS K YETBEPTHUUHBIM
aTomaM yriieposa. CHrHaibl, HapaBJICHHBIE B OJIHY CTOPOHY C METHHOBBIMU aToMaMHu yraepoja JI'UT
B oOsiactu criektpa oT 86 10 83 M.J., OTHOCSTCS K METMHOBOM TpyIIe, a HanpaBlIeHHBIA BHU3 CUTHAII
62,6 M.1. — METUJIEHOBAs Ipynna.

Jns onpeneneHust cOOTBETCTBUS Mexny atromamu H—C Obuta mpoBenena peructpanus 2D
cnektpop C—'H HSQC u *C-'H HMBC. Cnektp SAMP *C-'H HSQC noxa3biBaeT mpsMble
koppensiuu Mmexay aromamu C-H, a cmexktp 'C—'H HMBC (Pucynok 37), XapaKTepH3yIOIuii
JAJIbHUE  B3aUMOJCHCTBUS  YIVIEPOJHBIX aTOMOB C IPOTOHaMH, I0O3BOJSET  YCTaHOBUTH
MI0CJIEIOBATEIBHOCTD CBSI3BIBAHUS YTIIEPOIHBIX aTOMOB B MoJiekyJe (Tabmuma 5). CurHansl METUHOBOM
rpynmsl yuc-JITUT ¢ npamoit PC—'H (79,90-5,04 m.1.) u pansHeit (79,90-8,60M.11.) KOppesuusamy,
takke mpanc-JIINT ¢ npsimoii (87,21-4,73 m.1.) u AByMsl TadbHUMH Koppensiusmu (87,21-6,29 m.1.;
182,1-8,86 m.x1.) [80].
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Pucynok 36 — Criextp IMP *C DEPT 135 peakiuioHHO# cMecH CHHTe3a

4,5-mUruApOKCUUMHUIA30IUANH-2-THOHA, pacTBopuTens JIMCO-ds

_
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Pucynok 37 — 3C—'H HSQC SIMP-creKTp peakIMOHHOM CMeCH CHHTe3a

4,5-mUruApOKCUUMHUIA30IUINH-2-THOHA, pacTBopuTens JIMCO-ds
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Janbuetimas pacuudpoBka AMP ciekTpoB peakiimoOHHON Macchl TIO3BOJISIET CAENATh BHIBOJ O
TOM, 4YTO MPOTOH 7,12 M.I. ¢ NajmbHEW KOppessiueil ¢ yriepoloM METUHOBOM rpymmsl 84,17 m.a., ¢

npsamoit koppensauueit C—'H (84,17—4,58 m.x1.), otHocutcs k -NH-rpymme (Ta6muma®s).

Tabnuua 5 — Pesymbratel 2D SMP-cnexrpos *C-'"H HSQC u “C-'H HMBC uenesbix u

MOOOYHBIX MNPOAYKTOB pCaKINMH TUOMOUYCBUHLI C INTMOKCAJICM

[Ipsimbie JanpHue
KOpPPEISAIUH KOppEISAIUH
'H-BC NMR | MynbrumierHocts |  @®parMeHt 'H-13C NMR dparmeHt
B3C H TH B30
63,09 | 3,38 CHHTIJIET —CH»>— - - -
77,49 | 4,92 nyoner —CH- - -
yuc-JAI'N -
79,95 | 5,04 nyoner —CH- 8,67 | 79,90 | -CH-CH-NH-
yuc-AT'UT
84,17 | 4,58 nyoner —CH- 7,12 | 84,17
-CH-CH-NH-
mpanc-JII'N - -
87,22 | 4,73 nyoner —CH- 6,29 | 87,21 -CH-OH
MPANc 17886 | 182.1 | -CH-CH-NH-
JATUT
116,09 | 6,81 CUHTJIET —C=C- 6,81 | 160,63 | -CH-CH-NH-

W3 npuBeAEHHBIX NAaHHBIX BUAHO, YTO aMUIHBIE U METHHOBBIE MPOTOHBI, & TAKXKE YIJIEPOA
METHHOBOM TpyNmbl CMEHIEHB B CTOPOHY O0JIe€ CHUJIBHOTO TOJisi, B CpPaBHEHUU C CUTHAIAMHU
mpanc-JIT'NT, aro 00ycnoBIeHO UX SKpaHUPOBAHUEM 00JIee JIEKTPOOTPHUIIATEIILHBIM JIEMEHTOM, YeM
cepa, HampuUMep KHCIOPOIOM aMUIHOH TPYMIBI C CHTHaIOM B obmacté 160 m.j. Ha cmektpe °C.
Hanuuue B mpOTOHHOM CHEKTpe MyOJIETOB METHHOBOM TPYMIIBI, a TAKXKE UCXOMAS U3 MHTEHCUBHOCTH
curnanos nporonoB NH:CH=1,53:1,53, no3Bonser caenars BIBOJ, YTo curHan Ha 'H crextpe B Buje
nybnera 5,9 M.A. ¢ MHTErpaJbHOM MHTEHCUBHOCTHIO 1,53, MpUHAANEKUT TUAPOKCUIBHON TpyIIe
(Pucynox 38). CoOBOKyMHOCTH BHIIICTIPUBEACHHBIX TaHHBIX TO3BOJISIET HACHTU(UIIMPOBATH COEAMHEHNE
mpanc-4,5-quruapokcunmMuiazonuauH-2-ou (AI'N) nox nomepom V Ha pucynkax 38 u 39. Kpome toro,
yIJIepOl APYTOM METHHOBOU Tpynmibl 77,49 M.A. UMEeT NPAMYIO KOPPEJISIHIO C TPOTOHOM B 00J1aCcTH
4,92 m.1. (Tabauma 5), a curHaasl MPOTOHOB 6,95 M. U 5,5 M.J1., HE UMEIOITUE TIPSIMON KOPPETIAIUHU C

yriepoaom, ¢ OAMHAKOBBIM 3HAUCHUCM HHTCI‘pﬁJ’IBHOﬁ HHTCHCHUBHOCTHU C IPOTOHOM METHUHOBOM IrpyHIIbI
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B obOmactu 4,92 M.A., OTHOCATCS K aMUAHBIM M TUIAPOKCUIBHBIM MPOTOHAMH, COOTBETCTBEHHO.
Hebonpimoe cMeleHne OMHCAHHBIX CHUTHAJOB B O0JIACTh CHJIBHOTO TOJII OTHOCHTEIHHO
COOTBETCTBYIOIINX CUTHAIOB B mparc-J{I'Y mo3Bosiser caenars BBIBOI, UYTO COCIMHEHHE 110 HOMEPOM
IV na pucynkax 38, 39 — yuc-4,5-muruapoxkcunMuiazonuans-2-on (yuc-JATN) [81]. Ha cnekxtpe '*C
PEaKIIMOHHON MacChl MPUCYTCTBYIOT 3 CUTHaja KapOOHMILHOTO aToMa yriieposia U 2 U3 HUX HE UMEIOT
koppessinuio (curHansl 161,08 m.a. u 160.29 m.n.) (Pucynok 39). Curnan, 0osiee CUIBHOM MOJE
160,29 m.a. oTHOCUTCA K KapOooHuibHOM rpyme yuc-JAT' 1, a 161,08 m.1. cooTBETCTBYET KapOOHUITBHOM
rpynme mparc-JAI'N. UneatudunmpoBaHHbIe CUTHAIBI HE TIPOTUBOPEYAT JIUTEPATYPHBIM JaHHBIM [82,

83].

s S (o]
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Pucynok 38 — 'H IMP-criekTp peakIIMOHHOM cMecH CUHTe3a

4,5-mUruApOKCUUMHUIA30IUANH-2-THOHA, pacTBopuTens JIMCO-ds

OcraBmniicss HeUICHTU(PUITUPOBAHHBIA CUTHAJI YETBEPTUYHOTO aroma yriepoaa 160,63 m.m.
nMmeeT nansHo PC—"H xoppensiuio ¢ IpoToHoM 6,81 M.J., KOTOPHIil HMEET MPAMYIO KOPPETAIHIO C
METMHOBOW Tpymnmnoi B obmactu 116 m.a. IIpoToH MeTHMHOBOW Tpymibl B 3TOH 00JacTH cHekTpa
OTHOCHUTCSI K COCIMHEHHSAM C JIBOMHOI CBA3bI0. MarHUTHBIN aHU30TPOITHBINA (P PeKT IBOWHON CBS3H,
MPUBOANT K JIE339KPAHUPOBAHUIO METHMHOBOW Ipymmbl 10 116 M.a. 1 €€ cMmemennio B ciiaboe moiie B
cpasaenuu ¢ mparc-JAT'UT, ne3skpanupoBanuto npotoHoB -NH rpynmsl u cMmelieHuto B ciadoe mose
co 3HaueHueM 11,91 M.7., a Takke K 3KpaHUPOBAHUIO THOAMUIHOMN Ipynibl co 3HaueHueM 160,63 m.a.

(Pucynox 38, 39). Cornacuo unrerpainbHbiM uHTeHcUBHOCTAM NH:CH otHocsTcs kak 2:2, TO ecTh
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KOJINYECTBO AMHUJHBIX M METHJIbHBIX IPOTOHOB SKBHUBAJIEHTHO, YTO MO3BOJSET NPEANOI0KUTH
CTPYKTYpPY UAEeHTHPHIMpYeMoro BemecTBa — 1,3-auruapo-2 H-umunazon-2-tuoH noj Homepom III Ha

pucysnke 38, 39 [84].
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Pucynok 39 — 3C SIMP-creKTp peakMOHHOM CMeCH CHHTE3a

4,5-muruIpoOKCUUMHIa30JIUIMH-2-THOHA, pacTBoputens JIMCO-ds

[Ipn nuaamuueckom SIMP aHanu3e WHTEHCHBHOCTh CHUTHAla METUIBHOM TpyNnbl MpU
63,09 m.n. ¢ mpsAMoi Koppensiuel MmpoTroHa B oOmactu 3,37 M.JA. HE M3MEHsUIach, YTO TMO3BOJIUIIO
OTHECTH 3TOT CUTHAJI K METHJIEHOBOW TpYIIE INIMKOJIEBOW KHUCIOTHI, KOTOpas BXOJMJIA B KaueCTBE
NpUMECH B TJIHOKcanb. Panee HenaeHTHGUIIMPOBaHHBINA curHail B obmactu 183,91 m.a. (Pucynok 39)
OTHOCHUTCS K KapOOHWIJIbHOM TpyIIe 3TON KUCIOTHI [85].

Kpome »storo, mpu paunamuueckom SMP-ananusze u perucrpanuu CHEKTPOB B CMECH
pactBoputeneit H2O/D:20, Ha cnekTpe 3C curnans! coegunenuit I, 11, III, IV, V BBINIAAAT B BUIE
«IyONeTOBY, MPUYEM pa3HUIA MEXKIYy XHUMHUYECKUMHU CIBHUTaMH COCEJHHX CHUTHAJIOB COCTaBIISET
0,06-0,14 m.1. (Pucynoxk 40). JIns ycTaHOBJICHHS IPUYUHBI JAaHHOTO sIBJIeHUS ObUT cHAT criekTp AT UT
dbupmbl «Aldrich» B DMSO-ds, D20 u H20/D20. B pactBopurene H2O/D20 Ttaxke Habmromaercs
«y/IBOEHHE» CUrHANOB B criekTpe *C. MBI mpeinonaaraeM, 4To 3T0 CBA3HO C AeHTepOOOMEHOM aMHUIHBIX
¥ TUIPOKCUIBHBIX 1poToHOB (Pucynok 41). Cepemuna «ay6aera» B °C cMelleHa OTHOCHTENBHO
CUHTJIETa B CHJIBHOE I0JI€, 3TO MPOUCXOJUT 3a CUET 3aMEHbI JIETKOr0 M30TOMNa — BOAOpoJa Ha Ooiee

TSOKETIBIN — AeUTepui, YTO IPUBOIUT K YBEIUYEHUIO SKPAHUPOBAHMUSL.
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Pucynok 40 — 3C SIMP-crekTp peaklMOHHOM cMecH CHHTE3a

4,5-TUruApOKCUMMHIa30JIMIMH-2-THOHA, pacTBopuTeias H20/D20

R R
D,0
HN” “NH HN” "ND
H,0 \ i
HO OH HO oD
R=S,0

Pucynok 41 — Cxema nefitepooOmena st 4,5-TUTHIPOKCHUMHUIA30JIHIUH-2-0Ha (THOHA)

B cucreme H20/D20

ABTOpHI [86] pasHHUIly MeXy 3HAYEHUAMH XMMUIECKHX CIBUTOB B crekTpe *C B mpuCyTCTBHH
OKCHJA JCUTEepUs 10 CPAaBHEHUIO C BOJOW, HA3BIBAIOT H30TONHBIE CIBUTH JEUTEpUS WIN
MHyLIIPOBaHHbIE AeiiTepruem usotonusle casuru >C (JHUC): JJUC = §(H20)- §(D20).

Bennuuna JIVMC B AMP '*C 3aBucuT 0T cocelHUX Iy, B COCTAaB KOTOPBIX BXOMAT MPOTOHBI,
CHocOoOHBIE 3aMeNIaTbCsl JeMTepueM, a Takke OT TemmepaTypbl. Takum oOpa3om, 3TO 3Ha4YeHUE
IIO3BOJISIET OIPEIEINTD, KaKas IpyIa CBsA3aHa C yriiepoaoM B naHHOU Modekyie. B ITUT nporoHsl,
KOTOpbIe MOTYT OBITh 3aMEIICHBI JeHTepueM, CBsI3aHbl ¢ rerepoaromamu kuciopoaa (-OH) u azora

(-NH-). B cmemannom pactopurene (H20/D20) ¢gopma curnamos -C-OH(D) u -C-NH(D) cunbpaO
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3aBUCHT OT ckopocT oomeHa H/D. O0bruno amunnbiii oomen C-NH(D) nmporekaet MeyieHHO, OJHAKO
rusipokcuiIbHbIi 00MeH -C-OH(D) mpoucxonuT ObICTPO M CHTHAJIBI BBITJISAAT KaK «CHHIJIETHBIEY. B
HaIlleM JKCIIEPUMEHTE PEaKIMOHHYI0 cMech pasfaBisum xojomHor D20, a 3areM peructpupoBaiiv
criektpbl IMP. Takum o6pazom, SAIMP-ananu3 o6pasia npoBoauics npu temmeparype okoio 10 °C, u
Habmonanmuch amuaabii C-NH(D) u runpokcunsabiii C-OH(D) o6meHBbI.

Croutr oOparute BHHMaHue Ha 3HadeHus JMC g 4YeTBEPTHUYHBIX aTOMOB YIJIepoja
reomeTpuuecknx nzomepoB JII'UT, kotopeie cocrasistor 0,08 u 0,06, M.11., 3TO K€ 3HAYCHUE UMEIOT
yuc- u mpanc — AU, uyto moxkno otHectn Kk (parmenty C-(NH(D))2-) (Tabimua 6). dparmeHt
monekynsl ((D)HO-C-) ATUT u AI'Y umeet 3nauenue 0,12 u 0,11 m.1. Makcumansnoe 3Hauenue JJHUC
npuHauIe)kuT Gparmerty (-(D)HN-C=) B monekyne 1,3-auruapo-2H-umMuaa3on-2-TuoHa, B KOTOPOU
peanu3yeTcs 1eUTepooOMEeH TOIBKO aMUIHBIX TPOTOHOB. EnquHCTBeHHBIN cUrHA 62,58 M.JI. Ha CIIEKTpE
BC B Buze cunrera. Tak Kak JeiiTepooOMEH B JAHHBIX YCIOBHAX HE HPOUCXOAHT, BO3MOMKHO €ro
CKOPOCTh BEJIMKA, W TPHU PETUCTPALUU CHEKTpa 3TOT 3h(deKT He HaOmoJaeTcs, MO3TOMY MOKHO
NPEANOJIOXKUTh, YTO aTOM YIJIEpOJAAa CBsi3aH TOJIBKO C BOJOPOJAOM, WJIM C CHJIbHOM
3JICKTPOHOAKIIENITOPHON TPYIIION, TakOMW Kak KapOokcwibHas. JlaHHOe HaOIoJeHHEe MOATBEP)KIaeT
BBILICU3JIOKEHHOE MPEANO0KEHNe, 4TO CHUTrHal 62,58 M.JA. COOTBETCTBYET METWJIBHOW TIpymie

TJINKOJIEBOM KHUCIIOTE.

Ta6nuna 6 — 3HaueHus U30TONHAIX caABUroB aeitrepus (JJUC) 1*C aaep B cucreme H20/D20

BC, m.o. JANC, m.x. ®parMeHTt 13C, m.n1. JAUC, m.x. ®parMeHTt
181,76 181,67 0,08 -(D)HN-C- 86,41 | 86,29 0,12 (D)HO-C-
180,68 180,63 0,06 -(D)HN-C- 83,46 | 83,35 0,11 (D)HO-C-
162,56 162,50 0,06 -(D)HN-C- 79,77 | 79,66 0,11 (D)HO-C-
116,81 116,67 0,14 -(D)HN-C= 77,35 | 77,25 0,10 (D)HO-C-

62,58 — — —
IIpu paccmotrpenun Onwxkaimero anaigora HITUT — N N-gumetunAIT'MT nHa nHamuune

nelTepoobMeHa THAPOKCHIBLHBIX NPOTOHOB, Ha criektpe °C B cmecu H20/D20 0TCYTCTBYIOT 1yOIeThl,
YTO MOYET OBITh CBSI3aHO C MHAYKTHUBHBIM 3P (HEeKTOM METHIbHBIX rpynm (PucyHok 42).

Takum obOpaszoMm, ¢ wucnonb3zoBaHueM AMP-crekTpocKONUu yCTaHOBUIIM, YTO MPOTyKTaMHU
B3aMMOJICHCTBHUSI THOMOYEBMHBI ¢ riuokcaneMm sBisitoTes: yuc-JATUT (1), mpanc-ATUT (1D),
1,3-gurunpo-2 H-umunazon-2-tuod (1), yuc-AT'N (IV), mpanc-AT'U (V) (Pucynox 38, 39). I[Toka3zano,
yTo ¢ ucnosb3oBaHueM 3HadeHus JIMC MOXKHO JOMONMHUTEIBHO ONPENEIsTh CTPYKTYpPHI

MMUIa30IMINH-2-THOHOB, 2-0HOB U UMM Aa30IMIHHOB.
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Pucynok 42 — B3C aMP crnektp N,N'-numetun I UT

B X0A€ MPOBCACHHBIX I/ICCJICILOBaHI/IfI OnpeaAcIIniin, 4YTO OCHOBHBIM IPOAYKTOM PpCaAKIUU
TUOMOUYEBUHEI C TTIMOKCAJIEM ABJISICTCA CMECH T€COMECTPHUICCKUX U30MEPOB, KOJIUYECTBCHHBIN aHAIIN3 U
pasaciICHUC KOTOPBIX HE IIPOBOIUIIOCH. HOSTOMy CJ'IG,Z[}IIOH_IHﬁ pasacii MOCBANICH PA3JACJICHUIO U
OIIPCACIICHUIO TCOMCTPHUYCCKUX U3OMCPOB ILFI/IT B paLICMI/I‘{CCKOﬁ CME€CHU C HCIIOJB30BaAHHEM

KUJIKOCTHOM XpoMaTorpadum.

3.4 MeToasbl )KUAKOCTHON XpoMaTorpaguu AJs onpeaeeHusi THOMOYECBHHbBI U

reoMeTpUYECKUX M30MepPOB 4,5-TUTrHAPOKCUMUMHIA30JIUINH-2-THOHA

Bvibop onmumanvhvix yciosuii pazoeneHus 2eomempuyeckux u3omMepos
4,5-0ueuopoxcuumudazonuoun-2-muorna u N,N'-oumemun-4,5-oueudpoxcuumuoazonuour-2-muona

€ UCNOb308AHUEM MOHKOCIOUHOU Xpomamozpaghuu

Kak mpaBuio, ams 3QQEKTHBHOTO pa3/eleHHss aHATM3UPYEMbIX BEHIECTB HEOOXOIHMMO
noJo0paTh TaKue yCJIOBUSL XpoMaTorpagupoBaHus, 4ToObl BemecTBa yaepxusanuch ¢ 0,2<R < 0,9. B

KauyecTBE HEMOJBMKHOMN (ha3bl MCIOIB30BAIM IIACTUHKY ¢ cunukareneM Mapku Sorbfil IITCX-Ad-B-
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YCD, B KayecTBE IOABHIKHOM (1)a351 HCIIOJIB30BAJIX CMECh H3OIPOIUIIOBOTO CIIMPTA C TI'CKCAHOM.

3aBHCHMOCTh KOJIMYECTBA rekcaHa B % B MOJBIKHON (Daze oT Rf mpencraBneHa Ha pucyHKe 43.

Rf 0,90
0,85
0801 Tpanc-ATAT

0,75 - THOMOYEBHHA
0,70
0,65 uuc-ArAT
0,60

0,55 +

0,50 T T T T T 1
30 35 40 45 50 55 60

%

w reKcaHa B OIBIDKHOIT daze’

Pucynok 43 — 3aBucumocts (hakropa yaepxkusanus TM u reomerpuueckux uzomepon JI'UT

OT KOJIMYECTBA TeKCaHa B MOABMXKHON ¢aze

Ha moBepxXHOCTH NIaCTHHBI C CHJIMKAarejaeM HaXOAATCS BBICOKOIOJSAPHBIE TI'MIPOKCHIIBHBIC
rpynnsl. [ToaTromy nosnsipHble (pyHKIMOHAIBHbBIE TPYNIBl aHAIUTA CUJIBHO B3aMMOJIEHCTBYIOT C ITOM
MIOBEPXHOCTHIO, @ HEMOJSIpHBbIE Tpymmbl — cinabo. Takum oOpa3oM, (akTop ynep>KUBaHHs aHAIUTA
MPOMOPIMOHATIEH KOJIMYECTBY B HEM MOJIIPHBIX TPYIIL, IOATOMY CHaydaja JJIIOUPYETCS mMpaHCc-U30Mep
JAI'NT, Tak xak Hamu4ue ABYX MOJIAPHBIX THIPOKCHIIBHBIX IPYII B MPAHC- TIOJIO0KEHUN OTHOCUTEIBHO
IUIOCKOCTH TEeTepOLUKIa MPUBOAUT K aJICOPOLIMOHHOMY B3aUMOJICHCTBUIO C HEMOJBMXXKHOM (hazoit
TOJIKO OIHOM I'PYyIIIBI U3-3a CTEPUUYECKUX 3aTPyAHEHUIN. B cOCTaB THOMOYEBUHBI BXOJST JIBE MOJISIPHBIE
amuHorpynnbel, a y yuc-/ITAT nBe mnonspHble THApPOKCWIBHBIE Tpymnmbl. Kak onucaHo Bslle,
TUOMOYEBUHA CKJIOHHA K THOH-THOJIBHOM TayTOMEPHMH W C IOHWKEHUEM JUIIEKTPUYECKOU
NPOHMUIIAEMOCTH CpEIbl JIerye IMPOTOHUPYETCS, TaKUM OOpa3oM KOJIMYECTBO THUOJIBHON (OPMBI
YBEJIMYUBAETCS, IO3TOMY IIPH pa3/IeJIeHUH aJICOPOIIMOHHOE B3aUMO/IEHCTBUE CUIIMKATENsl TPOUCXOIUT
C OJHOM aMHHO- M THOJNBHOW Tpynmoil TuomoueBuHbl (Pucynox 44) [87]. Opnako cuia
MEXMOJIEKYJIIPHOTO B3aUMOJEHCTBUS MEKIAY THOJBHOW TIpyNnod W THUAPOKCHIBHOW TIpyNHION
CHJIMKareisi MeHblle, 4yeM TruiapokcumibHoi rpymnmoit yuc-JIT'UT [88]. Kak cnencrBue, Hanbombiee
yAEpKUBaHUE MPOSBIIAET YUC-U30MEP, TaK KaK JABE T'UAPOKCUIIbHBIE TPYIIIIbI, PACIIONIOKEHHBIE TI0 OJTHY
CTOPOHY OT IJIOCKOCTH T€TepOoInKia, 6ojiee 3(h(PeKTUBHO B3aUMOACHCTBYIOT C HETIOABHKHOM (a3ou, a

IMPOMEKYTOYHOEC MECTO 3aHUMACT TUOMOUYCBHUHA.



55

HO ’
N NH
N i
N \ : \ >/
N k
! N
s : NH, k,|,o H
HO ; .
B ' : /. HO,
OH OH OH HT HT

OH HO ’ \ HT \

~o PN TN TN TN TN TN
' ' ~ ]

L n—

A

Pucynok 44 — Ilpennonaraemoe B3auMo/I€CTBHE aHAJIUTOB C HEMIOABHKHOM (a3oif
nipu pazaenennu cmecu JII'NT u TuomoueBunsl merogom TCX

Ha mwiactune Sorbfil [ITCX-AD-B-YO

Haubonbiiee paspenieHne Mexay M30MepaMy JOCTUTAaeTCsl MyTEeM HCIOJIb30BaHUS 3JIIOEHTA,
copepxaniero 50% rexkcana u 50 % H30MPONUIOBOrO COMPTA, IPU 3TOM YXYALIAETCA pa3peuieHue
MEXIYy TUOMOUYEBUHOU U mpanc- JJI'T. B HalileHHBIX yCIOBUAX, ONTUMAIbHOE Pa3peLICHUE MEXKIY

aHaJUTaMU J0CTUTaeTCs myTeM ucnoiibzoBanus 40 % rekcana u 60 % U30MPONUIOBOTO CIIUPTA.

OKCIICPUMCHTAJIBHBIC  JAaHHBIC, PpPasACJICHUC B 3TOM K€ CHCTEME

Kak mnokazamu
yuc- u mpauc-JI'NT TPOUCXOAUT C HEKOTOPHIMHU

N,N'-muMeTniI3aMeliecHHBIX THOMOYEBUHEI,
OTINYHSIMH OT CMECH C He3aMelleHHBIMU THoMouYeBUHOM U JITUT. N, N'-nuMeTHITHOMOYECBUHA UMCET

HanOoJIbIIIee yAep)KUBaHUE, N3-32 MEHBIIIEH CKIIOHHOCTH K TAyTOMEPHH, B CPAaBHEHHH C HE3aMEIIEHHOH
THOMOYEBUHOM, W B3aUMOJEUCTBUS JABYX aMHHO- TPYINI C HOBEPXHOCThIO cuimkarens. Jlamee

yaepxuaetcs yuc-JII'UT ¢ nBymst ruipokcuiibHbIMU rpynnaMu, U mparnc-JII'NT ¢ ogHol noctynHoi

THJIPOKCUIIbHOM rpymnmoit (Pucynok 45).

CHs CH
HO. N/ / ’ HN
S
>\ NS \ &
\ S N J \CH3
\ HO AN s
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A D A A D S
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—Sli \O/Sil \O/S\i \O/Si \O/Si \O/S,i \O/Si \O/Si B
' |

Pucynok 45 — I[Ipeanonaraemoe B3auMOJICHCTBUE aHAJTUTOB C HETIOJIBIKHOM (ha3oid
nipu pazaenenuu cmecu JuMe/Ill UT u JluMeTM meronom TCX
Ha mracture Sorbfil [ITCX-A®-B-YO
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MaxkcumanbHoe pa3pemicHuC MEXKAYy BCHICCTBAMU NOCTHUIACTCA IMYTEM HCIIOJIIb30BAHHA CMECHU

reKCcaHa ¢ M30IPOIHIIOBBIM CIIUPTOM B 00beMHOM oTHOmIeHnu 50:50 (PucyHok 46).

Rf 0,9_-

08 _ Tpanc-luMe/ITAT
0,7
0,6 -
0,5 1
0,4
uuc-AuMe/ITUT

0,3 1

0,2 JuMeTM

30 40 50 60 70 80 90
w %

reKcaHa B IOJBIKHOH (ase?
Pucynok— 46 3aBucumocts (aktopa yaepxuBanus JuMeTM, yuc- u mpanc- IuMeJIl'U'T

OT KOJIMYECTBA I'€KCaHa B IOJBMKHOM (I)EBC

Tak kak AI'UT sBisercst 1M0I0M, U3BECTHO, YTO KaYECTBEHHOM pEaKIMell HAa MHOTOaTOMHBIE
CIUPTHI SBJIIETCS B3aMMOJEIHCTBHE CO CBEKEMPHUTOTOBIECHHBIM pacTBOpoM Tujpokcuaom menu (1I),
nosToMy g Ooziee cneuuduyHOro pasgeneHus reomerpudeckux uszomepoB JAI'MT mmactuny
Mo uduIMpoBaiu cynbdarom meau. Ha mnactune moauduuupoBanHoit 1% pacTBopoM cynbhaTta Meu
Ha crapte ocratorcs TM, AI'UT, HuMeTM, kpome HuMellUT ¢ Rf~0,9. Ilpun ymenbinenun
KOHIIeHTpanuu cynbdata meaun no0 0,1% B HemomBmwkHOW (aze, CHHU3WIOCH YIAEPKUBaAHUE
tuomoueBuHbl, JIITUUT u JuMeTM, BemecTBa CIBUHYJIWCH CO CTapTa, OJIHAKO aJCOPOIIMOHHOE
B3aMMOJEHCTBHE MEH C ITUMHU BELIECTBAMM JOCTaTOYHO BEJIUKO, YTO IPUBOAMT K Pa3MbIBAHUIO MATEH
Ha mactune, Re IuMeIl'U'T npu 5ToM He MeHsieTcsl. DTH dKCIIepUMEHTalbHbIE ()aKThl yKa3bIBAIOT HA
TO, YTO OOJIBLINI BKJIaJ B yJI€p’KUBAHNUE aHATU3UPYEMBIX BEUIECTB Ha IJIACTUHE, MOIUPUIIMPOBAHHOM
Me/Ibl0, BHOCUT THOAMUIHAsA Tpymma, oOpa3ys C MeIbl0 KOMIUIEKC, @ HE T'MJIPOKCHIIbHBIE TPYIIIbI
reoMeTpuYecKux Hu3oMepoB. Ilpuyem ynepkuBaHue HE3aMEIIEHHOH THOMOYEBHHBI OOJbIIE YeM

3aMeIIeHHOM, a yaepkuBanue Hezamenienaoro JII'UT Gonbiie uem 3ameniensoro (Pucynoxk 47).
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Pucynok 47 — Pa3neneHre aHaJIMTOB HA IJIACTHHE, MOIU(DUIIMPOBAHHOM:

a-pactBopoM 0,1 % CuSOs, 6-pactBopom 1% CuSO4

B BOXX mist pa3zaenenus caxapoB UCHOJIB3YIOT KOJIOHKH, B COCTAaB KOTOPBIX BXOJUT KaJbIUH,
mo3TomMy JIsi Oosiee CremuUIHOTO pa3felieHUusT TEOMETPUUYECKUX H30MEPOB HEMOIBMKHYIO (aszy
MOIH(DHUIIMPOBAIIN AIIETATOM KaIbIHA [89]. AleTaT KaabIus MOXKET afcOpOUPOBATHCS HAa TIOBEPXHOCTH
IUIACTUHBI 332 CYET JOHOPHO-aKLENTOPHBIX B3aUMOJEUCTBUI MEXKIY KaJIbLIMEM W CHIAHOJIbHBIMHU
rpynnaMu. Takxke aneraT KaJlblMs IPU HArpPEBAHUHM MOXKET BCTYNATh C CHUJIAHOJBHBIMU I'PYIINAMH B
peakuuto ¢ 00pa3oBaHUEM BOJIBI U YKCYCHOM KUCIOTHI (PucyHOK 48).

IIpn aHammsze cmecu He3amelleHHbIX TuomoueBuHnl u  JI'MT Ha  mmactuHax,
MOAU(DUIIMPOBAHHBIX AI[ETATOM KaJIbLIMS MOKA3aHO, YTO YBEJIMUYEHHE KOHIIEHTPAIMH alleTaTa Kalblus
B HEMOJBMXKHOM (aze 10 2 Macc.% (PucyHok 49), B 3HaUNTENIbHON CTENIEHH YBEIMUUBAET YepKUBAHUE
yuc-u3oMepa, B TOXe Bpems yuaepxkubanue mpanc-JII'MT U THOMOYEBHHBI YBEIUYUBACTCS
HE3HAYUTENbHO. V3BECTHO, YTO yJAEpKMBAHHE WCCIIECIyeMbIX BEIIECTB HAa HEMOJBIKHOW (ase,
MOAU(DUIIMPOBAHHON COJISIMU KaJIbIUsl, 00yCIaBIMBAaEeTCsl YCTOWYMBOCTBIO KOMILIEKCA, 00pa30BaHHOTO
MEXIy METaJUIoM W aHanutamMu. HaumOonblas cuia KOOPAWHAIMOHHOTO B3aUMOACHCTBUS MEXKIY
KaJblUEM M JBYMS THMAPOKCWIbHBIMU rpynnamu yuc-JII'UT, ogHako, cuiia B3anMOJIEWCTBUS OJHOMU
TUIPOKCWIIBHON TPYNIBl MEHBIIE, YeM OJHOW aMHHOTPYMIBl THOJBHON (HOPMBI THOMOYECBUHBI C

MOIU(GUIIMPOBAHHON TTOBEPXHOCTHIO MIIACTUHEI [90].
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Pucynox 48 — [IpennonaraeMoe B3aMMOICMCTBHE alleTaTa KajabIUs

¢ noBepxHOCThI0 TCX 1u1acTUHbI

VYBenuueHrne KOHIIEHTPAIMU COJIM Ha TMOBEPXHOCTH CHJIMKAress MPUBOJUT K MEPEKPHIBAHUIO
CUJIAHOJIBHBIX TPYIII U HUBEJIMPYET UX BIUSHUE Ha yaepxxuanue mparc-JII'NT u TnomoueBunsl. Hamu
3aMEUeHO, 4YTO C YBEIMYEHUEM COJAEpkKaHMsS TeKCaHa pa3pelieHHe MEXIy TIeOMEeTPHUYECKHUMHU
M30MEpPaMH yMEHBIIAETCS, YTO OYEBHJHO CBSI3aHO CO CMEHOW XpomaTorpauueckoro pexuma Ha

HOpMaJTbHYIO (hazy.
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w (Ca(Ac),) HenonsuxkHOH (ase, %

Pucynoxk 49 — 3aBucumocTts daktopa ynepxkuBanus TM u nzomepos AI'NUT
ot konuuectBa Ca(CH3COO)2 B HenoaBuxkHOM (hase;

NOJBMKHAsA (a3a: rekcaH:u3onponmioBsiii ciiupt (40:60, 00beMH.)

IIpu paznenenun cmecu N,N'-gumerus 3amenieHHbIX THoMo4eBHHBI U JI'MT Ha mmactumne,
MOIU(DUIIMPOBAHHON AIleTaTOM KaJbIUsl, IPOUCXOAUT U3MEHEHHE MOPSIKA STIOUPOBAHUS MEKIY YUC-
JuMeATUT u [duMeTM, B cpaBHEHHMH C HEMOJU(PHUIMPOBAHHOW IJIACTUHOW. YBEIMYMBACTCS
yaepxkuBanue yuc-JAI'UT, 6marogaps KOOpIMHAIIMOHHOMY B3aUMOJCHCTBHUIO €0 ABYX THIPOKCUITBHBIX
rpynn ¢ kanbiueMm (Pucynok 50). YnepxuBanue mpanc-JITUT U THOMOYEBUHBI C yBEIWYCHUEM
COJIEpaHUsl KaJIbLIUsl YMEHBILIAETCS, W3-3a MEPEKPbIBAHUS CHUJIAHOJBHBIX TPYNH, U OTCYTCTBHEM

a71cOpOLIMOHHOTO B3aMMOJIEHCTBUS MOJSIPHBIX IPYMI aHAJIUTA U COPOEHTA.

Rf 0,95 ~

0,90 —@ —e

Tpanc-JIuMeJAl'T
0,85
0,80
JAuMeTM

0,75 A umc-TAuMe/ITAT

0,70+

0,65 T T T T T
0,0 0,5 1,0 1,5 2,0

w (Ca(Ac),) HemoaBIKHOH dase, %
Pucynok 50 — 3aBucumocts (akropa yaepxusanus JuMeTM u nzomepos JuMeAl'UT
ot konmuectBa Ca(CH3COO)2 B HenoaBmxkHOU (hase;

nmoJIBIKHAs (aza: rekcaH:u3onponwioBsli crmpt (50:50, 00bemH.)
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Ecnu mpuHATH ycllOBHE, YTO OCHOBHBIM B3aUMOJEHCTBHEM MEXIYy HEMOJIBMKHON (azoil u
aHAJTUTaMHU, SIBJSIETCS JOHOPHO-AKLENTOPHOE B3aUMOJICHCTBUE MEXIY THOHHBIMH (opMaMu u
TUAPOKCWIBHBIMU IpynnamMu reoMmerpuyeckux wusomepoB JAI'MT, To mpenmonoxxurenbHas cxema

B3aMMOJICHCTBUS aHAJIUTOB C MOIU(PUITMPOBAHHON HEMOIBY)KHOU (ha3oi mpeacTaBieHa Ha Pucynke®S1.
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Pucynok 51 — I[Ipeanonaraemasi cxema yJIep>KMBaHUsl aHAJIMTOB Ha TUIACTHHE,

MOI[PI(I)HLIPIpOBS.HHOfI all€TaTOM KaJIbLIUA

Taxum 00pa3oM, BEIOpaHBI ONITUMAITEHBIE YCIIOBUS pa3/IelICHHsI 3aMEIICHHBIX W HE3aMeIIeHHBIX
reomerpudeckux nzomepo JAI'MT: mmactuna Sorbfil [ITCX-AP-B-YO®, mogudpunuposannas 1,5%
pacTBOpOM areTrara Kalbllus, MOJABIKHAS (a3a: rekcaH:u3omnpormuioBblii crnupt (40:60, oObeMH.)

(PucyHnok 52).

Pucynok 52 — Pa3znenenne aHaauTOB HA IUIACTUHE,
MOIU(HUIMPOBAHHON PacTBOPOM alleTaTa KajiblUs ¢ KOHLeHTpauei 1,5 macc. %;

nmoABIKHAs (aza: rekcaH:u3onponwioBklil criupt (40:60, 06beMH.)
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OcCHOBHBIE XapaKETPUCTHKU BEUIECTB IpU UX omnpenenHuu meronom TCX mpencraBicHbl B
tabmuue 7. Paspemenue mexay msomepamu (Rs) ompenensin kak paccTOSHHME MEXIY IEHTpaMu

xpomatorpaduueckux 30H (AX), neneHnoe Ha cpenneapudmerndeckoe ux mmpud (w) (1).

AX

R. =
’ 1/2><(W2 — wq)

(D
Pazpemenne mexay mzomepamu (Rs) yuc- m mpanc- IUUT no meronuke cocramiser 1,9,
paspeuienue Mexnay wuzomepamu yuc- U mpauc- JuMell’'MT cocramser 1,13. 3nauenus Rs

CBHUACTCIILCTBYIOT O ITOJIHOM PAa3CJICHUHN BCUICCTB.

Tabmuua 7 — Xapakrepuctuku uzomepon JII'UT paznenennsix ¢ nomouipio TCX

™ yuc-ATUT | mpanc-AT'UT | dTuMeTM yuc-IuMe Il U'T mpauc-
JuMeIlUT
Re | 0,79 0,54 0,84 0,76 0,72 0,88
w - 0,4-0,63 0,7-0,91 - 0,6-0,75 0,83-0,98
Rs 1,9 1,13

Hamu ycraHoBieHo, uTo OONBIIMK BKIIAJ B yACPKUBAHHE aHATM3UPYEMBIX BEIISCTB Ha
MJIacTUHE, MOJAU(PUITUPOBAHHONW MEIbI0, BHOCUT THOAMUIHAS TPYIa, a HE THAPOKCHIbHBIE TPYIIIIHI.
AneTaT KaJbIMsl TOKa3bIBAET XOPOIIYI0 CEJIEKTUBHOCTh MO OTHONIEHHWIO K MPOCTPAaHCTBEHHBIM
rugpokcuiiconepkamuM  uzomepam  JIT'UT. [l moarBep:kaeHUsS B3aUMOAEHCTBUS aHAJIUTOB C
areTaToM KabIusl ObUTH CHATHI Y D-CIIEKTPBI CMECH aHAIIMTOB C alleTaTOM KaJIbIUs, TaK KaK aHATUTHI

coziepskat xpomoopusie rpymisl -C=S u -N-H-.

Hccneoosanue szaumooeticmausi muomo4esuHol,
4,5-0ucuopoxcuumudazonruoun-2-muona u ux N,N'"-oumemuinpou3gooHuix

c ayemamom Kaibyus ¢ npumeHeHuem YCD-CPZQKWZPOCKOHMM

Hamuuue xpomodopubix rpynn -C=S u -N-H- B MoJekynax HCCIeIyeMbIX COCAMHEHUIH
MO3BOJISIET UCCIEA0BaTh UX ¢ oMol Y d-cnektpockonuu. [ToaroMmy 1i1st 00bsCHEHUS MeXaHU3Ma
pasaenenus BemecTB Ha miactuHe A TCX, MoaudumpoBaHHON arieTaToM KaibIHsl, OB CHSATHI
Y®-cnektpol BogHbix pactBopoB TM, IuMeTM u cootBerctByromux um JIAI'MT, a Takxke pacTtBopa

areTara KajubIUs U €ro cMecel ¢ HCCIICAYCMBIMH BCUICCTBAMMU.
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PucyHnok 53 — Y®-cnekrpsl: 1-THOMOUYEBHHA; Pucynok 54 — Y ®-cnekTpbl BEIYUTaHUS
2-1,2-qumetmiitnomoueBuna; 3-AI'T; pactBopa Ca(Ac)2u3 ero ¢ MecH c:
4-TuMeIl' UT; 5-Ca(Ac)2 1'-THOMOYEBHHOIA;

2'-1,2-IMMETUITHOMOYEBUHOM;

3'-JITUTom; 4'-IuMeJIT U Tom

[TepBbIli MAaKCHMyM IIOTJIOIICHUSI THOMOYEBHHBI TIPH 196 HM COOTBETCTBYET N-m* Mepexoay
9JIEKTPOHOB AMMHOIPYMI, & BTOPOH MAaKCHMyM IOIJIOMIEHHUs 235 HM XapaKTepU3yeT JJIEKTPOHHBIE
nepexoabl m-n* rpynmnsl -C=S (Pucynok 53) [59]. 3amena nByx aTOMOB BOJOpOJa Ha METHIIBHBIE
rpynnbl, OO0JagaronIie MOJIOKUTEIbHBIM HHAYKTUBHBIM 3()(QEeKToM B THOMOYEBHHE, MPHUBOIUT K
06aTOXpOMHOMY CHIBHUTY MepBoro Makcumyma 206 HM 1,3-AMMETHITHOMOYEBUHBI U HEOOJIBIIOMY
TUIICOXPOMHOMY CABHUTY BTOpOrO MakcuMyma a0 232 HM, B CpPaBHEHMH C HE3aMELIEHHOU
THOMOUYEBHUHOH, M3-3a MOJIOKUTEITHHOTO HHIYKTUBHOTO 3¢ (ekra MeTmibHbIX Tpynn JuMeTM [91].

Cnextp AI'MT nMeer nosocy moriomeHus ¢ MakCUMyMoM 238 HM, KOTOPBIM COOTBETCTBYET
T-m* AJIEKTpOHHOMY mepexoay rpynmnbl -C=S. Bropas monoca mornomieHust 204 HM XapakTepu3yeT
n-* nepexof B -N-H- rpynmne u obpasoBanue tHonbHOM Gopmbl AT'UT. Hannure METHHOBBIX IpymIl,
COCJIMHEHHBIX C THIPOKCHWIBHBIMU rpynmnaMu B Mosekyne JJI'UT, npuBoauT k 6aTOXpOMHOMY CIBUTY
nosoc nornomenust J{I'MT oTHOCHTENbHO THOMOYEBHHEI, a TaK)Ke HAOJI01aeM THIIOXPOMHBIN AP heKT
MEPBOM MOJIOCHI.

B Y®-cnekrpe JIuMe/Il U'T HaGrogaeTcst TMITOXPOMHBIH ()P EKT IEPBOI MOIOCHI TOTIIOIICHHS
U HEOOJBIION THUIICOXPOMHBIA 3PdekT B cpaBHeHUU ¢ YD-crnekrpoM HesamemenHoro JI'MUT. Dto
00CTOSITENILCTBO MOKET TAK)KE CBUAETEIHCTBOBATH O B3aUMOAEHCTBUM CUTMa 3JIEKTPOHOB METUIILHOU
rpynmbl ¢ xpomodopHbiMu Tpynmamu  JII'MT, mo aHamorum ¢ MCXOJHBIMH 3aMEIICHHBIMU

THOMOYCBHUHAMU.
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[Tornomenue anerara xanblus B Y® 00JacTH CBA3aHO C BJICKTPOHHBIMM NEpexoiaMu n-m*
KapOOKCHJILHOW I'PYyMITbI C MAKCUMYMOM IOTJIOIIEHUS B AanbHel obmactu Y @-cnekrpa (Pucynok 53).
B Y®-cnekTpax cMecu arerara Kajiablysl ¢ UCCIEIYEMbIMU COEAMHEHUSIMU MaKCUMYyMbl TOTJIOMICHUS
COOTBETCTBYIOT MaKCHUMyMaM HOIVIOIIEHHUsS] MHIUBHUIYaJIbHBIX BELIECTB, MOITOMY JUIsl NOHMUMAaHUS
B3aUMOJICHCTBUS MEX/y peareHTaMu OblT MCIOJIb30BaH MPUHLMN aaquTUBHOCTU. [Ipu onpeneneHHON
JUTMHE BOJIHBI, €CITH KOMIIOHEHTBI CMECH HE B3aUMOCHUCTBYIOT IPYT C IPYTOM M HE 00pa3yroT KOMILIEKC,

TO CyMMa OINTUYECKUX IUIOTHOCTEH KOMIIOHEHTOB B CMECH paBHA ONTHYECKON IUIOTHOCTU CMECH (2).
D=Y¢,-1-C, (2)

[Tpu BerunTanuu Y @-CcrieKTpoB UHAUBUIYAJIbHBIX BEIIECTB U3 Y D-CHEKTPOB CMECEH ¢ alleTaToM
KaJbpIusl HAOMIOJaeTCsl HEeOONbIIONW THIOXPOMHBIM CIBHUT MEPBOIO MaKHCMyMa, COOTBETCTBYIOIIETO
AJIEKTPOHHBIM MepexoaaM -NH- rpymnmbsl U npuHaAiIexKameld K THOJIBHOW (opMe THOMOYECBUHBI, C
MaKCUMaJbHBIM 3Ha4YeHHEM i TuomoueBuHBl W HeszamemenHoro JI'MT (Pucynok®54), dro
MOJITBEPXKJIAET HKCIEPUMEHTaJIbHbIE pe3yNbTaThl, moiydeHHble ¢ momompio TCX. HaumbGonbiiee

YACPKUBAHUC HEC3aMCIUICHHBIX aHAJIUTOB HAa MO)II/I(I)I/II_II/IpOBaHHOI\/'I alcTaToOM KaJlbIus TCX-nnacruse.

TCX memoouxa onpedeneruss mpanc-4,5-0ucudpoxcuumuoazonuouH-2-muona

6 cmecu ¢ yuc-4,5-oucudpokcuumuoazonuouH-2-muoHom

Crnenyrolum 3TaroM HallluX UCCIIEJOBAHUMN SIBIISUIOCH ONPEIeNIEHNE FT€OMETPUUECKUX H30MEPOB
JAI'UT meronom TCX ¢ ucnomp3oBanueM BuuaeoaeHcuToMmeTpun. TCX XpomMarorpamMma H30MEpPOB
JAI'VT npuBeneHa Ha pUCYHKE 55, XapaKTEPHUCTHKH XpoMaTorpauuecKux IMHKOB, PaCCUMTAHHBIC

nporpammoii «Sorbfil Videodensitometer» npuBezieHsl B Tabauie 8.

Ta6muia 8§ — Xapakrepuctuku uzomepoB JII'NUT, pazaenennsix ¢ ucnonaszoBanuem TCX

Conepxanue | SApkocts, | Acummetpus | Paspeiienue, Yucro
HaszBanue | Rr Sk B cMecH, % H nuka, As Rs TEOPETUIECKUX
Tapenok, N
Huc-
0,54 | 7286 34,3 425 0,44 1,9 353
JATUT
Tpanc-
0,84 | 13979 65,7 1320 0,73 1951
ATUT
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Cenexmusnocms TCX METONMKH OIEHHBAIU MO 3HAYCHUIO Rs MEXIy TeOMeTpHYCCKUMH
mzomepamu JI'MT. Ilo 3nauenuto Rs=1,9, MOXHO chenaTh BBIBOJ, YTO BEIIECTBA MOJHOCTHIO

pasneneHsl u Metoauka cenektuBHa (Tabmmma 8).

1300
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1100

1000

FApkocTs,

500 oue-JITUT

PN

0.0 01 0z 03 0.4 05 0§ 07 08 08 10

Pucynok 55 —a — ®oro TCX-nnactunsl pazaenenus yuc- u mpauc-JAT AT,
6 — TCX xpomatorpamma yuc- u mpanc-JAT'NT; ® Ca(CH3COO)2= 1,5 macc.%,;

NOJBMKHAs (a3a: rekcaH:u3onponmioBsiii ciiupt (40:60, 00beMH.)

Cneyuguunocmo omnpenensuii no BenaunuunHe Ry marna anamusupyemoro JI'MT, xoropoe
cooTBeTcTBOBaJIO Rf msiTHA cTtannaptHoro oopasua 1 mpanc-JAT'UT (Re= 0,73) 1 10 HHTEHCUBHOCTH
OKpacKu COOTBETCTBOBAJIO CTaHAapTHOMY obOpasiy mpanc-JI'UT.

JIJist onipeneNie st AuHetlHoCmu MemoouKu, ObUTA IPUTOTOBIIEHBI pacTBOpsl mparnc-JT UT.

Kanubposounsie pactBopsl mpanc-JAIT'UT miist moctpoeHus rpaayupoBOYHON KPUBOM FTOTOBUIIH
u3 o0pasia, KOTOPBIM MpeIBapUTENLHO XOPOIIO MPOMBIBAIN AUCTUIUIUPOBAHHON BOJOW IJII OUYUCTKHU
OT BO3MOXHBIX HpuMmecei THoMoueBUHbI U yuc-AI'UT. YucroTy mnoaTrBepkAaiu ¢ IMOMOLIBIO
nporonHoro cnekrtpa JAI'MT. Hanocunm wna muauto crapra 0,2 mxn mpauc-JAI'UT, 3atem

xpomarorpaduposanu (Tabmuma 9).

Tabmuua 9 — 3aBucumocts KoHUEHTpau mparc-JII T oT spKOCTH MATHA HA XpOMaTorpamme

C (AI'UT) mr/mn SApxocts, H C (AI'T) na nmnacTuHe, MKT
0,25 50 0,3040
0,48 273 0,6150
0,86 544 3,8435
1,108 655 3,0400
1,70 1088 7,687
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CornacHo mMONy4YeHHBIM MpH XpomatorpadupoBanuu pactBopoB mpanc-JI'UT nanHbIM,
MIOCTPOCHA TPaJyUPOBOYHAS 3aBUCUMOCTH ¢ Kodddummentom R? = 0,99, B nuanazoHe ompeaensieMbIx
koHueHntpanuit 0,3—7,7 Mxr, metoauka nunerina: H = 855,04C + 836,09, (Pucynok 56). Conepxanue
mpanc-JITUT B cmecu ompenensioT 1O OAHOBPEMEHHOMY XpomaTorpadupOBaHUIO HW3BECTHOM
KOHLeHTpauuu pactsopa mpanc-JAI'NT, B nuanazone 0,3—7,7 Mxr mpanc-/IT' T Ha nnactune, u cMecu
C Heu3BeCTHbIM cojepxkanueMm mpanc-JIINT, u paccuuThiBaloT cojlepkaHue H30MEpoB B % C

ucnojbs3oBanueM nporpammel «Sorbfil Videodensitometery.
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Pucynok 56 — I'panynpoBoyYHas 3aBUCUMOCTD SIPKOCTH TATHA
ot conepxxkanus mpauc-JAI' T na mnactune [ITCX-B-A-YO, o Ca(CH3COO)2= 1,5 macc.%;

MOJBMKHAS (a3a: rekcaH:u3onponmioBsiii ciiupt (40:60, 00beMH.)

Toxazamenv noemopsiemocmu memoouxu oneHuBanu kak CKO B yCIOBHSIX MOBTOPSEMOCTH,
nokasamenv npomexcymounou npeyusuonnocmu oneHuBain kak CKO B ycrnoBusX NpEeLU3UOHHOCTH,
nokasamenb NPAsUIbHOCMU U MOYHOCMU, KaK DPACIIUPEHHYI HEOIpeaeleHHOCTh. B auamasone
koHieHtpauud ot 3,0 mo 7,7 Mkr mpawuc-JITAT Ha muacTuHe mOKa3aTellb MOBTOPSAEMOCTH H
IPOMEXYTOUYHOM  TMPEIU3MOHHOCTH  He  mpeBblmaer  7,5%, 1oka3arenb  MPaBUIBHOCTHU
5,7 % wu tounoctu 11,1% (Tabmuua 10). [TogpoOHBIt pacuer npeacrasieH B npuioxeHun A. Kpome
TOT'0, OLIEHEHA CUCTEMATUUYECKasl MOIPEIIHOCTD MO t-KPUTEPHIO, YCTAHOBJIEHO, YTO OHA HE 3HAYMMa Ha
¢one cmyuaitHoro paszdpoca.

CrnenyromuM 3TanioM paboOThl SIBISUIOCH pa3fiefieHue U KOJMYECTBEHHOE OIpe/iesieHue
reomerpuueckux uzomepos JuMe/ll' UT. [na pasnenenus reomerpuueckux uzomepos JuMe/ll'UT

metonqom TCX, wucnonb3oBajack CMeCh, MOJIy4YEHHass IO METOJIUKE, IPEACTaBICHHOH B
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3KCHCpI/IMCHTaJIBHOI71 qaCTu, rac COACPKAHUC yuc-u30MEepa HAXOAUTCA HUKC YPOBHIA TIKO

(Pucynok°®57).

Ta6muma 10 — MeTponoruyeckrue XapakKTepUCTHKH METOJIUKH KOJMYECTBEHHOTO OIPEIeIICHUS

mpanc-JAT'UT B cmecu ¢ yuc-JATUT meronom TCX

C [Tokazarenb ITokazarens npomexytounoi | Ilokazarenb [Toka3zarenb
MIOBTOPSIEMOCTH MPEU3UOHHOCTU MPaBUILHOCTH TOYHOCTHU
mpanc-
AI'NT, MKT | ©, MKT o % G, , MKI G o o /0 U, [ U, % |U  mxr| U %
MKT
0,3 0,02 11,7 0,04 27,6 0,15 | 50,1 0,09 29,8
0,6 0,03 4,0 0,07 10,1 0,11 19,2 0,16 26,4
3,0 0,2 7,0 0,22 7,5 0,17 5,7 0,33 11,1
4,0 0,11 2,7 0,21 5,1 0,21 53 0,43 10,7
7,7 0,41 53 0,37 4,8 0,18 2,4 0,38 4,9

[TockonbKy yuc- n30Mep HE BBIIEIEH B YUCTOM BHJIE, KOJMUYECTBEHHOE OINpEEIEHUE n3o0Mepa
HE MpeCTaBISAETCS BO3MOXKHBIM, TaK Kak IPU HAHECEHUH Ha TUIACTUHY OOJIbIIel KOHIIEHTPAlUH CMECH
HuMeJIl'UT tepsiercs paszpeuieHne Mexay uzomepaMu. [1o3ToMy mpuBOASTCS TOJBKO Ka4ECTBEHHBIE
XapaKTepUCTUKU paszaeneHus uzomepoB metogoMm TCX. PasgeneHue reomMeTpudecKux H30MEpOB
IPOUCXOAUT 10 6a30BOM JIMHNU €O 3HaUeHueM 1,13, moATOMy MO’KHO CUMTATh, YTO U30MEPHI Pa3/1€ICHBI
nojiHoCThO. [lpubnusurensHoe coaep’KaHUE Te€OMETPUYECKHUX H30MEpOB B % MOMKHO OILIEHHUTH C

ucrosb3oBanueM nporpammeal «Sorbfil Videodensitometer» mo sipkoctu nisiten (Tabmuma 11).

Tabmuma 11 — Xapaktepuctuku reomerpudeckux wu3omepoB JuMelllTUT pasneneHHBIX

MmetogoM TCX

Conepxanue | Spkocts, | Acummetpust | Pasperienue, Yucrno
Hazpanne Re St B cMmecH, %o H niKa, As Rs TEOPETUYECKUX
Tapenok, N
Luc-JTuMeTTUT | 0,72 | 2443 10,8 329 0,44 353
Tpanc-TaMelTUT | 0,88 | 20244 89,2 2508 0,71 LB 1764
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Pucynok 57 — a — TCX xpomartorpamma yuc- u mpanc-JAuMell’' UT; 6 — ®oto TCX-
IacTUHBI paszneneHus yuc- u mpauc-JAuMe I’ UT; nmnactuna [ITCX-B-A-YO®,
o Ca(CH3COO)2= 1,5 macc.%;

NOJBMKHAs (a3a: rekcaH:u3onponuwioBslit cupt (50:50, 00beMH.)

Taxkum o0paszom, pazpadborana konudectBeHHas TCX mertonuka onpenenenus mpanc-JAIUT B
cmecu ¢ yuc-JITUT. B nuanazone ompexaensieMbix KoHueHTpanui 0,3—7,7 MKr METOAMKA JIMHEITHA,
cenekTuBHa U crienupuyHa. TCX MeToanKa MPUroaHa AJisl ONPEICTICHHSI COJIEPIKaHUs T€OMETPUIECKIX
U30MEPOB B CMECH, OJTHAKO TPyJOeMKa JUIsi M3y4YeHUs KUHETUKU mporecca obpazoanus JIUT,
MO3TOMY CJEAYIOIMMA Imar paboThl — pa3pabOoTKa METOAMKHA KOJWYECTBEHHOTO OIPEACICHUs M

pasziesieHus TAOMOYEBUHBI U reoMeTprueckux nzomepon AT metogom BOXKX.

Paspabomxa u onmumusayus ycioeuti pasoenenus yuc- u mpauc-

4, 5-0ueuopoxcuumudazonuoun-2-muona memooom BIKX*

Iloobop cmayuonapnou gasel u saroenma. Jna nerexrupoanus JJI'T Obuta BeIOpaHa avHa
BOJIHBI Tipu 238 HM, UCXO/S U3 MakcuMyma ero mnoromienus B Y ®-obnactu. M3-3a CyliecTBEHHOTO
pasnuuus B pactBopuMocT uzomepoB JII'UT B Bosie, MOKHO MONPoOOBATH Pa3IeUTh UX MEXK]TY COOOM
B O® pexxume BOXX. Onnako ncnonszoBanue koiaoHku Cig PerfectSil Target ODS-3 HD 250%4,6 mwm,
pa3Mep YacTHIl 5 MKM C TIOJIBFKHOM (a30it Boja:anieToHUTPII (99:1,00peMH. ) HE TTO3BOJIHIIO Pa3/IeIUTh
uzomepsl AT (Pucynox 58A). 3amena noasmxkHoi (as3sl Ha 100% Boay He MpHUBENO K JIydlIeMy
pasnenenuto uzomepos JII'UT. ITosTomy Obuia BeiOpana kosoHka Cs Zorbax Eclipse Plus Cs 4,6x250
MM, pa3Mep YacThIl 5 MKM, Kak MeHee ruapodobHas mo cpaBHeHuto ¢ Cis, 0€3 M3MEHEHHS COCTaBa

MI0€HTa. DTO MpuBeNo K HenosHoMy pasaenenuto yuc-JAI'UT (k = 0,3) u mpanc-ATUT (k = 0,2) ¢

*nozlpawen BeIToHsICS Mamko K. E.
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pazpemenueM (Rs) = 1,3 (Pucynok 57b). [loxoxue pe3yabTaTsl ObUTH MOTYYEHBI TPH UCTIONIb30BAHUH
konouku Luna 5u PFP 100 A (2) (150x4.6 MM, 5 MKM), C aHaJIOTMYHBIMU HOJBIKHBIME (ha3aMH 3a
WCKIIFOYEHHEM TOTO, YTO YACPKUBAHME HEMHOI'O YBEJIMYMIIOCH, & Pa3pelICHHE MEXAYy H30MeEpamu

JAI'NT ymenpmunock (Rs = 0,7) [92].
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Pucynok 58 — XpomarorpaMmMbl MOJIEILHOM CMeCH TeoMeTpuueckux uzomepon JAI'MT

B O® BOXKX: A — daza Cis (kononka Target ODS 3 HD, 250%4,6 MM, 5 MKM pazmep

4yacTHIl), MOOWIbHAS (pa3za: Boma:aneToHuTpwi (95:5, o6vemHu.); B — daza Cs (komonka Zorbax
Eclipse Plus Cs, 4,6x250 MM, 5 MKM pa3Mep 9acTHIl), MOOWIbHAS (ha3a BOJA:alleTOHUTPIIT

(99:1, 0OBEeMH.)

[Tonyuennsie pe3ynbTaThl Mokazanu, yto pexxum OO BOXKX He moka3bIiBaeT CEIEKTUBHOCTH K
pa3JeNIeHHI0 TeoOMeTpUIeckiX n3oMepoB. A amroupoBanue JITUT ¢ MuHHUMaNbHBIM K03 uIrenTom
yAepKUBaHMsI, 00yCIIOBJIEHO €r0 PACTBOPUMOCTEIO B BoJie. [10 3TOM ke mpruyrHe MPOr3011I0 HEMOJIHOE
pazzaenenue xopoio pactBopumoro — yuc-JI\'NT u menee pactBopumoro B Bojae mparc-JIT'UT.
PacnipenenutenbHbplii MEXaHU3M, MPEMMYLIECTBEHHO peanu3oBaHHbBIM B pexume OD°BOXX, He
o0ecreynBaeT JOCTATOYHON PErHOCEIeKTUBHOCTH JUIsl pa3/IelieHuss U30MEPOB, NMOATOMY ObUI BBIOpaH
pexum HO BDXX, ¢ GombmuM BKIAIOM aJCOPOIIMOHHBIX B3aUMOJEHCTBUM MEXKIY aHAJIUTOM H
cTarmoHapHOu (ha3oil.

B H® BDXX B kauecTBe CTalMOHAapHON (a3pl HCHOIB30BAM KOJMOHKY Zorbax RX-SIL
Analytical 4,6x150 MM, pa3smep dYacTull 5 MKM, KOTOpas COCTOMT M3 HEMOAM(DHUIMPOBAHHOTO

CHJIMKarcis. CI/IJII/IKaFCJII), KaK HM3BCCTHO, MPCUMYIICCTBCHHO CBA3BIBACT aHAJIMTHI 34 CUCT CHJIBHOI'O
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MOJIIPHOTO B3aUMOJICHUCTBUS, MTOITOMY (PaKTOp yACPKUBAHUS aHAIU3UPYEMbBIX BEIIECTB J0JDKEH OBITh
MPOTOPIIMOHANIEH KOHIIEHTPALMU MOJISIPHBIX rpymni. Hanmuuue ABYyX TMAPOKCUIIBHBIX U aMHUHO- TPYHI
MPUBOJIUT K cuiIbHOMY ynaepxkuBanuto [T, mostoMy sl yMEHBIIEHUS €r0 YICpPKUBAHUS B
MOJABMXHYIO (ha3y rekcaH:u3onponaHoi qo6asisii moaudukaTop 1,2-nponanaunon. [loasmwkHas dasza
rexcan:uzonponanon: 1,2-npomanauon (94:5:1, o6beMH.) obecrieynBana BHICOKOE YICPKUBAHUE H
xopoee pazaenenue mpanc-JATUT (k= 20,8) n yuc-JATUT (k= 19,5, Rs = 1,8) (Pucynok 59A), ogaako

BpEMA aHaJIM3a COCTABJIAIO 15 MHH, YTO HC AOIIYCTUMO IOJI U3YUCHUA KUHCTHKU PCAKIIUU.
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Pucynok 59 — Xpomarorpammsl MOJIeIbHOM cMecu reomeTpudeckux uzomepos JIUT:
A — H® BOXX, xononka Zorbax RX-SIL Analytical 4.6x150 mMm, 5 MKM pa3Mep 4acTHiI),
MoOMIbHas ¢aza rekcad:u3ornpomnano: 1,2-nmpomanauon (94:5:1, 00beMH. );
b — BHO® na cumitoii auonsHO# ¢aze, kononka Luna HILIC 2004, 4.6x150 MM,
5 MKM pa3Mep 4acTull), MoOuIbHas ¢a3a areToHuTpuiI:Boaa (95:5, o0bemH.);
B — H® BDXKX, na cumroii quonbHoii pase (Luna HILIC 200 A, 4.6x150 MM,

5 MKM pa3Mep uacTull), MoOusbHas (a3a areToHUTpui: rekcan:0yranon (90:5:5, o0bemH. ).

[Ipu ucnonwszoBanuun NH: ¢a3er u mogsmxkHONW (a3l ameroHUTpHI:BoAa, (98:2, 00BEeMH.)

AIOUPYETCsl CMeCh H30MepoB C (akrtopom ynepxkuBanus (k=2,5 ). DTo cBsi3aHO C TeM, 4YTO
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cTalMOHapHas (haza MpeAcTaBiIsieT cOOON MPUBUTHIE HA CHJIMKAreilb aMUHOIPUIIMWIbHBIE I'PYMIIBI, a
OCHOBa MOJU(PHUIMPOBAHA TPUMETHICHIWIXJIOPUAOM C 00pa3oBaHUEM JHUIMOPUIBHBIX TPy
(-Si-O-Si-(-CH 3)3), anst pa3aeneHus TUMOoQIEHBIX COSTUHEHUI.

Heo6xomumo Ob110 BHIOpaTh a3y, KOTOpas CIOCOOCTBYET pa3AelieHUI0 TUAPOPMIBHOTO Yyuc-
u3zoMepa 1 ruapopobHoro mpanc-uzomepa. Kononka Luna HILIC 200 A4,6 x 150 MM, pasMep yacTuix
5 MKM C cranuoHapHOW ()a30il Ha OCHOBE CHIMTOW AMOJNBHOW (ha3bl, KOTOpas 0Opa3yeT MOIMMEPHBIH
CJION Ha MOBEPXHOCTU JUOKCHIa KPEMHUS, COAEpKAILINUNA OKCUITUIIEH U THIPOKCUIIbHBIE TPYIIIBL.

CranuonapHast (a3a COIEPKUT TMAPOKCUIbHBIE I'PYMIbI, KOTOPHIE SBISAIOTCS OHOpAMHU U
aKLENTOpaMu BOJOPOAHBIX CBsI3€H, a TakkKe y4YacTBYIOT B JMIIOJNb-AMUIIONBHBIX B3aWMOJICHCTBUSAX;
sapupnbie Tpymmbl, (-CH2-O-) ¢ OUMONB-AUMNONBHOW W aKIENTOPHONH aKTUBHOCTSIMH, a TakKke
METHJIEHOBBIE TPYMNIBI ¢ TUNOPMIbHON akTUBHOCTBIO (Pucynok 60) [93, 94]. bnaronapst Tomy, 4TO
CHJIAHOJIbHBIE TPYIIbI OJOKMPOBAHBI, IPAKTUYECKHU UCKIIFOYAETCsl HeoOpaTuMmas aficopOuus NOISPHBIX
COEJIMHEHUI Ha TMOBEPXHOCTH CHJIMKAressi, TakoM COpOEHT AOJKeH obecrneuyuBaTh Oojiee CHIIbHBIE
ruipooOHBIE B3aMMOACHCTBHS, Ye€M MpOCTas IuoJ-(Pa3a M TMO3BOJIUT OJHOBPEMEHHO pa3/eiHTh

BEIIIECTBA C PA3HOM JIMIO(DUIBHOCTBIO.

0/\TH/_O OH
o

Pucynok — 60 Cmurast quonbHas ¢asa kojmonka Luna HILIC

UcnonwszoBanne smoeHta (95:5, o00beMH.) TMO3BOJWJIO pa3AeliuTh BCE BEIIECTBA C
KOA(P(UIIMEHTOM yJIEpP)KUBAHUS COEIMHEHUIN COOTBETCTBEHHO, paBHbIM: 0,7 u 0,6 nns mpanc- n yuc-
JAI'UT cootBerctBenHo, 1 Rs = 3,1 (Pucynok 59B). Ilopsmok 25rouMpoBaHus U30MEPOB MEHSETCS B
cpaBHennn ¢ HO® BOXX na SiO2 daze, mpanc-ATUT nyumie ynepxusaercs, ueM yuc-J\I' UT uz-3a
00JIBIIET0 BKIJIAJa MEKMOJIEKYJIISIPHBIX BOJOPOIHBIX CBS3EH € AMOIBHOHN (a3oil.

Peanuzyemble ycnoBusi Xpomarorpaguieckoro pasfelieHHs MOTYT OTHOCHTCS K BOJHOM
HOpMasibHO (azoBoit xpomarorpaduu (BHOX) nnu HILIC (runpodunbras xpomarorpadusi). [Toaromy
JUI YCTaHOBJICHHSI THUIIA XPOMAaTOrpauuecKkoro pexuma, BOJAY B IOABIKHON (as3e 3aMeHWIN Ha
pactBop ¢dopmmara ammoHus (5-50 Mr), mpuU 3ITOM yACpPKHBAHHE BEIICCTB HE H3MEHWIOCH.
CnepnoBarenbHO, YAEpKUBAaHUE U pa3pelIeHne MEeXAy COSAMHEHUSIMH He 3aBHCHUT OT pH moaBuxkHON
¢a3bl. YMeHbIIeHHe BOIbI B MOABIKHOM (a3ze oT 5 10 1 macc.% NpuBOAUT K YBETUUECHUIO pa3pelleHus

mexay m3omepamu JIIUT mo 3,24. 3ameHa Bonabl Ha CMech OyTaHOJIa:T€KCaHAa M HCIOJIb30BaHUE
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HOJBM)KHOM (pa3bl alleTOHUTPHIL:TeKCaH:0yTaHOJ yBEeIHMUUBaeT yaep:kuanue uzomepon JAI'NUT, Taxxke
mensiercst popma mukoB JJI'UT (Pucynok 59B). Takum 00pa3oM, yMEHBIIEHHE KOJIMYECTBA BOJBI, U KaK
CJICZICTBHE-YMEHBIIIEHUE DITIOUPYIONICH CHIIBI TIOABMKHOW (pa3bl B CHCTEME, MPUBOIUT K OOJbIIEMY
B3aMMOJICHCTBHIO aHAJINTA U CTAL[MOHAPHON (Da3bl C yBEINYECHUEM Pa3peIICHHs] MEX1y U30MEPaMU, TO
ecTb IpeodiasaeT afcopOIMOHHBIN MEXaHU3M yAepKuBaHus, peaausyembiii B HO BOXKX.

B pexume HILIC 0o0br4HO HEe ymaeTcsl pa3feiuTh CMeCh THAPOPHIBHBIX U THAPO(OOHBIX
BellecTB. Pa3jeneHne BeleCTB IMPOUCXOAMT 3a CUET PACHpPENENICHUs aHAJIU3UPYEMbIX COEIMHEHUMN
MEXJy HNPEUMYLIECTBEHHO OpPraHUYecKOil MoaBMKHON (a3oif 1 00pa3yrolMMcs BOJHBIM CJIOEM Ha
HOBEPXHOCTU copOeHTa, Oiarogapst aJcopOLUU BOJBI U3 AIIIOCHTA MOBEPXHOCTHBIMHU IOJISPHBIMHU
rpynnamu copOenrta. st oOpa3oBaHHsI Takoro cios HEOOXonuMo He MeHee 5 macc.% BoAbl B
noaBwxkHOM ¢aze [95]. BHOX mpencraBiser coboit meTon, B kKotopoM peanuszyercs OD BIKX
(HaIMYMe HEMOJIIPHOM CcTarmoHapHoW ¢(a3el W Oojiee moyisspHOTO pactBoputensi) 1 HO BIXKX
(yBelMYeHHE YIEpKHUBAHHUS AHAJIUTOB C YBEJIMYEHHEM IMOJSPHOCTH HitoeHTa). [lostomy Mbl
TIpe/oaaraeM, 4To pasjieJeHue BellecTs Ha kojtonke Luna HILIC 200 A 4,6x150 MM ¢ aioeHTOM
areroHuTpwiI:Boaa (95: 5, 00bemH.) oTHOCHTCS K BHDX.

Hoenmugurayua xpomamoepaguueckux nuxos. llogTBepKIeHHE OIUHAKOBOH NPHPOJIBI
IperoiIaraéMbIX XpoMaTorpaguuecKux MUKOB U30MEPOB MTPOBOIMIIN 110 CHEKTPATbHBIM OTHOLLICHUSAM,
paccuMTaHHBIM IOCJIE IETEKTUPOBAHUS Ha TpeX JUIMHAX BOJH — 229 HM, 238 M u 245°am (PucyHok
61). Cnektpanpabie  otHOmeHus (Tabmuma  12)  moATBepkmalT  ONHM3KYIHO  TIPUPOTY

xpoMartorpaduaeckux muKoB ¢ ¢pakropoM yaepkubanus k' 0,6 u 0,7.

Tabmuma 12 — CrekTpalibHbIe OTHOLIECHUS THKOB yuc- U mpanc-JITNT

CrektpanbHble oTHOIIEHUS S(A1)/S(A2)*
OTHOIIIEHHE IJTUH BOJH A1/ A2 k'=0,6 k'=0,7
(yuc-JAT'UT) (mpanc-JATUT)
229/245 0,2 0,2
229/238 0,3 0,3
238/245 0,6 0,6

* OTHOIIICHUE rmomagleﬁ XpOMaTOFpa(bI/I'-IeCKI/IX IMUKOB ITPpH JCTCKTHPOBAHUHN Ha PA3JIMYHBIX JJIMHAX

BOJIH

Mo nanueiM 'H SIMP-cnektpockonuu (I'nasa 3.3) B McclemyeMbIx 06pasiax MPUCYTCTBYIOT
PEUMYILIECTBEHHO MPanCc-N30MePBl, T0O3TOMY CUTHAJIBI C O0MIbIIEH MIIOMAAbI0 — (PaKTOp yAEep )KUBaHUS

0,7 mpunaanexat mpanc-JAI'NT.
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Pucynok 61 — Xpomarorpamma JII'MT u ¢ nerekTupoBaHHEM Ha TPEX JJUHAX BOJIH:

1 —245 1M, 2 — 238 uM, 3 — 229 HM

Mertonuka ompezaeneHuss reomerpudeckux uzomepoB JI'MT HeoOxomuma miiss KOHTPOJIS
peakuMu MEXIy THOMOYEBHMHON W TIJIMOKCAJeM, a TaKkKe JUIs W3Y4YeHHMs] KMHETUKU 3TOH peakiuu.
[TosTOMy BaKHBIM KPUTEPUEM OINPEIEICHUS THOMOYEBUHBI U reoMerpuueckux uzomepoB JAI'MT B
pPEaKIMOHHON Macce, SBJIsETCs BpeMs aHaiu3a 0e3 CyIIEeCTBEHHOM MOTEepH pa3pelieHHs] CUTHAJIOB.
BBuay sTOro cremyromuM STanoM Hamied paboThl ObLIO ONpeNeleHHue ONTUMAIBHOTO BPEMEHHU
aHanu3a. [Ipy yBenM4YeHUMM CKOPOCTH NMOTOKA YMEHBIIAETCS PA3PELICHHE MEXIY aHAJIU3UPYEMBbIMHU
KOMIIOHEHTaMH, MPU CKOPOCTU MOTOKa 1,8 MJI/MUH paspelleHrne MEeXIy H30MepaMH COCTaBisieT: 1;
mexay tuomoueBuHOM M yuc-JATUT 0,8. Ilpu ckopoctn moroka 1 MII/MUH, pa3pelIeHHE MEXIY
uzomepamu 1,8, yuc-JA'T u TnomoueBuHoii 1,5, ogqnako Bpems aHanu3za 6 muH. [Ipu ckopoctu moToka
1,5 mu/mMuH, pa3pemieHne Mexay H30MepamMu coctasiseTl,S, mexay TnomoueBuHon u yuc-JAI'UT 1,3.
B cBsi3u ¢ 3TUM ObLIIa BEIOpaHa CKOPOCTH TIOTOKA 1,5 MII/MHH B BpeMeHeM aHanu3a 2,6°MuH.

[IpennoxeHnHble yCIOBHS aHalu3a TaKKe€ HPUTOAHBI JJII OJHOBPEMEHHOI'O pa3AesICHHs
THOMOYEBUHBI M TeoMerpuueckux wuzomepoB JII'MT. Takum o0pa3oM pa3paboTaHa METOJHUKA
paszieneHns U onpeaeeHusl THOMOYEBUHBI, reomeTprudecknux nzomepon [AI'MT B peakuroHHON Macce.
[IpoBenn OLEHKY METPOJOTMYECKHX XAPAKTEPUCTUK METOJMKH OIpPEAENICHUs] THOMOYEBUHBI, yuc- U
mpanc-4,5-AUruIPOKCUMMHUIA30JUINH-2-THOHA B PEaKIMOHHOM cmecu meToioM BOXX.

Cenexmusrnocms METOAMKY OIIECHUBAIIH 110 pa3penieHunto Rs mexxay tnomoueBunoi u yuc-JAI'NT,
a Takke Mexay reomerpuueckumu nzomepamu JII'MT. Onenky paspemieHusi MUKOB MPOBOJMIN B

COOTBETCTBUU C (HOpMYJIOi 3.

2-At 2 (tro— tr) (3)

R =
Wi+ W, Wi+ W;

S

B BBIOpaHHBIX YCIOBUSX, B MOJICIEHON CMECH, COCTOSIIEH U3 THOMOYEeBHHBI U n3omepoB JI'UT,
paspemenne Rs Mex 1y reoMeTpu4eCKUMA N30MEpaMH COCTaBIsET 1,5, a MeKly THOMOYEBUHOM U Y-

JI'UT — 1,3, dro sABIgeTCS TPUEMIIEMBIM I JaHHOW METOAWKH. MeToauka oOecreuynBaeT
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JIOCTaTOYHBIM YPOBEHb CEJICKTUBHOCTH — XpoMaTorpaduuecKrue MUKM THOMOUYEBUHBI U T€OMETPHUECKUX
n3oMepoB JAI'MT He HakitagbIBarOTCS IpYT Ha Apyra.

Cneyughuunocmos memooOuKy OTPENESISTA 00aBICHHEM B MOJAEIBHYIO CMECh THOTHIAHTOMHA
(Pucynok 62). Ilo cymecTBylOmUM JaHHBIM, THOTHIAHTOMH MOXET 0Opa3OBBIBATHCS B PE3yibTaTe
nonydyenus JAI'UT u sBasATbCA €ro comyTCTBYIOIIEH TpUMechio. B pe3ynbprare xpomarorpagupoBaHus
MPUTOTOBJICHHON CMECH, MOKHO CEJIaTh BEIBOJI, YTO METOAMKA crierupudHa st ThomodeBuHbL, I UT

Y BO3MOYKHOM COITyTCTBYIOIEH IPUMECU — THOTMIAHTONHA.

MEA Tpanc-ITHT

2500

2000

me-TTHT

500
THOTHIAHTOHE

05 1 .15 2 25 min

Pucynok 62 — XpomarorpamMmma MOJI€JIbHOTO pPacTBOpa THOTMAAHTOMHA, THOMOYEBHUHBI,
reoMmerpuueckux uzomepoB I UT mist onpenenenus crnenuuaHOCTH METOIUKH;

xononka Luna HILIC 200 A 4,6x150 MM, >10eHT arieToHuTpui:Boaa (95: 5, 00beMH.)

Jnst pa3paboTKK METOMKH OTpeeieHus reomerpuaeckux n3omepoB JI'UT u THOMOYEBUHEI,
OB B3ST IMAIIa30H KOHIIEHTpaIui ;uisi TnomoueBHHBI OT 0,8—0,02 mr/mn, anst yuc-JATUT ot 0,15-0,003
mr/mi, mst mpance-JAITAT ot 0,85-0,017 mr/mi, cornacHO HEOOXOIUMBIM YCIOBHSIM KHHETHYECKOTO
OKCIIEPUMEHTA. B COOTBETCTBUY ¢ BRIOPAHHBIM TUATIA30HOM KOHIICHTPAITUH MPUTOTOBJICHBI PACTBOPHI.

Ilpucomosnenue pacmeopos muomouesuvl

Hcxonubrit pabouwnii pactBop 1 OBUT MPUTOTOBIIEH METOI0M HaBecku u3 200 M THOMOUYEBHHBI B
100 M cmecu aneroHuTpuia/Boasl (95:5, 00BbeMH.), € TMOJy4eHHEM pAacTBOpa THOMOYEBHUHBI C
KOHIIeHTpanuei 2 mr/mir. icxoaHblil pabounii pacTBOp 2 TOTOBWIM pacTBOpeHrneM 80 MI THOMOYEBUHBI
B 10 wmim cmecm ameroHutpmwia:Boasl (95:5, o00BeMH.) C TOJy4YeHHEM KOHIEHTpAIUH
0,8 Mr/mn. OctanabHbIe paCTBOPHI OBUIM MPUTOTOBICHBI METOJIOM Pa30aBIEHUSI UCXOTHOTO pacTBopa 1

(Tabmuma 13).
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Tabmunma 13 — IlpuroTtoBneHue pabodynx pacTBOPOB THOMOYEBUHBI JUIS TOCTPOCHHUS
IpagyupOBOYHOTO Tpaduka
HaszBanue O0BeM 0O0BeM KoHnuenrtparus
Pazbagssiemsrii pacTBOp
pacTtBopa QIUKBOTHI, MJT | KOJIOBL, MJI | pacTBOpa, MI/MJI
Wcxoausiii pabodunii pacTBop
PactBop 1 2 10
1 0,4
PactBop 2 Pactop 1 5 10 0,2
PactBop 3 PactBop 2 5 10 0,1
Ucxonnpiii pabouuii pacTBop
PactBop 4 1 25
1 0,08
PactBOp 5 Pactsop 1 2 25 0,032
PactBop 6 PactBop 2 1 10 0,02

[TonydyeHHble pacTBOPBI MCHOIB30BAIM ISl IOCTPOCHUS T'PaTyUPOBOYHONW KPUBOU U OLIEHKH

MCTPOJIOTHYCCKUX XAPAKTCPUCTUK METOJUKU.

CornacHo MOJNyYEHHBIM IPH XpOMATOrpaUpOBaHUU PACTBOPOB THOMOYEBHHBI JITAaHHBIM,

HIOCTpOCHA

IpayupoBKa

C

kodpunumentom R? =

0,9994 =u

YpaBHEHUEM

MIPSIMOM:

y=0,0001x + 0,0081, u3 koTOpOI CieayeT, uTo B 00sacT KoHIeHTparui ot 0,8—0,02 Mr/mn MeToanka

nuHeiHa (PucyHok 63).

C(t™), r/mi
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PI/ICYHOK 63 — Fpa,[[yI/IpOBOLIHaH 3aBUCUMOCTH KOHIICHTpAIUU TUOMOYCBUHEBI OT

II0maaM XpoMaTtorpapuueckoro nuka; koaonka Luna HILIC 200 A 4,6x150 M,

AJTIOCHT aneTOHUTpWI:Boa (95: 5, 00beMH.)
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OrneHeHBI METPOIOTHUECKHUE XapaKTEPUCTUKU METOUKU OTPEeNIeHNs THOMOYEBHUHBI METOIOM
BOXX mo PMI" 61 2010, (P =0,95, n=3,1=15). Ilokazamenv noemopsemocmu memoouxy ONeHUBAIH
kak CKO B yCJIOBHSIX TOBTOPSIEMOCTH, NOKA3AMENb NPOMEHCYMOUHOU NPeYUu3UOHHOCHU OTICHUBAIHA KaK
CKO B yci0oBHSX NPEIU3NOHHOCTH, HOKA3amelb NPAGUILHOCMU U MOYHOCMU, KaK PACIIUPCHHYIO
HEeoTpeaeNeHHOCTh. Bee mokasarenu mpueMieMsl A7l KOTUYECTBEHHOTO ONPEIeIeHUS THOMOYEBHHEI U

TeOMETPUYECKUX N30MEPOB B KMHETHUECKOM dKcniepuMmente (Tabmiuma 14).

Tabmuua 14 —  MeTpojoruueckue  XapakTepUCTUKM  METOJUKU  ONpeeNCHHs

TuomoueBuHbI pu nostyuenuu AI'NT merogom BOXKX

C [TokazaTens [Toka3aTenb [Tokazarens [Toka3zaTenb TOYHOCTH
TUOMOYEBUHBL,| MOBTOPSEMOCTH | MPOMEKYTOUHOU MPaBUIBHOCTH
MOJIB/JI MPEUU3NOHHOCTH
Or,n, Or,1, %0 ORn1 |OR 1 % Us, Uy, % Unm, Un, %
MOJIb/TT MOJIb/TT MOJIb/TT MOJIb/TT
0,02 0,0002 1,0 0,0004 1,9 0,005 24,6 0,01 25,0
0,08 0,002 2,2 0,002 2,7 0,002 2,7 0,01 7,8
0,2 0,002 1,3 0,007 3,7 0,009 4,8 0,02 8,3
0,4 0,004 1,2 0,015 3,0 0,013 3,6 0,03 6,4
0,8 0,005 0,7 0,01 1,3 0,012 1,5 0,02 2,8

Ilpucomosnenue pacmeopos I’ IT

Wcxonupiii pabounii pactBop 3 ObUT MPUTOTOBJIEH METOAOM HaBECKU pacTBOpeHHeM 247,6 Mr
cmecu mpanc- v yuc-JITUT B 25 M cmecu Boja:anieTOoHUTPIII (95:5, 00beMH. ) ¢ TTOTydeHHuEM pacTBopa
¢ KoHIeHTpauueit 9,9 mr/min. OcranbHble pacTBOPHI TOTOBUIMCH MeTOIoM paszbasienus (Tabmunals).
CojepxaHue M30MepoB B cMecH ompenenunu MerogoM 'H SMP 1o OTHOIIEHMIO MHTErpaabHbIX
WHTEHCHUBHOCTEW CUTHAJIOB METHUHOBBIX rpym. Mcxonnas panemudeckas cmecs JI'UT cocronut u3 15
% yuc-, u 85 % mpanc- nzomepa. CoriacHo MOITYYEHHBIM MPU XpomaTtorpadupoBaHUU PACTBOPOB
mpanc-JJI'UT nanHbIM, MOCTpoeHa TpaxyupoBka ¢ kodpduuuentom R?* = 0,9999 u ypaBHeHuem
npsmoii: y = 0,0002x + 0,0015, u3 kotopoii cnenyer, yTo B odnacti koHueHtpanui ot 0,8-0,02 mr/mi

MeToauka JuHeitHa (PucyHnok 64).
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Tabmuna 15 — [purorosnenue pabounx pacTBOpoB yuc- u mpanc-JAUUT

Konnenrpanusa | Konnentpanus | Konunenrpanus
O6bem | OOBeM pacTBopa pactBopa pacTtBopa yuc-,
No Paz6asnsiembrii
AIHUKBOTHI, | KOJIOBL, | CMECU mpaHc- mpawc-, JAT'NUT, mr/mi
pacTBopa pacTBop
MJT MJT Jyuc-JATAT, JAT'UT, mr/mn
MTI/MIT
Ucxonueri
1 pabounit 1 10
pactBop 3 1 0,85 0,15
Hcxoaubrit
2 pabouunii 1 25
pactBop 3 0,4 0,34 0,06
HcxoaHbrit
3 pabouunii 1 10
pactBop 3 0,1 0,085 0,015
HcxoaHbrit
4 pabounii 1 25
pactBOp 3 0,04 0,034 0,006
HcxoaHbrit
5 pabouwii 5 25
pactBop3 0,02 0,017 0,003
0,9
5 0,8
E 0,7
gﬁ 0,6
= 0,5
04
Q
§ 0,3
go2
O 0,1 1 :
0 il
0 1000 2000 3000 4000 5000

IInomane nmuka

Pucynok 64 — I'panynpoBouHasi 3aBUCUMOCTb KOHLIEHTpauu mpanc-JITUT

OT TIOIIAJIM XpoMaTorpaduueckoro nuka; koiaonka Luna HILIC 200 A 4,6x150 mwm,

AMIOEHT alleTOHUTPIIL:BoJA (95: 5, 00beMH.)
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CornacHo Moxy4eHHbIM pH XpoMaTtorpadupoBanuu pactBopoB yuc-JI T nanabsiM, mocTpoeHa
rpagyupoBKa C k03 punmeHTOM R? = 0,9996 u YpaBHEHHEM IIPSIMOM:
y = 0,0003x + 0,0005, u3 KoTOpO# CienyeT, 4To B 00JIaCTU OMpeAeNIeMbIXx KoHIeHTpalui ot 0,15—

0,003 mr/mn meTonuka uHeHa (PucyHok 65).
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Pucynok 65 — I'panynpoBouHasi 3aBUCUMOCTb KOHLIEHTpauuu yuc-JAI' T
OT MJIOIIAAU XpoMaTorpaduyeckoro nuka; kononka Luna HILIC 200 A 4,6x150 mw,

ANIOEHT alleTOHUTPIIL:BoA (95: 5, 00beMH.)

Jnist  ompeneneHHus  yy8CmeumenibHOCMU — METOTUKH  XpoMmarorpadupoBaid  pacTBOPHI
aHAJTM3UPYEMbBIX BEIIECTB C MHUHHMAJIbHON KOHIICHTpanuedl B TpaayupoBke. [T THOMOYEBHHBI C
koHneHTpanueit 0,02 Mmr/min cootHomieHue curHana k mymy S/N=235 (PucyHok 66), mo3atomy

MHWHHUMAaJIbHAasA KOHLICHTPAUA THOMOYCBHUHBI IO METOJUKE BBIIIC I10.

4 ™

Pucynok 66 —XpomaTorpamMma pacTBopa THOMOUYEBUHBI ¢ KOHIIeHTparuei 0,02 mr/mi;

kononka Luna HILIC 200 A 4,6x150 MM, 2)110€HT alleTOHUTpUI:BoAA (95:5, 00beMH.)
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Xpomarorpamma pactBopoB yuc- U mpauc-JAITUT ¢ xonuentpamueit 0,003 u 0,017 mr/mm,
COOTBETCTBEHHO, ITpe/icTaBiIeHa Ha Pucynke 67, 13 KOTOPOro CleayeT, YTO OTHOLIEHHE AaHATUTHYECKOT O
curHana k mymy coctaBiusier 40 u 340, mia yuc- u mpanc-JAU'UT, coorBerctBeHHO. Ilo3aTomy

MHUHUMaJbHas KoHLeHTpanus 1is usomepoB AI'MT no metoauke Boie [10.

MmEAT]

25+

204

Pucynok 67 — Xpomarorpamma pactBopa reomerpudeckux nzomepon AI'UT nns
OnpeiesIeHUs] YyBCTBUTEIbHOCTH METOIMKH; KooHka Luna HILIC 200 A 4,6x150 MM,

AITIOCHT alleTOHUTPII:BozA (95:5, 00beMH.)

Pazpaborannyro BOXXX wmeroawky ompenencHuss THOMOYEBHHBI, yuc- U mpanc-JATUT B
PEaKIMOHHON Macce, UCTIOIb30BAJIN JIJISl U3YUEHHUS KHHETUKH ITPOLIecca B3aUMOIEHCTBHSI THOMOYEBHHBI

" T'JIMOKCaJIA, KOTOpOfI MOCBAIICHA CJICAYIOIIAad 4aCTbh AUCCEPTAlIUU.

3.5 llpumenenne BIKX meToquku onpeneneHns THOMO4YEBHHBI,
reomerpudeckux nzomepon II'NUT u pesyabraTtoB AMP-cniekTpockonuu

AJIg UCCJICAOBAHMUSA IMTYTH MPOTCKAHUA PCAKIIUN MEKTY THOMO4Y€BHHOM U IIHOKCAJIEM

JUis  KMHETHYEeCKOro »HKCHEPUMEHTa MCIONb30BAId MOJIBHOE COOTHOLIEHHE pPEareHTOB:
truomoueBuHa: TIMokcasb 1:1, C pearentoB= 1 monw/n, T cunre3a = 30 °C. JIs1 OCTaHOBKH PEAKITUN
0,2 mn peakunoHHoi macchl pazodasnsn 0,8 Ma CH3CN npu temmnepatype 2—5 °C [96]. TIpo6sr 10
aHaIM3a XpaHWIN B XoyoAuiapHUKe Ipu Temneparype 2-5 °C. VcmoBus BOXX ananusa,
paspaboTaHHbie ISl omnpeesneHus reomerpudeckux wu3zomepoB JI'MT u THOMOYEBUHBI ObUIH

WCIIOJIb30BaHbI ISl ONpeAesieHuss KOHIeHTpauuu TuomoueBuHbl U JII'MT B peakuroHHON cMecH Tpu
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M3YyUYCHUM KHHETUKM Mpouecca. TunumyHasg xpomarorpamma cMecu yuc- u mpaunc- JAITUT n

TUOMOYEBUHBI IOKa3aHa Ha PUCYHKE 68.

panc-JITHT
w

1250
une-JTHT

8

S
1000 + o

750 -

250

1812 2

0.5 1 15 2 25 mn

Pucynok 68 — Xpomarorpamma peakiimoOHHOM CMECH MPU U3YUYEHUU KUHETHKU
peaKIuy THOMOUYEBHHKI ¢ TIIHOKcaneM; kononka Luna HILIC 200 A 4,6x150 mw,

AMIOEHT alleTOHUTPUI:Boa (95:5, 00beMH.)

B pesynpTare KHHETHYECKOTO JKCIEPUMEHTa OBUIM TIOJNyuyeHBbl KPHUBBIE HW3MEHEHUS
koHIeHTpanuu TtuomouyeBuHbl U JII'UT Bo Bpemenu (Pucynox 69). M3 KOoTOpbIX BUAHO, YTO MpHU
kKoHBepcun THOMOoueBHHBI B 98,8%, Beixom JAI'MT cocraBmin~65%, 4YTO CBUIAETENHCTBYET O

NpOTEeKaHWU MOOOYHBIX peaknuid. B rmase 3.3 muccepranuu, ¢ ucnois3zoBanneM SIMP-criekTpockonuu
YCTaHOBJIEHO, YTO B pe3yJibTaTe pPEaKkUHUHd THOMOUYEBMHBI C TJIMOKCAJIEM IMOMHMO T€OMETPUYECKUX
nzomepoB JII'UT, o6pa3yroTcs ero KHCIOPO Coep Kaiiuid aHajor -yuc u mpanc- JIT'N u 1,3-nuruapo-

2 H-umMnaa3omia-2-THOH.
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Pucynok 69 — Kunetnueckue kpusble cunresza JII'NT: TpeyronbHUKN —3KCIEPUMEHTAIbHbIE

JTAaHHBIE, IMHUS — pacyeT 10 MOJIEH ¢ HalIeHHBIMU KO3 purmeHTaMmu
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Pe3ynpTaThl KMHETHMYECKOTO JKCIEPUMEHTAa M HUCCIENOBaHUS IPOLYKTOB pEaKkLUU C
ucnosnb3oBaHueM SIMP-crieKTpOCKONHY MO3BOJISIOT MPENOI0KUTE MEXaHN3M 00pa30BaHuUs TOOOUHBIX
npoaykToB. [Ipuyem B nuHamuueckom SIMP skcniepumeHTe, yCTaHOBIIEHO, YTO B IPOLIECCE CHHTE3A,
nocyie 00pa3oBaHus cOeUHEHUH reomeTpruaeckux n3omepoB JII'NT, mporcxoauT yBenTndeHHE CUTHAIA
IIPOTOHOB METMHOBOW Ipymmsl 1,3-auruapo-2H-ummunas3on-2-THOHA, a 3aTeM IOSBIISIOTCS CUTHAJIbI
METHHOBBIX TPYII yuc- U mparc-J{I'Y, 4T0 TOBOPUT 0 IOCIEI0BATEIHHOCTH 00pa30BaHUs COSTUHEHHH.
Hamnune xucnopoaconepxkamux ananoros JII'T, cBunerenscTByeT 0 B3aUMOACHCTBUN TIIMOKCAIS C
MOYEBHHOHM, HO H3HAYAJIBHO B PEAaKUMOHHOM Macce€ OHa OTCYTCTBOBAJIa, BEPOATHEE BCErO0 OHA
oOpa3zyeTcst B pe3yibTaTe NOOOYHBIX peakuuid. [lo HameMmy NpeamonoXeHuio, MO aHAJIOTUU C
MEXaHU3MOM B3aUMOJICHCTBUSI THOMOYEBUHBI C OSH3MIIOM THOMOYEBHHA B3auMoaeicTyeT ¢ JAIUT ¢
oOpazoBaHueM MOYEBUHBI, 1,3-muruapo-2H-umMuaa3zon-2-THOHA ¥ CEphl, Jajee MOYECBHHA

B3aUMOJICHCTBYET ¢ IiHokcaneM ¢ oopazoBanueM [II' M (Pucynok 70) [97].

H,N_ _NH,
\[f HN_ NH, s
s X
® o s =
'i« 0 (OHZ : : HN NH + H2NTNH2 N HN NH +Sg
H HN. _NH T \”/
0
HN._ _NH Y s s
s

T

S

Pucynok 70 — Mexanu3m oOpa3oBaHus TOOOYHBIX MPOTYyKTOB B cuHTe3e I UT

[IpennoxxenHnas cxema oOpa3oBaHusi noO0ouyHBIX mnpoaykroB JI'MT, nerma B oOcHOBY
HPENON0KEeHHOW KuHeTHYeckoi Moaenu cucteMbl. Ha pucynke 71 npeacraBieHa cxema oOpa3oBaHuUs

JT'UT n no60YHBIX peaklui, MPOTEKaIOIINX B pearupyolei cucteme.

5 + HN NH
)‘L oNO 6
2

Pucynok 71 — Cxema peakuuil B pearupyroliei cucteme
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HOI[TBep)KI[eHI/IeM aICKBATHOCTHU npezmo;erHoﬁ CXCMbI, MOXCT BBLICTYIIATh CIIOCOOHOCTH
MaTeMaTH4eCKOM MOACIIN, HOCTpOCHHOﬁ Ha OCHOBC CXCMbI, aACKBATHO OIMMCBHIBATDH OKCIICPUMCHTAJIbHBIC

nanuble. Cxema peakiuii onuckiBaetcs cuctemoit OJ1Y, comepxarieit 3 KHHETUYECKUX KOHCTAHTHI:

¢y = —kicica — kacics

cy = —kicica — kscsen

cg = kicicy — kacscy

¢y = kacser

¢y = kacger — kscsCa

cg = ksCsC2

c1(0) =2, e(0) = 3, ¢3(0) = c4(0) = ¢5(0) = ¢6(0) = 0

Kunernueckue napamerpsl ki, ko, k3 Haxoaumnuch Kak KOOpAMHATHI MUHUMYMa CYMMBbI
KBaJIpaTOB OTKJIOHEHHWW pACUETHBIX KOHLEHTpauuid THoMoueBuHbl W JII'MUT mno ™omenn ot
JKCIIePUMEHTANbHBIX AaHHBIX (Pucynok 71). [louck MuHUMYyMa MPOBOJWICS C TIOMOIIBIO alTOPUTMA
Hennenepa-Muna ¢ MHOrokpatHbiM 3amyckoMm [98]. st HaxOXXIeHUsT pacyETHBIX KOHLIEHTpaIUil
MIPOBOJIMIIOCH YHCIICHHOE UHTETPUPOBAHNE CUCTEMBI OOBIKHOBEHHBIX MU PEepeHIINAIBHBIX ypaBHECHUI
C TOMOIIBIO TOJYHESIBHON NBYXCTaJAMHHOW L-ycToiumBoil cxembl Po3eHOpokKa ¢ KOMIUIEKCHBIMH
koadurmentamu (4 mopsiaka TouHOoCcTH) [99]. Pacder nmpoBoamiIcs Ha CEpUM CTYIIAIOIIMXCA CETOK C
OLICHKOW IOTpEIIHOCTH BblUMCcIeHUH mo merony Puuapnacona [100]. Ha pucynke 69 mokazaHo
CPaBHEHUE pACUYETHOM KpPHBOM 10 MOJEIH C SKCIEPUMEHTAIbHBIMUA JaHHbIMU. BuaHO, YTO
IpeJJIoKEHHAsi CXeMa YJIOBJIETBOPUTEIHHO OMHUCHIBAET SKCIIEPUMEHTANIbHBIE JAHHBIE.

Ha ocnoBanum pesynpraroB SAMP u BDOXX ananuza mpemiokeHa KHUHETHYECKash MOJIEIb
macmrabupyemoro nporecca cuute3a JII'UT u paccunransl ee nmapametpsl [101, 102]. Ipennoxena
cXeMa peakuui, oObsACHsIONAs obOpa3zoBaHue mMoOouHBIX mpoaykroB JI'MT. Mogens xoporro
OTMHChIBaeT KMHETUKY oOpazoBanus JI'UT, pacxoma THOMOYEBHUHBI U MOKET OBITh MCTOJIB30BaHA TIPH

MOJCIINPOBAHUHN TCXHOJOITHYCCKHUX ITPOUCCCOB U PCAKIIMOHHOTO 060py,HOBaHI/I$I.
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BeiBOABI

1. Meronom Y®-CHeKTPOCKONMUU YCTAaHOBIEHO, YTO THOHHAas (opMa THOMOUYEBUHBI
npeo0agaeT B BOAHO-CIIUPTOBBIX PACTBOPHUTENAX C HU3KOW AMDIICKTPUUECKOW MPOHUIIAEMOCTHIO B
HeliTpanbHOU cpene. ConepikaHue THOHHON (QOPMBI THOMOYEBUHBI MpPH J00ABIECHUM KHUCIOTHI
npeobagaeT B BoJie, IOATOMY MONydeHue 4,5-TUrupoKCUUMUIA30JIUIUH-2-THOHA HEOOX0IUMO BECTU
B 3TUX YCJIOBHSX.

2. PazpaboTana MeTOQMKAa ONpPENENCHHUS THOMOYEBMHBI B  peakUuu OOpa3oBaHUS
4,5-TUruIpOKCUMMMHUIA30JIMINH-2-THOHA ¢ puMeHeHrneM KP-criektpockonuu in situ.

3. Pazpaborana TCX wMeronuka pa3ieneHUS W ONpPENeICHHUS T€OMETPUUYECKUX H30MEPOB
4,5-TUruAPOKCUUMUIA30UANH-2-THOHA, OCHOBAaHHAs Ha  CHENH(PUYIECKOM  B3aMMOICHCTBHH
TUAPOKCHIIBHBIX TPYIIT H30MEPOB C MOIU(DHUIIMPOBAHHOMN alleTaTOM KaJbIIHs TOBEPXHOCTHIO TIJIACTHHBI.

4. Pazpaboran TCX cmoco® pa3aeneHuss reoMeTpudeckux wuszomepoB N,N'-nmumerui-4,5-
TUTUIPOKCUUMUIA30IUINH-2-THOHA,  OCHOBAaHHBII  HAa  CHEUU(UYECKOM  B3aMMOJCHCTBHUH
TUAPOKCHIIBHBIX TPy yuc-N, N'-numerun-4,5-1uruipoKCUMMUAa30 I IMH-2-THOHA c
MOAU(PUIIMPOBAHHON alIETATOM KaJIBIIHSI TTOBEPXHOCTHIO TJIACTHHBI.

5. Pazpaborana BDOXX Meroawka ompenaeiacHUss THOMOYEBHMHBI, YuUC- € MPAHC-
4,5-TUruIpOKCUUMHUIA30JIUIUH-2-TUOHA B PEAaKIUU MEXKIy THOMOYEBUHOM U TJIHMOKCAlIEM C
ucnosb3zoBanuem BOXKX.

6. Meronom SIMP-cieKTpoCKONMM YCTaHOBJIEHO, YTO MOOOYHBIMHU MPOAYKTAMH IOJY4YEHHUS
4,5-TUrUIPOKCUMMUIA30JIMANH-2-THOHA,  SIBISAOTCA:  1,3-auruapo-2H-uMnuna3on-2-TuoH, yuc- u
mpanc-4,5-AUruIpOKCUMMHUIA30IUIUH-2-0H.

7. llpennoxkeH crnoco0 OMNpeAeNieHus] CTPYKTYp HUMHUIA30JIUAUH-2-OHOB, -2-THOHOB H
MMUJIAa30IMIMHOB ¢ UCTIonb30BanueM 3HadeHus JINC.

8. IlpemnoxeHa cxema peakiuid, o0bsCHSIONas 00pa3oBaHue MOOOYHBIX MTPOIYKTOB B CHHTE3E
4,5-TuruIpoKCUMMHUIA30IUInH-2-TuoHa. [IpeqioxkeHHas cxema corjacyercsi ¢ pe3yJbTaTaMu,

HOJTy4YeHHBIMH JpyruMu Metonamu (BOXKX, SAMP).
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CnHcoK COKpaleHnii M YCJI0OBHBIX 0003HAYCHUH

a.€.M — aTOMHas €JMHULIA MACCHI;

ADC — aTOMHO-3MHCCHOHHAsI CTIEKTPOCKOIIHS;

A(THON./TUOH.) — OTHOIIEHHE ONTHYECKUX IUIOTHOCTEH THOJIBHOW K THOHHOW (opme
THOMOYEBUHBI,

BH® — Bognas HopmaibHas (asa;

BH®X — Bognas HopMasibHO-(a30Basi XxpoMarorpadus;

BOXKX — BbIcOKO3 () (heKTHUBHAS KUIKOCTHAS XpoMaTorpadus;

B3XX-MC- Boicokoah(hekTHBHAS KUAKOCTHAS XpoMaTorpadus ¢ Macc-ClieKTPOMETPUIECKIM
JIETEKTUPOBAHUEM;

[ITCX-A-B-Y®- miactussl 1y1s1 TOHKOCIOHHOM XpomaTorpaduy Ha aTlOMHUHHEBOM TOJIJIOKKE,
BbICOKOA((DEeKTUBHBIE C YIbTPA(UOIETOBBIM JETEKTUPOBAHUEM;

I'O — rauokcaris;

I'’X-MC — ra3oBas xpomaTorpadus ¢ Macc-CHeKTPOMETPHUYECKUM JIETEKTUPOBAHUEM;

JAI'N — 4,5-auruipoKCuMMUIa30UINH-2-0H;

AT'NT— 4,5-qmuruapoKCUUMUAA30IUIUH-2-THOH;

JuMell' UT — numeTnn-4,5-1uruipOKCUMMHUIa30JIUIUH-2-THOH;

JuMeTM— N,N'-TuMeTHITHOMOYEBUHA;

JANC — 3HaueHne U30TOMHBIX CABUIOB JIEUTEPHS;

JuOAI'NT— nudennn-4,5-muruapoKCHMMHUIA30IHIHH-2-THOH;

HK-cniekrpockonus — nHPpakpacHasi CIEKTPOCKOMHS;

KP-cnekTpockonusi— CHEKTpOCKONUS KOMOMHALIMOHHOIO PACCESHUS;

M.JI. — MAJUTHOHHAS JTOJIS;

H® B3XX — HopManbHO-(a3oBast BLICOKOA(DPEKTUBHAS )KUAKOCTHAS XpoMaTorpadus;

O® BOXKX — obpateHHO-(a3oBast BEICOK03(h(HEKTUBHAS KUAKOCTHASI XpoMaTorpadus;

[NIKO — npeznen KonMuecTBEHHOTO ONPEAEIICHNUS;

[1O — npenen oOHapyKEeHHUS;

CKO- cpenHexBaipaTHIHOE OTKJIOHEHUE;

TM — THOMOYEBHHA;

TCX — ToHKOCTIONHAs XpoMaTorpadus;

Y®-cniekTpockonus — yapTpadruoIeToBas CIIEKTPOCKOIIHS;

OJTA — 3TuneHuaMUHTETpayKCyCHasl KUCIIOTa;

SIMP-crieKTpOCKOIHNS — CHEKTPOCKOIUS SIIEPHOI0O MAarHUTHOI'O PE30HAHCA.
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Ipuioxkenne A

PacueT MeTponornueckux XxapakTepUCTHK METOAUK aHAIM3a MPOBOAMIM 10 MyHKTY 5 PMI 61
2010. HeompeneneHHOCTb, OOYCIOBICHHYIO MPHUTOTOBICHHUEM pAcCTBOPOB, PACCUUTHIBAIU TI0
pyxoBoactey EBPAXVIM/CUTAK [103].

Pacuer MeTpoJ/IOTHYECKHX XaPAKTEPUCTHK METOAMKHU ONpeaeeHHs] THOMOYEBHUHbI B
PeaKIUOHHOM Macce ¢ ucnoJib3oBanuem KP-ciekrpockonuu in situ

KoHneHTpanuio  THOMOYECBHHBI ~ pPACCUUTHIBAIM [0  YPAaBHEHHWIO  TPAAyUPOBKH:
y=0,4067x + 0,6616.

Ta6muna Al — 3Hauenus unTeHcuBHocTeil KP-nonoc mpu 730 u 790 cm! u paccunrannbie Mo

HUM KOHIOCHTpPAIIU TUOMOYCBHUHBI

CtuomoueBUHBI=(.1(M0JIB/1T)
1 neHb u3MepeHui

730 790 1730/1790 CTHOMOYEBHHBI
6506.2 9255.82 0.70 0.10
6479.28 9206.24 0.70 0.10
6480.13 9215.79 0.70 0.10
6523.31 9220.62 0.71 0.11
6520.48 9210.75 0.71 0.11
2 J1IeHb U3MEpPEHUU
6536.2 9285.82 0.70 0.10
6565.9 9294.35 0.71 0.11
6609.94 9354.25 0.71 0.11
6576.13 9339.8 0.70 0.10
6623.05 9390.05 0.71 0.11
3 IeHb U3MEPEHUI
6476.78 9193.44 0.70 0.11
6506.2 9255.82 0.70 0.10
6503.28 9179.28 0.71 0.12
6515.78 9197.57 0.71 0.12
6527.92 9226.01 0.71 0.11
CtuomoueBUHBI=(.2 (M0JIb/J1)
| neHp u3MepeHuit
6882.44 9328.08 0.74 0.19
6963.49 9306.4 0.75 0.21
6930.16 9304.72 0.74 0.20
6904.36 9257.66 0.75 0.21
6899.29 9255.96 0.75 0.21
2 1eHb U3MEPEHU
6886.96 9315.86 0.74 0.19
6940.41 9288.45 0.75 0.21
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6879.02 9226.96 0.75 0.21
6847.06 9238.52 0.74 0.20
6884.31 9254.75 0.74 0.20
3 1eHb U3MEpEeHUi
6899.08 9201.22 0.75 0.22
6850.52 9206.45 0.74 0.20
6907.85 9235.4 0.75 0.21
6853.47 9176 0.75 0.21
6809.39 9162.31 0.74 0.20
CtnomoueBnnbi=0.3 (M0Jib/1)
| neHp u3MepeHuit
7270.96 9393.32 0.77 0.28
7281.97 9330.12 0.78 0.29
7335.98 9381.38 0.78 0.30
7303.18 9351.25 0.78 0.29
7357.88 9352.67 0.79 0.31
2 JIeHb U3MEPEHUM
7292.71 9337.96 0.78 0.29
7330.57 9293.14 0.79 0.31
7316.54 9328.06 0.78 0.30
7363.35 9347.53 0.79 0.31
7382.3 9381.92 0.79 0.31
3 IeHb U3MEPEHUI
7292.71 9337.96 0.78 0.29
7330.57 9293.14 0.79 0.31
7316.54 9328.06 0.78 0.30
7363.35 9347.53 0.79 0.31
7382.3 9381.92 0.79 0.31
CtuomoueBuHbI=(.49 (M0JIB/JT)
| neHp u3MepeHui
8213.8 9509.88 0.86 0.50
8130.9 9494.14 0.86 0.48
8065.58 9449.26 0.85 0.47
8116.42 9478.35 0.86 0.48
8074.77 9490.08 0.85 0.47
2 JIeHb U3MEpPEHUH
8118.47 9393.72 0.86 0.50
8090.57 9384.98 0.86 0.49
8147.76 9419.77 0.86 0.50
8214.86 9468.84 0.87 0.51
8186.33 9423.66 0.87 0.51
3 1eHb U3MEPEHU
8245.05 9535.63 0.86 0.50
8244.24 9574.36 0.86 0.49
8201.9 9434 .24 0.87 0.51
8132.42 9449 81 0.86 0.49




96

8141.76 9456.25 ‘ 0.86 0.49
CtuomoueBUHBI=(.79 (M0JIB/JT)
1 neHp u3MepeHui
9275.6 9509.88 0.98 0.77
9252.42 9494.14 0.97 0.77
9213.31 0438.28 0.98 0.77
9264.72 9455.96 0.98 0.78
9262.13 9451.9 0.98 0.78
2 1eHb U3MEpPEHUN
9488.34 9474.29 1.00 0.84
9420.68 9485.37 0.99 0.82
9393.04 9510.64 0.99 0.80
9385.79 9515.31 0.99 0.80
9416.23 9502.72 0.99 0.81
3 JIeHb U3MEPEHUI
9389.32 0545.58 0.98 0.79
9437.66 9525.86 0.99 0.81
9391.57 9489.4 0.99 0.81
9382.45 9495.93 0.99 0.80
9367.2 9499.8 0.99 0.80
CtuomoueBuHBI=1.08 (M0JIB/JT)
1 neHb u3MepeHun
10575.9 9650.9 1.10 1.07
10497.2 9576.58 1.10 1.07
10520.8 9611.45 1.09 1.06
10531 9618.13 1.09 1.07
10602.6 9641.41 1.10 1.08
21eHb U3MEpPEHUN
10721.8 9642.8 1.11 1.11
10741 9608.71 1.12 1.12
10691.6 9589.28 1.11 1.11
10653.6 9606.3 1.11 1.10
10638.4 9596.95 1.11 1.10
3 JIeHb U3MEepeHui
10655.1 9506.3 1.12 1.13
10620.2 9519.69 1.12 1.12
10571.3 9551.09 1.11 1.09
10664 9536 1.12 1.12
10585.4 9551.57 1.11 1.10
CtuomoueBUHbI=1.4 (M0JIB/1)
1 1leHb U3MEepeHHi
11971.4 9749.96 1.23 1.39
12038.9 9741 1.24 1.41
11871.9 9684.91 1.23 1.39
11839.9 9695.31 1.22 1.38
11841.8 9697.9 1.22 1.38
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2 IeHb U3MEPEHUI

12137.7 9622.22 1.26 1.47
12315.7 9803.39 1.26 1.46
12155.9 9719.43 1.25 1.45
12153.5 9704.96 1.25 1.45

12089 9793.82 1.23 1.41

3 1eHb U3MEpEeHUi

11960.9 9541.61 1.25 1.46
12081.4 9571.09 1.26 1.48
12053.6 9517.79 1.27 1.49
12064.7 9523.22 1.27 1.49
12024.1 9504.41 1.27 1.48

CtuomoueBHHBI=1.57 (M0OJIBL/JT)
1 1leHb U3MEepeHHi

12609.7 9653.88 1.31 1.58
12585.6 9624.99 1.31 1.59
12504.3 9649.18 1.30 1.56
12550.9 9624.66 1.30 1.58
12509.6 9634.41 1.30 1.57
2 1eHb U3MEpEeHui
13086.4 9627.9 1.36 1.72
12852.1 9594.02 1.34 1.67
12804.8 9609.31 1.33 1.65
12751.1 9610.41 1.33 1.64
12731 9621.63 1.32 1.63
3 JIeHb U3MEPEHUI
12791.8 9593.79 1.33 1.65
12810.2 9546.95 1.34 1.67
12881.9 9513.08 1.35 1.70
12826.5 9510.53 1.35 1.69
12940.3 9517.13 1.36 1.72

Tabmua A2 — MeTposorudeckue XapaKTepUCTHKH METOAUKU ONpPEAeTICHHS THOMOYEBHHBI C

ucnonb3zoBanneM KP-cnekrpockonuu in situ, paccuntanssle no .5 PMI" 612010

CtuomoueBuHBLI=(0.1 MOJIB/J

HanmenoBaHue JIeHsb 1 JICHD 2 JICHb 3
0.10 0.10 0.11
0.10 0.11 0.10
0.10 0.11 0.12
0.11 0.10 0.12
0.11 0.11 0.11
Cp. 3Ha4. B CEpUH 0.11 0.11 0.11
S (CKO B cepun) 0.006 0.003 0.006
otH. S(otH. CKO), % 5.6 2.9 5.6
S? 0.00004 0.00001 0.00004
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(Y. S)? 0.000084
max(Y S)? 0.00004
Goken. 0.456
Grabn 0.746
OIHOPOAHOCTH IUCTIEPCUI Ja
Iloka3zareab noBropsieMocTu Mmetoaukuno m.S.2.1 PMI" 61 2010
or(CKO moBTOpsIEeMOCTH METOJIUKH ), MOJIB/JI 0.01
oO1iee cpeHee 0.11
or(otH. CKO noBTOpsieMOCTH METOAMKH), %o 4.9
CKO cpeanero apupMeTHIECKOTO 0,0017
Ioka3zaTesb NPOMEKYTOYHOM NMPEUM3HOHHOCTH 10 1. 5.2.2 PMI 61 2010
or(CKO nmpoMexyTOUHON MPEIIU3UOHHOCTH),
MOJIb/IT 0,0047
or(otH. CKO npomexyTOYHOM MPEU3nOHHOCTH),
% 4.3
OnpenesieHne CHCTEMATHYECKOM COCTABJIAIOIIEH MOIPEIIHOCTHIIO 11.5.3
PMI 61 2010
CwmelnieHne, MOJIb/JT 0.006
otH. Cmenienue, % 6.0
t 9KcCI. 6.07
t TalJ. 4.30

Cwmenienne 3HaYMMO Ha (poHE CIydaiiHOTO
paszbpoca, mo3Tomy B popmyiie pacyera
CwMmernieHre He3HAYMMO Ha (hOHE CITy4aifHOTO paciupeHHON HEONPEAEIEHHOCTH YYUThIBAEM
pa3bpoca CMEIIICHHE.

IHoka3aTenb NpPaBUJILHOCTH MeTOAUKH 110 11.5.3 PMI 61 2010

Uo (CTaHIapTHAS HEONPEACICHHOCTb.
00YCJIOBJICHHAS] CMEIICHUEM ), MOJIb/JI 0.0062

Uo (pacmmpenHas HeOnpeaeIeHHOCTb,
00yCIIOBJIEHHAS TPUTOTOBIEHUEM PACTBOPA,

MOJIB/JT 0.0005
Ue(pacmuperHasi HeOnpe1eIeHHOCTh
00YCJIOBJICHHAS] CMEIICHUEM ), MOJIb/JI 0.012
Ue(oTHOCHTENBbHAS pacIIpEHHAs
HEOMNpeAeNeHHOCTh), %o 11.47
IMoka3aTenb TOUHOCTH MeTOAUKH 110 11.5.4 PMI" 61 2010
Um (CyMMapHas CTaHJlapTHasi HEONPEIEJIEHHOCTD ), 0.0064
MOJIB/JT
Um(cyMMapHast paciiipeHHas
HEOMNpPeeIEHHOCTD), MOJIb/JI 0.013
Um(oTHOCHTENBHAS CyMMapHasi paciiupeHHas
HEONPEIeICHHOCTh HEOMPEICICHHOCTH), % 12.6
CtnomoueBnHbI=0.2 MOJIB/J1
HaunmenoBanue neHb 1 IEHD 2 IEeHb 3
0.19 0.19 0.22
0.21 0.21 0.20
0.20 0.21 0.21
0.21 0.20 0.21
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0.21 0.20 0.20
Cp. 3Ha4. B CEpUU 0.20 0.20 0.21
S (CKO B cepun) 0.010 0.008 0.007
otH.S (otH. CKO), % 4.7 3.9 3.2
s? 0.00009 0.00006 0.00005
(3. S)? 0.0002
max(Y. S)? 0.00009
Goker. 0.462
Gtabn 0.746
OaHOPOIHOCTD AUCTIEPCUI OJTHOPOJTHBI
IToka3aTesb NOBTOPsieMOCTH MeTOAuKH 10 1.5.2.1 PMI" 61 2010
0:(CKO noBTOpSIEeMOCTH METOAHMKH ), MOJIb/JI 0.01
oO1iee cpeHee 0.20
or(otH. CKO noBTopsieMocT METOANKH), %o 4.0
CKO cpennero apuMeTHIECKOTO 0.0037
Ioka3zaTesb NPOMEKYTOYHOM NMPENM3HOHHOCTH 10 1. 5.2.2 PMI 61 2010
or(CKO nmpoMexyTOUHON MTPEIIU3UOHHOCTH),
MOJIB/JT 0.0076
or(otH. CKO npome:xyTOYHOM NMPEeru3nOHHOCTH),
% 3.7
OnpenesieHne CHCTEMATHYECKOM COCTABJISAIONIEH MOTPEIHOCTH MO 11.5.3
PMI 61 2010
CwmelnieHne, MOJIb/JT 0.0045
otH. Cmenienue, % 2.2
t DKCIL. 2.05
t Taod. 4.30
CMeEIlleHHEe He3HAaYNMO Ha oHe ciyd. pazdpoca na
IMoka3aTenb NpaBUJILHOCTH MeTOAUKH 110 11.5.3 PMI 61 2010
Uo (cTaHgapTHAs HEONPEAETEHHOCTb.
00yCJIOBJICHHAS] CMEIICHUEM ), MOJIB/JI 0.0022
Uo (pacuiupeHHasi HeONpeIeIeHHOCTb, 0.0011
00yCIIOBJICHHAS TPUTOTOBIICHUEM PACTBOPA,
MOJIB/JT
Ue(pacimpeHHasi HeONpeIeICHHOCTh
00YCJIOBJICHHAS] CMEIICHUEM ), MOJIb/JI 0.0045
Ue(oTHOCHTENbHAS pacIIUpEeHHAas
HEONPEIeIEHHOCTh), %o 2.19
IToxa3zaTeab TouHOCTH MeTOAMKH 1O 1.5.4 PMI" 61 2010
Um(CyMMapHasi CTaHiapTHas
HEONpeAeNIeHHOCTh),% 2.18
Um (cymmapHas paciivpeHHast
HEOMPEAENIEHHOCTD), MOJIB/JI 0.01
Unm (oTHOCHTENbHASI CyMMapHas paciliipeHHast
HEONPEIeIEHHOCTh HEONPEIEICHHOCTD), % 4.4
CtunomoueBHHBI=(.3 MOJIB/JI
HaunmenoBanue neHb 1 IEHD 2 IEHb 3
0.28 0.29 0.29
0.29 0.31 0.31
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0.30 0.30 0.30
0.29 0.31 0.31
0.31 0.31 0.31
Cp. 3Ha4. B CEpUH 0.29 0.30 0.30
S (CKO B cepun) 0.011 0.008 0.008
otH. S(otH. CKO), % 3.8 2.5 2.5
S? 0.00012 0.00006 0.00006
(. S)? 0.000242814
max(} S)* 0.000123874
Gokcr. 0.510
GTtabn 0.746
OHOPOAHOCTH IUCTIEPCUI Ja
Iloka3aTenb NOBTOPsieMOCTH MeTOAMKH 1o 1m.5.2.1 PMI" 61 2010
or (CKO noBTOpsIEMOCTH METOJIUKH ), MOJIB/JI 0.01
oO11ee cpeHee 0.30
or (otHocutensHoe CKO noBTopsieMmocTu
METOJIUKH), Yo 3.0
CKO cpennero apudmMeTHaecKoro 0.0066
IToka3aTes b NPOMEKYTOYHOM NPeU3nOHHOCTH 1o 1. 5.2.2 PMI 61 2010
or (CKO npoMexyTouHOM Npeln3nOHHOCTH),
MOJIB/JI 0.0099
or (otHOcuTenbHOe CKO mpomexxyTouHoi
MPEIU3UOHHOCTH), Yo 33

OnpenesieHHe CHCTEMATHYECKOI COCTABJIAIONIEH MOTPENIHOCTH MO 1m.5.3

PMI 61 2010
CMelieHne, MOJIb/JI 0.00084
OTHOCHUTENLHOE cMeleHne, % 0.3
t 9KCIL. 0.22
t Tabu. 4.30
CMEIIIeHNEe HE3HAYMMO Ha )OHE CITyIaifHOTO
pa3zopoca na

IToka3aTesb NPpaBUJIBLHOCTH MeTOAMKH 1o 11.5.3 PMI 61 2010

ue (CTaH,ZLapTHa}I HEOMPCACIICHHOCTD.

00yCJIOBJICHHAS] CMEIICHUEM ), MOJIB/J 0.0039
Uo (pacuupenHasi HeONpe1eIeHHOCTb,
00yCJIOBJICHHAsI IPUTOTOBJICHUEM PacTBOPA,
MOJIB/TT 0.0016
Ue (pacuupeHnHas HeonpeaeneHHOCTh
00YyCIIOBJICHHAS] CMEIIICHUEM ), MOJIB/ I 0.0079
Ue (oTHOCUTENbHAS paclIipeHHAs
HEONPEIeIEHHOCTH), %o 2.62

Ioka3aTeJb TOYHOCTH METO/

ukHu no n.5.4 PMI 61 2010

Um (CyMMapHasi CTaH/IapTHAasi HEONPEEIIEHHOCTD),

% 0.0077
Um (cymmapHas paciivpeHHast
HEOMPEAEIEHHOCTD), MOJIB/JI 0.02
Unm (oTHOCHTENbHASI CyMMapHas paciiipeHHast
HEONPEIeIEHHOCTh HEONPEIEICHHOCTD), % 5.1
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CtnomoueBunbi=0.49 MoJib/a
HanmenoBanue neHb 1 IEHD 2 IEHb 3
0.50 0.50 0.50
0.48 0.49 0.49
0.47 0.50 0.51
0.48 0.51 0.49
0.47 0.51 0.49
Cp. 3Ha4. B CEpUU 0.48 0.50 0.50
S (CKO B cepun) 0.012 0.007 0.009
otH. S(otH. CKO), % 2.5 1.3 1.9
S? 0.00014 0.00004 0.00009
(. S)? 0.00027
max(Y S)? 0.00014
Goker. 0.521
Grabn 0.746
OIHOPOAHOCTH IUCTIEPCUI Ja
IToka3aTesb NOBTOPsieMOCTH MeTOAUKH 10 1.5.2.1 PMI" 61 2010
or (CKO noBTOpsIEMOCTH METOJIUKH ), MOJIB/JI 0.01
oO1iee cpeHee 0.49
or (otHocuTensHOe CKO noBTopsiemocTu
METOJIUKH), Yo 1.9
CKO cpennero apudmMeTHaecKoro 0.01201328

Iloka3aTesb NPOMeKYTOUHOI NMPEeUM3MOHHOCTH M0 1. 5.2.2 PMI 61 2010

or (CKO nmpoMexyTO4HOI NMperu3noHHOCTH),

MOJIB/TT 0.0143
or (otHOcuTenbHOE CKO mpomexxyTouHOi
MPEIM3UOHHOCTH), Yo 2.9

OnpenesieHHe CHCTEMATHYECKOI COCTABJIAIONIEH MOTPENIHOCTH MO 1m.5.3

PMI 61 2010
CMelieHne, MOJIb/JI 0.0019
OTHOCHUTENLHOE cMeleHne, % 04
t 9KCI. 0.28
t Tabu. 4.30
CMEIICHHE He3HAYUMO Ha ()OHE CIIy4JaitHOTO
pa3zopoca na

IToka3aTesb NPpaBUJIBLHOCTH MeTOAMKH 1o 11.5.3 PMI 61 2010

ue (CTaH,ZLapTHa}I HEOMPCACIICHHOCTD.

00yCJIOBJICHHAS] CMEIICHUEM ), MOJIB/JT 0.007

Uo (pacuupenHasi HeONpe1eIeHHOCTb,
00yCJIOBJICHHAs] MPUTOTOBIICHUEM PacTBOPA, 0.003

MOJIB/TT

Ue (pacuupenHas HeonpeaeneHHOCTh

00YyCIIOBJICHHAS] CMEIIICHUEM ), MOJIB/JI 0.014
Ue (oTHOCUTENbHAS pacIIipeHHAS
HEONPEIeIEHHOCTh), %o 2.89

Iloka3zarear TouHocTH MeToauKH 1o m.5.4 PMI" 61 2010
Um (CyMMapHasi CTaH/IapTHAasi HEOPEEIEHHOCTD), 0.014

MOJIb/T
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Um (cymMMapHasi paclIMupeHHas

HEOMPEACIICHHOCTD), MOJIB/JI 0.03
Um (oTHOCUTENbHASI CyMMapHas paciiipeHHast
HEONPEIeIEHHOCTh HEOMPEIEICHHOCTH), % 5.7
CtnomoueBunbi=0.79 MmoJib/a
HaumeHnoBanue JeHb | JIeHb 2 JIeHb 3
0.77 0.84 0.79
0.77 0.82 0.81
0.77 0.80 0.81
0.78 0.80 0.80
0.78 0.81 0.80
Cp. 3Ha4. B CEpUH 0.78 0.81 0.80
S (CKO B cepun) 0.006 0.015 0.007
otH. S(otH. CKO), % 0.8 1.8 0.9
S? 0.00004 0.00022 0.00005
(. S)? 0.00030
max(Y S)? 0.00022
Gokcr. 0.711
GTtabn 0.746
OIHOPOIHOCTH TUCTIEPCUI na
Iloka3aTenb NOBTOPsieMOCTH MeTOAMKH 1o 1.5.2.1 PMI" 61 2010
or (CKO noBTOpsIEMOCTH METOJIUKH ), MOJIB/JI 0.01
oO1iiee cpeHee 0.80
or (otHOcuTeNnbHOEe CKO moBTOpsieMocTH
METOJIUKH), Yo 1.3
CKO cpennero apudmMeTHIecKOr0o 0.019

IMoka3zaTresb NPOMEKYTOYHOM NMPEUM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npoMexyTouHOM Npeln3nOHHOCTH), 0.02
MOJIB/JT
or (otHOcuTenpbHOe CKO mpomexxyTouHOU 2.6

MPEIM3UOHHOCTH), Yo

OmnpenesieHHe CUCTEMATHYECKOH COCTABJIAIONIEH MOTPEIHOCTH MO 1.5.3

PMI 61 2010
CMelieHne, MOJIb/JI 0.007
OTtHOcHUTENBHOE CMeleHue, %o 0.8
t DKCIL. 0.61
t Tabm. 4.30
CMEIIIeHNEe HE3HAYMMO Ha (JOHE CITyJaiHOTO
pa3zopoca na
Iloka3aresb npaBWIbHOCTH MeTOAUKHM 10 11.5.3 PMI 61 2010
Uo (CTaHIapTHAsI HEONPEIEICHHOCTD. 0.011
00YCJIOBJICHHAS] CMEIIICHHEM ), MOJIB/JT
Uo (pacumpenHasi HeONpe1eIeHHOCTb, 0.0043
00yCIIOBJIEHHAs TPUTOTOBIEHUEM PaCTBOPA,
MOJTB/JT
Ue (paciupeHHast HeonpeaeIeHHOCTh 0.022

00yCJIOBJICHHAsI CMEIIICHHEM ), MOJIB/JI
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Ue (oTHOCUTENBHAS paclIMpeHHast 2.78
HEONPEIeIEHHOCTH), %o
IToka3aTeap TOUHOCTH MeTOAMKH O 1.5.4 PMI" 61 2010
Um(CyMMapHasi CTaHIapTHasE HEOMPEIEIEHHOCTH ), 0.022
MOJIB/TT
Um(cymMMapHas pacimpeHHas 0.04
HEOMPEAeNeHHOCTD), MOJIB/J
Um(OTHOCHTEIbHASE CYMMapHasi paciIupeHHast 5.5
HEONPEIeICHHOCTh HEONPEIEICHHOCTh), %
CtunomoueBunbi=1.08 Mo/
HaumenoBanue neHs 1 IEeHb 2 JEHb 3
1.07 1.11 1.13
1.07 1.12 1.12
1.06 1.11 1.09
1.07 1.10 1.12
1.08 1.10 1.10
Cp. 3Ha4. B CEpUH 1.07 1.11 1.11
S (CKO B cepun) 0.005 0.010 0.015
otH. S(otH. CKO), % 0.5 0.9 1.4
s? 0.00002 0.00009 0.00023
(3. S)? 0.000350643
max(Y S)? 0.000230721
Goker. 0.658
Grabn 0.746
OIHOPOAHOCTH TUCTIEPCUI Ja
IToka3aTesb NOBTOPsieMOCTH MeTOAuKH 10 1m.5.2.1 PMI" 61 2010
or (CKO moBTOPsIEMOCTH METOIMKH), MOJIB/JT 0.01
oO11ee cpeHee 1.10
or (otHOCcuTenbHOEe CKO moBTOpsieMocTH 1.0
METOIUKH), Yo
CKO cpennero apudmMeTHIeCKOTO 0.024

Iloka3aTeb NPOMeKYTOUHOI NMPEeUM3MOHHOCTH 10 1. 5.2.2 PMI 61 2010

or (CKO nmpoMexyTOo4HOI NMperu3noHHOCTH),

MOJIB/TT 1.18
or (otHOcuTenbHOe CKO mpomexyTouHOM
MPEIU3UOHHOCTH), Yo 4.30

OnpenesieHne CHCTEMATHYECKOM COCTABJISIIONIEH MOTPEMIHOCTH MO 11.5.3

PMI 61 2010
CMelieHne, MOJIB/JI 0.017
OTHOCHTENBHOE CMEIICHHE, %0 1.5
t JKCII. 1.18
t TaoI. 4.30
CMEIIICHNE HE3HAYMMO Ha (JOHE CITYyJaHOTO
paszbpoca na

IMoka3aTenb NpaBUJILHOCTH MeTOAUKH 10 11.5.3 PMI 61 2010

ue (CTaHI[apTHaH HCOMPCACIICHHOCTD.

0.014

00YyCJIOBJICHHAs] CMEIICHUEM ), MOJIb/JI
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Uo (pacmmpeHHas HeONpeaeIeHHOCTb, 0.006
00yCJIOBJICHHAs] IPUTOTOBJIEHUEM PACTBOPA,
MOJIB/JT
Ue(pacmmperHasi HeONpe1eIeHHOCTh 0.029
00YyCIIOBJICHHAsI CMEIICHUEM ), MOJIB/JI
Use(oTHOCHTETbHAS pacIIUpEHHAS 2.61
HEOMpPeAENEeHHOCTh), %o
Iloka3aTenb TOYHOCTH MeTOAUKH 10 11.5.4 PMI" 61 2010
Um (CyMMapHas CTaHJIapTHasi HEONPEIeJICHHOCTD ), 0.028
MOJIB/JT
Unm (cymmapnas pacimpeHHas 0.06
HEONPEIeJICHHOCTh), MOJIb/JI
Unm (oTHOCUTENBHAS CyMMapHasi paciiupeHHas 5.2
HEOMpPEAeIEHHOCTh HEONPeAeIeHHOCTD), Yo
CtnomoueBnnbI=1.4 M0JIB/J1
HanmeHnoBanue neHb 1 IEHD 2 JIEeHb 3
1.39 1.47 1.46
1.41 1.46 1.48
1.39 1.45 1.49
1.38 1.45 1.49
1.38 1.41 1.48
Cp. 3Ha4. B CEpUU 1.39 1.45 1.48
S (CKO B cepun) 0.015 0.025 0.014
otH. S(otH. CKO), % 1.1 1.7 0.9
S? 0.00022 0.00063 0.00018
(3. S)? 0.00103
max(Y S)? 0.00063
Gokcer. 0.607
Grabn 0.746
OJIHOPOAHOCTH AUCTIEPCUIA na
IToka3arenb noBTopsieMocT MeToauku no n.5.2.1 PMI" 61 2010
or (CKO moBTOPSIEMOCTH METOJIUKH ), MOJIB/JT 0.02
ob1ee cpeHee 1.44
or (otHOocuTensHOe CKO noBTopsiemocTu
METOAMKH), Yo 1.3
CKO cpeanero apuMeTHIECKOTO 0.046
Ioka3zaTesb NPOMEKYTOYHOM NMPEeNM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010
or (CKO npoMexxyTouHOM Npeln3nOHHOCTH),
MOJIB/JT 0.048
or (otHOcuTenbHOe CKO npomexxyTouHOM
MPEIU3HOHHOCTH), Yo 34

OmnpenesieHne CHCTEMATHYECKOH COCTABJIAIONIEH MOTPEIHOCTH 1O 11.5.3

PMI 61 2010
CMelleHne, MOJIb/JT 0.039
OTtHOcHUTENLHOE cMelenne, % 2.8
t oKc. 1.47
t Talm. 4.30
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CMerieHue He3HAYMMO Ha (POHE CITydaitHOTO
pasbpoca na

IToka3aTenb NPpaBUIBLHOCTH MeTOAMKH 1o 11.5.3 PMI 61 2010

Uo (CTaHIapTHAS HEONPEACICHHOCTb.
00YCJIOBJICHHAS] CMEIIICHUEM ), MOJIb/JI 0.027

Uo (paciupeHHast HeONpeIeIeHHOCTb,
00yCIIOBJICHHAS TPUTOTOBIEHUEM PACTBOPA,

MOJIB/JT 0.0075
Ue (pacmupeHHas HeonpeaeIeHHOCTh
00YCJIOBJICHHAs] CMEIICHHEM ), MOJIB/JT 0.054
Ue (oTHOCHTENBHAS pacIIupeHHast
HEOMpeAeNIeHHOCTD), %o 3.72
IToxa3zareab TOUHOCTH MeTOAUKH 110 n1.5.4 PMI" 61 2010
Um (CyMMapHasi CTaHAapTHasl HEONPEEIEHHOCTb ), 0.053
MOJIB/JT
Um (cymmapHas paciidpeHHas
HEONPEICICHHOCTh), MOJIb/JI 0.11
Um (oTHOCHTENBbHASI CyMMapHas pacliipeHHast
HEOIPeeIEHHOCTh HEONPEAeIeHHOCTD), Yo 7.6
CtuomoueBHHBI=1.57 MoJIb/J
HaumeHnoBanue JieHb 1 JIeHb 2 JIeHb 3
1.58 1.72 1.65
1.59 1.67 1.67
1.56 1.65 1.70
1.58 1.64 1.69
1.57 1.63 1.72
Cp. 3Ha4. B CEpUH 1.58 1.66 1.69
S (CKO B cepun) 0.012 0.035 0.025
otH. S(otH. CKO), % 0.8 2.1 1.5
S? 0.00015 0.00123 0.00064
(. S)? 0.0020
max(Y S)? 0.0012
Gokcr. 0.606
Grtabn 0.746
OIIHOPOAHOCTH AUCIIEPCUIA na
Iloka3aTenb NOBTOPsieMOCTH MeTOAMKH N0 1n.5.2.1 PMI" 61 2010
or (CKO noBTOPSIEMOCTH METOJIUKH ), MOJIB/JT 0.03
oO1iiee cpeHee 1.64
or (otHOcuTeNnbHOEe CKO moBTOpsieMocTH
METOJIUKH), Yo 1.6
CKO cpennero apuhMeTHIECKOTO 0.058

IMoka3zaresb NPOMEKYTOYHOM NMPEeNM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npoMexyTouHOM Npeln3nOHHOCTH),

MOJIB/JI 0.06
or (otHOcuTenbHOe CKO npomexxyTouHOM
MPEeUU3UOHHOCTH), Yo 3.7

OmnpenesieHne CUCTEMATHYECKOH COCTABJIAIONIEH MOTPEIHOCTH MO 1.5.3
PMI 61 2010
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CMelieHne, MOJIb/I 0.070
OTtHOcuTENnLHOE cMelenne, % 4.5
t 9KCII. 2.11
t Tal. 4.30
CwMmenieHre He3HAYMMO Ha (DOHE CITydalHOTO
paszbpoca na

Iloka3aTenb npaBHJILHOCTH MeTOAUKH 10 11.5.3 PMI 61 2010

Uo (CTaHIapTHAs HEONPEAEICHHOCTb.

00yCJIOBJICHHAS] CMEIICHUEM ), MOJIB/JI 0.034
Uo (pacmmpeHHas HEONpeaeIeHHOCTb,

00yCIIOBJIEHHAs IPUTOTOBJIEHUEM PacTBOPa,

MOJIB/JT 0.009
Ue (pacmupeHHas HeonpeaeIeHHOCTh
00YCJIOBJICHHAS] CMEIICHUEM ), MOJIb/JI 0.067
Ue (oTHOCHTENBHAS pacIIupeHHast
HEONPEeIeIEHHOCTH), %o 4.11
IToxa3zaTean TouHOCTH MeTOAMKH 1O 1.5.4 PMI" 61 2010
Um (CyMMapHas CTaHJiapTHasi HEONPEIeIECHHOCTD ), 0.067
MOJIB/JT
Um (cymmapHas paciiipeHHast
HEONPEIeICHHOCTh), MOJIb/JI 0.13
Um (oTHOCHTEIBHASI CYMMapHast pacIiipeHHAS
HEONPEIeJICHHOCTh HEOMPEICICHHOCTH), % 8.5

MeTpoJiornyeckne XapakTepucTuky KoaudectBeHHO TCX MeToaMKN aHAIU3a mpanc-
4,5-MUruIpoKCUMMHUAA30 1M IMH-2-THOHA B CMeCH ¢ THOMOYeBHHOU M yuc-AT'UT
Onpenenenne  koHueHtpauuu JI'MT  npoBogwnu 1o ypaBHEHUIO — TPajlyUpPOBKHU:
y = 855,04x + 836,09.
Tabmuna A3 — 3HaueHus SPKOCTH TMSATEH HA IUIACTMHE U pAacCUMTaHHbIE MO HHUM

KoHUeHTpauuumpanc-A1INUT

C(AI'nT)=0,3 Mxr/na njaacTuHe
| neHp u3MepeHuit

ApxocTh CAI'T, Mxr
928 0.11
945 0.13
965 0.15
933 0.11
930 0.11

2 1IeHb U3MEpEeHui
1000 0.19
980 0.17
1025 0.22
990.00 0.18
1015.00 0.21

3 1eHb U3MEPEHUI
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7

940 0.12
950 0.13
946 0.13
948.00 0.13
968.00 0.15
CAI'T)=0,6 MKr/Ha njacTuHe
1 1eHb U3MEepEeHU
1492 0.77
1524.6 0.81
1550 0.83
1481 0.75
1500 0.78
2 JIeHb U3MEPEHUI
1444 0.71
1410 0.67
1432 0.70
1459 0.73
1460 0.73
3 JleHb U3MEpeHui
1398 0.66
1350 0.60
1400 0.66
1410 0.67
1405 0.67
C(AI'T)=3 Mkr/na njactuHe
| 1eHb U3MepeHui
3243 2.81
3222.9 2.79
3466 3.08
3362 2.95
2947 2.47
2 JIeHb
3580 3.21
3100 2.65
3198 2.76
3262 2.84
3234 2.80
3 neHn
3500 3.12
3545 3.17
3278 2.86
3399 3.00
3650 3.29

CAI'T)=4 mx

Ir/Ha JIacTUHE

1 neHb u3MepeHui
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8

4539 4.33
4329.9 4.09
4456 4.23
4484 4.27
4540 4.33
2 IeHb U3MEPEHUI
4350 4.11
4300 4.05
4238 3.98
4200 3.93
4204 3.94
3 1eHb U3MEPEHUN
4100 3.82
3999 3.70
4150 3.88
4230 3.97
4323 4.08
C(AI'NT)=4 MKr/Ha njiacTuHe
1 1eHp U3MEepEeHU
7463 7.75
6684.5 6.84
7920 8.28
7804 8.15
7674 8.00
2 JIeHb U3MEPEHUI
6800 6.98
7380 7.65
7300 7.56
7400 7.68
7460 7.75
3 JIeHb U3MEpEeHUi
7636 7.95
7420 7.70
7358 7.63
7265 7.52
7868 8.22

Tabmuma A4 — MeTpoJIorHYecKue XapaKTepUCTHKN KonmrdecTBeHHOM TCX MeToauku aHaau3a

mpanc-JITUT B cmecu ¢ TuomoueBunoit u yuc-JAI'NT, paccuntannsie no n.5 PMI" 612010

CAI'NT=0,3MKr/Ha 1J1aCTHHE
HaumenoBanue neHs 1 IEHb 2 JeHb 3
0.11 0.19 0.12
0.13 0.17 0.13
0.15 0.22 0.13
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0.11 0.18 0.13
0.11 0.21 0.15
Cp. 3Ha4. B CEpUH 0.12 0.19 0.13
S (CKO B cepun) 0.018 0.021 0.012
otH. S(otH. CKO), % 14.7 11.0 9.2
S? 0.00032 0.00045 0.00015
(> S)? 0.000928746
max(} S)? 0.000454798
GoKCIL 0.490
GTabu 0.746
OHOPOIHOCTH AMCHIEPCUI na

Iloka3aTenb NoBTOPsieMOCTH MeTOAMKH N0 1m.5.2.1 PMI" 61 2010

or (CKO noBropsiemocT 0.02
METOJIUKH), MKT
oO1iee cpeHee 0.15
or (otH. CKO moBTOpsieMmocTu 11.7
METOJIUKH), %o
0.039

CKO cpennero apudmMeTHIECKOTO

IToka3aTes b NPOMEKYTOYHOM NPeU3NOHHOCTH 10 11. 5.2.2 PMI 61 2010

or (CKO nmpomexyTodHoit
HNPELM3UOHHOCTH ), MK

0.041

or(otH. CKO mpoMexyTouHoit
MPELU3UOHHOCTH), Yo

27.6

OmnpenesieHHe CHCTEMATHYECKOI COCTABJIAIONIEH MOTPENIHOCTH MO 1.5.3

PMI 61 2010
CMECIICHUE, MKT 0.15
OTH. cMelneHue, % 50.1
t DKCIIL. 6.71
t TalII. 4.30

CMEIIICHHE He3HAUYUMO Ha (oHe
ciy4yaiHOTO pa3zdopoca

Cwmemnienne 3Ha4MMO Ha (poHe ciaydailHoro paszdpoca,
o3TOMY B (hopMyIie pacuera paciiupeHHON
HCOMMPCACICHHOCTHU YYHUTHIBACM CMCIICHUC.

IMoka3aTenb NpaBUJILHOCTH MeTOAUKH 110 11.5.3 PMI 61 2010

Ue (cTaHgapTHAS HEOMPEAEICHHOCTh 0.022
00yCIIOBJICHHAS] CMEIICHHEM ), MKT
Ue(pacmmperHas 0.045
HEOMpeAeIeHHOCTh 00YCIIOBICHHAS
CMEIIEHNUEM ), MKT
29.86

Ue(oTHOCHTENBHAS pacIIipPEHHAs
HEONpeIeNeHHOCTh), %

IHoka3zaTean TO4Y

HOCTH MeToauKHu mo n.5.4 PMI 61 2010

Um (CyMMapHasiCTaHJapTHast
HEOIPEAEIEHHOCTD), MKT

0.045

Um(cymMMapHas pacuipeHHas
HEOIPEAEIEHHOCTh), MKT

0.09

Um(oTHOCHUTEIBHAS CyMMapHast
pacmmpeHHast HeOIpeIeIeHHOCTh

HEONPEIeNEHHOCTh), %o

29.8
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CAI'N'T=0,6 MKkr/Ha njacTuHe

HaumenoBanue eHs 1 IEHD 2 JEHDb 3
0.77 0.71 0.66
0.81 0.67 0.60
0.83 0.70 0.66
0.75 0.73 0.67
0.78 0.73 0.67
Cp. 3Ha4. B CEpUU 0.79 0.71 0.65
S (CKO B cepun) 0.032 0.024 0.028
otH. S(otH. CKO), % 4.1 34 4.4
S? 0.00105 0.00059 0.00081
(Y S)? 0.0025
max (> S)2 0.0011
Gokcr. 0.429
Gtabn 0.746
OaHOPOAHOCTD JUCTIEPCUI Ja

IToka3aTesb NoOBTOPsieMOCTH MeTOAuKH 10 1.5.2.1 PMI" 61 2010

or (CKO noBTopsiemocT 0.03
METOJMKH), MKT
oOuiee cpeHee 0.72
or (otH. CKO noBTopsieMocTu 4.0
METOJIUKH), Yo
CKO cpennero apuMeTHIECKOTO 0.069

IHoka3zaTesb NPOMEKYTOYHOM NMPEeNM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npomesxyTouHOM
IPEIU3UOHHOCTH ), MKT

0.073

or(otH. CKO nmpoMexyTouHO
MPEeU3UOHHOCTH), Yo

10.1

OmnpenesieHne CHCTEMATHYECKOH COCTABJISAIONIEH MOTPEIHOCTH 1O 11.5.3

PMI 61 2010
CmMmernieHne, MKT 0.115
otH. CMerienue, % 19.2
t DKCII. 2.91
t Tad. 4.30
CMeIlleHre He3HAYNMO Ha oHe
cIy4aiHOTO pa3zdopoca Ja

IToka3aTeab nNpaBu

JBbHOCTH MeToaAuKHU mo n.5.3 PMI 61 2010

Uo (cTaHgapTHAS 0.04
HEOTPEAEeNIEHHOCTh. 00YCIOBJICHHAS

CMEIIEHNUEM ), MKT

Use(pacuupenHnas 0.08

HEOIpeAeNIeHHOCTh 00YCIIOBICHHAS
CMEIIEHUEM ), MKT

Ue(oTHOCUTENbHAS pacIupeHHAS
HEONPEIeIEHHOCTh), %o

11.1

IHoka3aTean TO4Y

HOCTH MeToauKHu o n.5.4 PMI 61 2010

Uum (CymMMapHasi CTaH1apTHas
HEONPEICIEHHOCTD), MKT

0.08
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Um(cymMMapHas pacuipeHHas 0.16
HEOMPEAEIEHHOCTh), MKT
Um(oTHOCHUTETBHAS CyMMapHast 26.4
paciImpeHHasi HeonpeeIeHHOCTh
HEOMpeAeNeHHOCTh), %
CAI'T=3 Mkr/Ha njiacTuie
HaumenoBanue neHs 1 IEHb 2 JEeHb 3
2.81 3.21 3.12
2.79 2.65 3.17
3.08 2.76 2.86
2.95 2.84 3.00
2.47 2.80 3.29
Cp. 3Hau. B cepun 2.82 2.85 3.09
S (CKO B cepun) 0.228 0.212 0.166
otH. S(otH. CKO), % 8.1 7.4 54
S? 0.052 0.045 0.028
(3. S)? 0.124
max(Y S)? 0.052
Goker. 0.417
Grabn 0.746
OJHOPOJTHOCTH AUCTIEPCUI Ja
IToka3arenb noBTOpsieMocTH MeToAuku 1o n.5.2.1 PMI" 61 2010
or (CKO noBropsiemocT 0.20
METOJNKHU), MKT
o0liee cpeanee 2.92
or (otH. CKO moBTOpsieMocTn 7.0
METOJIUKH), Yo
CKO cpennero apumMeTHIECKOTO 0.145
IMoka3zaTresb NPOMEKYTOYHOM NMPEUM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010
or (CKO nmpomMexyTodHoit 0.22
MPELM3UOHHOCTH), MKT
or(otH. CKO mpoMexyTodHOI 7.5
MPELU3UOHHOCTH), Yo

OmnpenesieHne CUCTEMATHYECKOH COCTABJIAIONIEH MOTPEIHOCTH MO 1.5.3

PMTI 61 2010
CMenieHue, MK 0.08
otH. C™memnienue, % 2.70
t DKCIL. 0.96
t Tabum. 4.30
CMeIIeHre He3HAYMMO Ha (hoHe
ciyJaifHoro pasbpoca na
Iloka3aresb NpaBWIbHOCTH MeTOAUKHM 10 11.5.3 PMI 61 2010
uo (cTaHgapTHAs 0.083
HEOTPEAeNEHHOCTh. 00YCIOBICHHAS
CMEIICHUEM), MKT
Ue(pacmmpeHHas 0.167

HEOIPEACIICHHOCTh 00YCIIOBICHHAS
CMEIIEHHUEM), MKT
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Ue(oTHOCUTENBbHAS pacIupeHHAS
HEONPEIeIEHHOCTH), %o

5.72

IToka3aTean TO4Y

HOCTH MeToauKHu o n.5.4 PMI 61 2010

Um (CyMMapHasi cTaHJapTHast

HEOMPEAENECHHOCTD), MKT 0.167
Um(cymmapHas pacimdpeHHas 0.33
HEOMPEAENECHHOCTD), MKT
Um(oTHOCHTENIbHAS CyMMapHast 11.1
pacumpeHHasi HeoNpeeIeHHOCTh
HEOIpeAeNIeHHOCTD), %o
CAI'N'T=4 Mmxr/Ha njiacTuHe
HanmenoBanune JIeHb | JICHb 2 JIeHb 3
4.33 4.11 3.82
4.09 4.05 3.70
4.23 3.98 3.88
4.27 3.93 3.97
4.33 3.94 4.08
Cp. 3Ha4. B CEpUu 4.25 4.00 3.89
S (CKO B cepun) 0.101 0.076 0.145
otH. S(otH. CKO), % 24 1.9 3.7
s? 0.01015 0.00578 0.02089
(. S)? 0.037
max(Y S)? 0.021
Gokern. 0.567
Grtabn 0.746
OHOPOTHOCTH AMCTIEPCUI na

Iloka3aTenb NoBTOPsieMOcTH MeTOoAMKH 1o 1m.5.2.1 PMI" 61 2010

or (CKO noBTopsiemocT 0.11
METOAMKHU), MKT
obmiee cpeanee 4.05
or (otH. CKO moBTOpsieMmocTn 2.7
METOIHMKH), Yo
CKO cpeanero apuhMeTH4eCcKOro 0.185

Iloka3aTesb NPOMeKYTOUHOI NMPeUM3MOHHOCTH M0 1. 5.2.2 PMI 61 2010

or (CKO nmpomMexyTodHoit 0.21
IPELHU3UOHHOCTH), MK
or(oTH. CKO npomesxyTouHoiM 5.1

MPEIU3UOHHOCTH), Yo

OnpenesieHne CHCTEMATHYECKOM COCTABJISIIONIEH MOTPEMIHOCTH MO 11.5.3

PMI 61 2010
CMenieHue, MKT 0.046715
OTH. CMeIIeHne, % 1.2
t BKCIL. 0.44
t Taodm. 4.30
CMEIICHHE HE3HAYUMO Ha (OHE
CIIy4aiHOro pa3opoca na

IMoka3aTenb NpaBUJILHOCTH MeToAUKH 10 11.5.3 PMI 61 2010
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uo (cTaHgapTHas
HEOIPEICIICHHOCTh. 00YCIIOBJICHHAS
CMEIIEHHUEM), MKT

0.11

Ue(pacmmpenHas 0.21
HEOIPENIEIEHHOCTb 00YCIIOBIICHHAS
CMEIICHHUEM), MKT
Ue(oTHOCHTENIBHAS PACIIUPEHHAS 5.3

HEONPEIeIEHHOCTH), %o

IToka3aTean TO4Y

HOCTH MeToauKHu o n.5.4 PMI 61 2010

Um (CymMMapHasi CTaHIapTHas

HEONPEIeIEHHOCTh), MKT 0.21
Um(cymmapHas pacimipeHHas 0.43
HEOIPEAEIEHHOCTD), MKT
Um(oTHOCHTENIbHAS CyMMapHast 10.7
pacimpeHHasi HeoNpeeIeHHOCTh
HEOMpeAeNeHHOCTD), %o
CAI'NT=7.6 MKT /Ha IJIaCTHHE
HanmeHnoBanue JIeHb | JICHb 2 JIeHb 3
7.75 6.98 7.95
6.84 7.65 7.70
8.28 7.56 7.63
8.15 7.68 7.52
8.00 7.75 8.22
Cp. 3Ha4. B CEpUH 7.80 7.52 7.80
S (CKO B cepun) 0.574 0.313 0.284
otH. S(otH. CKO), % 7.4 4.2 3.6
S? 0.3300 0.0981 0.0805
(3. S)? 0.51
max(Y S)? 0.33
Goakcer. 0.649
Grabn 0.746
OHOPOTHOCTH AMCTIEPCUI na

Iloka3aTenb NoBTOPsieMocTH MeTOoAMKH 1o 1m.5.2.1 PMI" 61 2010

or (CKO noBropsiemocT 0.41
METOJIMKH ), MKT
oO11ee cpeHee 7.71
or (otH. CKO moBTOpsieMmocTn 53
METOJIUKH), %o
CKO cpennero apumMeTHIECKOTO 0.163

Iloka3aTesb NPOMeKYTOUHOI NMPeUM3MOHHOCTH Mo 1. 5.2.2 PMI 61 2010

or (CKO nmpomMexyTodHoit 0.374
IPELHU3UOHHOCTH), MK
or(otH. CKO npomexyTouHOU 4.8

MPEUU3UOHHOCTH), Yo

OnpenesieHHe CHCTEMAaTHYECKOI COCTABJIAIONIEH MOTPeNIHOCTH 1O 1.5.3

PMI 61 2010

CMenieHue, MKT

0.030

OTH. cMelenue, %

0.4




114

t JKCII. 0.44

t Tadu. 4.30
CMeIlleHle He3HAaYUMO Ha oHe
ciy4aiHOTro pa3zdopoca Ja
Iloka3aTenb npaBHJILHOCTH MeTOAUKH 10 11.5.3 PMI 61 2010
uo (cTaHgapTHas 0.094

HEONPEIeICHHOCTh. 00YCIIOBICHHAs
CMEIIEHHUEM), MKT
Ue(pacmmpenHas 0.19

HEOIpeAeNIEHHOCTh 00YCIIOBICHHAS
CMEIICHUEM), MKT

Ue(oTHOCUTENIbHAS pacIIUpPEHHAS 2.44
HEONPEIeICHHOCTh), %o
Iloxa3zarean TOUHOCTH MeTOAUKH 1o n1.5.4 PMI" 61 2010

Um (CyMMapHas cTaHJapTHAas

HEOMPEACNEHHOCTD), MKT 0.19
Um(cymMmapHasi pacimpeHHas 0.38
HEOMPEACNECHHOCTD), MKT
Um(oTHOCHUTETBHAS CyMMapHast 4.9

pacupeHHast HeoInpe1eJIeHHOCTh
HEOMpeAeNIEeHHOCTD), %o

MeTtpoJiornueckue xapakrepucTuku BIKX MeToankn KoJn4ecTBEHHOI0 aHAJIN3a
THOMO4YeBUHBI U mpanc-IIT'T B peaknuonHoii Mmacce
KoHuleHTpaniiio  TUOMOYEBHMHBI ~ PACCUUTHIBAIIMA IO  TPagyUpPOBOYHOM  3aBHUCHUMOCTHU:

y =0,0001x + 0,0081.

Tabmuma AS — 3HadyeHWs IUIOMAJeH THUKOB W PACCUMTAHHBIE 10 HUM KOHIICHTPAIMH

THOMOYCBHHBI

C(tuomoueBnnbl)=0,02M0.1b/J1
| neHp u3MepeHui

ITmomans nuka CTHOMOYEBHHEI, MOJIB/JT
118 0.02
117 0.02
115 0.02
116 0.02
119 0.02

2 1eHb U3MEepEeHui
120 0.02
122 0.02
124 0.02
123 0.02
126 0.02

3 1eHb U3MEPEHUI
124 0.02
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120 0.02
121 0.02
123 0.02
125 0.02
C(tuomoueBunnb1)=0,08 Mob/1
| neHp u3MepeHuit
699.82 0.07808
716 0.07970
739.18 0.08202
723.6 0.08046
759 0.08400
2 JIeHb U3MEPEHUM
686 0.07670
696 0.07770
712 0.07930
688 0.07690
710 0.07910
3 IeHb U3MEPEHUI
749 0.08300
736 0.08170
712.6 0.07936
726 0.08070
754 0.08350

C(tnomoueBunb1)=0,2 M0Jb/J1

1 nenw u3mepeHuit

ITmomans nuka CTHOMOYEBHHEI, MOJIB/JT
1961.56 0.20
1934.38 0.20

1928.5 0.20
1920.6 0.20
1935 0.20
2 1eHb U3MEpEeHui
1853.1 0.19
1848 0.19
1825 0.19
1836 0.19
1811.1 0.19
3 JIeHb U3MEPEHUI
1793 0.19
1748 0.18
1833.9 0.19
1836 0.19
1883.1 0.20
C(TuomouyeBuHb1)=0,4 M0OJIB/J
| neHp u3mMepeHuit
3559.83 | 0.36
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3569.94 0.37
3688.53 0.38
3598.13 0.37
3622.2 0.37
2 JIeHb U3MEPEHUM
3733.45 0.38
3769.86 0.39
3735.8 0.38
3745.96 0.38
3769.86 0.39
3 1IeHb U3MEPEHUI
3859.83 0.39
3799.4 0.39
3786.1 0.39
3899.5 0.40
3846.6 0.39

C(tnomoueBnnbl)=0.8M0J1b/11
| neHp u3mMepeHuit

7862.26 0.79
7778.34 0.79
7890 0.80
7769.49 0.79
7875.34 0.80
2 1eHbU3MEPEHUH
7662.26 0.77
7688.22 0.78
7680.11 0.78
7669.4 0.78
7585.34 0.77
3 IeHbU3MEPEHU
7778.34 0.79
7670.8 0.78
7639.4 0.77
7675.23 0.78
7723.5 0.78

Tabmuma A6 — Metponornyeckne XapakTepucTuku BOXKX METOAMKH KOJIWYECTBEHHOTO

aHaJIM3a THOMOYEBUHBI, paccunTanHsle 1o .5PMI" 61 2010

CtuomoueBHHBI=0,02 MOJIBL/J

HanmenoBanue neHb 1 JEeHb 2 JIeHb 3
0.02 0.02 0.02
0.02 0.02 0.02
0.02 0.02 0.02
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0.02 0.02 0.02
0.02 0.02 0.02
Cp. 3Ha4. B CEpUH 0.02 0.02 0.02
S (CKO B cepun) 0.0001581 0.0002236 0.0002387
otH. S(otH. CKO), % 0.000000132
S? 0.0000000 0.0000001 0.0000001
(> S)? 0.000000132
max(Y S)? 5.7-10%
GOaKCILL 0.432
GTabu 0.746
OJIHOPOAHOCTh AUCIIEPCUI na

Iloka3aTenb NoBTOPsieMOcTH MeTOAMKH N0 1m.5.2.1 PMI" 61 2010

or (CKO noBTopsieMocTu 0.00021
METOAMKH ), MOJIb/JT
00l1Ee CpeHee 0.02
or (otH. CKO noBTOopsiemoctu 1.0
METOIMKH), Yo
CKO cpennero apudmMeTHIECKOTO 0.00034

IToka3aTes b NPOMEKYTOYHOM NPeU3NOHHOCTH 10 11. 5.2.2 PMI 61 2010

or (CKO npomexyTouHO

NPELUU3UOHHOCTH ), MOJIB/JI 0.0004
or (otH. CKO npomexyTouHOM
MPEIU3HUOHHOCTH), Yo 1.9

OnpenesieHHe CHCTEMATHYECKOI COCTABJIAIONIEH MOTPENIHOCTH MO 1m.5.3

PMI 61 2010
CwmelieHne, MOJIb/JI 0.00019
otH. CMmemenue, % 1.0
t DKCII. 0.98
t Tal. 4.30
CMEIIeHNEe HE3HAYMMO Ha (OHE
CIIy4aiHOro pa3opoca Ja

IToka3zarTennb nmpa

BHJILHOCTH MeTOoAuKH 1o 1n1.5.3 PMTI 61 2010

ue (cTaHgapTHas
HEOIPEICIIEHHOCTb.
00yCJIOBJICHHAs! CMEILICHUEM ),
MOJIB/JI

0.0025

Uo (pacummpeHHas
HEOIPEIeIIEHHOCTh,
00yCIIOBIICHHAs! IPUTOTOBJICHUEM
pacTBOpa, MOJIb/JI

Ue (pacmupeHHas
HEOIPEICIIEHHOCTh
00yCIIOBJICHHASI CMEIIICHHUEM ),
MOJIB/JI

0.0049

Ue (oTHOCHUTENBHAS
pacumpeHHast
HEONPEICICHHOCTB), Yo

24.56

Iloka3aTean T

OYHOCTH MeTOAuKH o 1n.5.4 PMI 61 2010
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Um (CyMMapHasi CTaHAapTHasI
HEOIPEICIIEHHOCTb ), MOJIB/JT

0.0025

Um (cyMMapHasi paciiupeHHas
HEOMNPEACICHHOCTD), MOJIB/JI

0.01

Unm (oTHOCUTEIbHAS CyMMapHast
pacimpeHHast HeOIpeIeICHHOCTh
HEOIPEJICICHHOCTD), Yo

25.0

CtuomoueBuHBI=0,08 M0JIBL/1

HaumenoBanue neHb 1 JEeHb 2 JIEHb 3
0.08 0.08 0.08
0.08 0.08 0.08
0.08 0.08 0.08
0.08 0.08 0.08
0.08 0.08 0.08
Cp. 3Ha4. B CEpUU 0.08 0.08 0.08
S (CKO B cepun) 0.002 0.001 0.002
otH. S(otH. CKO), % 2.8 1.6 2.0
S? 0.0000051 0.0000015 0.0000027
> S)? 9.2-10°
max(} S)? 5.1-10°
Gokcern. 0.553
Grabn 0.746
OJTHOPOAHOCTH AUCTIEPCUIA Ja

IToka3arenb nopTopsieMocTu MmeToauku no n.S5.2.1 PMI" 61 2010

or (CKO noBropsiemocTu

METOJMKH ), MOJIb/JI 0.002
olriee cpeHee 0.08
or (otH. CKO noBropsieMocTu
METOAMKH), Yo 2.2
CKO cpeanero apuhMeTHIECKOT0 0.0017

IMoka3zaresb NPOMEKYTOYHOM NMPEUM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npomexyTouHOM

MPEIM3UOHHOCTH ), MOJIB/JI 0.0022
or (otH. CKO npomexyTouHOM
MPEIM3UOHHOCTH), Yo 2.7

OmnpenesieHHe CUCTEMATHYECKON COCTABJIAIONIEH MOTPEIHOCTH MO 1.5.3

PMT 61 2010
CwmeleHne, MOJIb/JI 0.00015
otH. CMmenienue, % 0.2
t DKCII. 0.15
t Tabm. 4.30
CMeIleHNEe He3HAYUMO Ha (oHE
cy4aiHOTro pa3dopoca nia

IToka3arean nmpa

BHJIBLHOCTH MeTOoauKH 1o m.5.3 PMI" 61 2010

uo (CTaHmapTHas
HEOTPE/ICIIEHHOCTb.
00yCIIOBJIEHHAsI CMELICHUEM ),

MOJIb/T1

0.0027
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Uo (pacimupenHas
HEOTPEICIICHHOCTh
00yCIIOBJICHHAS] CMELICHUEM ),
MOJIB/JT

0.0053

Ue (oTHOCHUTEIBHAS
pacipeHHast
HEONPENEIEHHOCTh), %o

6.64

Iloka3zaTein T

OYHOCTH MeTOAuKH 1o 1n.5.4 PMI 61 2010

Um (CyMMapHasi CTaHJIapTHas
HEONPEICTICHHOCTh), MOJIB/JI

0.0031

Um (cymmapHas paciiupeHHas
HEONPEIeJIEHHOCTD), MOJIb/JI

0.01

Um (oTHOCHTEIbHASI CyMMapHast
pacimmpeHHas HeOnpeIeIeHHOCTh

HEONPEeIeJICHHOCTH), Yo

7.8

CtunomoueBHHBLI=(,2 MOJIB/JI

HaumeHnoBanue neHs 1 JIEHDb 2 JIEHb 3
0.20 0.19 0.19
0.20 0.19 0.18
0.20 0.19 0.19
0.20 0.19 0.19
0.20 0.19 0.19
Cp. 3Ha4. B CEpUU 0.20 0.19 0.19
S (CKO B cepun) 0.002 0.002 0.004
otH. S(otH. CKO), % 0.8 0.9 1.9
S? 0.0000024 0.000003 0.00001
(> S)? 1.8:10°
max(} S)? 1.3:10°
GoaKcCI. 0.711
GTabn 0.746
OHOPOAHOCTD IUCTIEPCUM Ja

IToka3aTesb NOBTOPsieMOCTH MeTOAuKH 10 1.5.2.1 PMI" 61 2010

or (CKO noBropsiemocTH

METOJMKH ), MOJIb/JI 0.002
oO1ee cpennee 0.19
or (otH. CKO noBropsieMocTH
METOJIUKH), Yo 1.3
CKO cpeanero apuhMeTHIECKOr0 0.007

Ioka3zaTesb NPOMEKYTOYHOM NMPEeNM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npomexyTouHOM

MIPEIM3UOHHOCTH ), MOJIb/J 0.0072
or (otH. CKO npomexyTouHOM
NPEeUHU3UOHHOCTH), Yo 3.7

OmnpenelsieHne CHCTEMATHYECKOM cOCTaBJsAONIIEH norpemHyocTu no 1n.5.3 PMI 61 2010

CMmelieHne, MOJIb/JI

0.0061

OTH. cMmeleHue, %

3.0

t-KpUTEpHU PACCUUTHIBAIH IO hopMyIie

t BKCIIL.

1.52
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t TalI. 4.30
CMEIICHNEe HE3HAYMMO Ha (OHE
ciydaiiHoro pasdpoca na

IToka3zaTeanb nmpa

BHJILHOCTUA MeTOAUKH mo m.5.3 PMI 61 2010

uo (cTaHgapTHas
HEOIPEICIICHHOCTb.
00yCJIOBJICHHAS] CMEIICHUEM),
MOJIB/JT

0.005

Ue (pacumupeHHas
HEOIPEICIIEHHOCTh
00yCJIOBJICHHAS] CMEIICHUEM),
MOJIB/JT

0.0094

Ue (oTHOCUTENIBHAS
pacummpeHHast
HEONPEIeICHHOCTH), Yo

4.8

Iloxka3zarean T

OYHOCTH MeTOauKH 1o 1n.5.4 PMI" 61 2010

Uum (CymMMapHasi CTaHJapTHast

HEONPEIeICHHOCTh ), MOJIb/JI 0.008335205
Um (cymmapHas paciiupeHHas
HEONPEICICHHOCTh ), MOJIb/JI 0.02
Unm (oTHOCHTEIbHAS] CyMMapHast
paciiMpeHHast HeONpPeeIICHHOCTh
HEONPECICHHOCTH), Yo 8.3

CtuomoueBuHbI=0,4 M0JIb/J

HaunmenoBanme JeHb 1 JICHD 2 JICHb 3
0.36 0.38 0.39
0.37 0.39 0.39
0.38 0.38 0.39
0.37 0.38 0.40
0.37 0.39 0.39
Cp. 3Ha4. B CEpUH 0.37 0.38 0.39
S (CKO B cepun) 0.005 0.002 0.005
otH. S(otH. CKO), % 1.4 0.5 1.4
S? 0.000026 0.0000032 0.000029
Q. S)? 5.9-10°
max(Y S)? 2.98:10°
GoaKcCT. 0.503
Grabn 0.746
OIHOPOIHOCTH AUCTIEPCUI na

Iloka3aTenb NOBTOPsieMOCTH MeTOAMKH 1o 1n.5.2.1 PMI" 61 2010

or (CKO noBropsiemocTu

METOMKH ), MOJIb/JT 0.004
oO1ee cpeHee 0.38
or (otH. CKO noBropsieMocTu
METOAMKH), Yo 1.2
CKO cpennero apudmMeTHIECKOTO 0.011

Iloka3aTesb NPOMeKYTOUHOI NMPEeUU3MOHHOCTH M0 1. 5.2.2 PMI 61 2010




121

or (CKO nmpomexxyTo4HOi

MPEIU3UOHHOCTH ), MOJIB/JI 0.012
or (otH. CKO npomexyTouHoH
MPEIU3HUOHHOCTH), Yo 3.0
Omnpenesienne cUCTeMATHYECKOM COCTABJIAONIEH MorpemHocT o n.5.3 PMI" 61 2010
CMelieHue, MOJIb/J 0.019
OTH. cMellenue, % 4.8
t DKCII. 3.03
t TalJ. 4.30
CMEIIeHHe HE3HAaYNMO Ha QoHe
cIy4JaiHOro pazopoca Ja

Iloka3aTenb NpaBUJIBLHOCTH MeTOAUKH 110 11.5.3 PMI" 61 2010

uo (CTaHIapTHAs
HEOIPEICIEHHOCTb.
00yCIJIOBJIEHHASI CMELICHUEM ),
MOJIB/TI 0.0068

Ue (pacuupennas
HEOIPEIIIEHHOCTh
00yCJIOBJICHHAS] CMEIICHHUEM ),

MOJIB/TI 0.014

Ue (oTHOCUTENBHAS
pacumpeHHas
HEOIPeAeNeHHOCTh), % 3.57

IToka3aTejab TOYHOCTH MeTOAMKH O 11.5.4 PMI 61 2010

Um (CyMMapHasi cTaHapTHas

HEOMPEAENIEHHOCTh), MOJIb/JI 0.013
Um (cyMMapHasi paciivpeHHas
HEONPEIeTICHHOCTh), MOJIB/JT 0.03

Unm (oTHOCHTEIBHAS. CyMMapHast
pacHMpeHHast HeOpeAeIeHHOCTh

HEOIPEJIeICHHOCTh), Yo 6.4
CtunomoueBHHBLI=0,8 MOJIL/JT
HaumenoBanue neHb 1 IEHb 2 JEeHb 3
0.79 0.77 0.79
0.79 0.78 0.78
0.80 0.78 0.77
0.79 0.78 0.78
0.80 0.77 0.78
Cp. 3Ha4. B CEpUU 0.79 0.77 0.78
S (CKO B cepun) 0.006 0.004 0.005
otH. S(otH. CKO), % 0.7 0.5 0.7
S? 0.00003 0.00002 0.00003
(. S)? 7.9-10°
max(} S)? 3.2:10°
Gokcern. 0.409
Grabn 0.746
OIHOPOHOCTH AUCTIEPCUI za

IToka3aTenb noBTOpsieMocTH MeToAuKH 1o n.5.2.1 PMI" 61 2010




122

or (CKO noBropsieMocTH

METOHMKH ), MOJIB/JT 0.005
oO1ee cpeHee 0.78
or (otH. CKO noBropsieMocTH
METOJIUKH), Yo 0.7
CKO cpennero apudmMeTHIECKOTO 0.009

IToka3aTes b NPOMEKYTOYHOM NPeU3NOHHOCTH 10 11. 5.2.2 PMI 61 2010
or (CKO npomexyTouHOM

NPELU3UOHHOCTH ), MOJIB/JI 0.010
or (otH. CKO npomexyTouHOM
MPEIU3HUOHHOCTH), Yo 1.3
OmnpenesieHne cUCTeMATHYECKOM COCTABJIsAONIEH morpemHocT o n.5.3 PMI" 61 2010
CMelleHre, MOJIb/J 0.019
OTH. cMelenue, % 24
t DKCIL. 3.51
t Tabm. 4.30
CMeIlleHHe HE3HAaYMMO Ha QoHe
CIIy4aifHOTO pazbpoca Ja

I[loka3aTenb NpaBUJIBLHOCTH MeTOAUKH 110 11.5.3 PMI" 61 2010
uo (CTaHIapTHAS
HEONPEIEICHHOCTb.
00yCIJIOBJIEHHAsI CMELICHUEM ),

MOJIB/TI 0.0059
Ue (pacmpeHHas
HEONPEeIeIEHHOCTh
00yCIIOBJIEHHAS] CMELICHUEM ),
MOJIB/TI 0.0119
Ue (oTHOCUTENBHAS
pacimpeHHas
HEOMPeAeNeHHOCTh), % 1.52
IToxa3areab TOYHOCTH MeTOAUKH 110 n.5.4 PMI" 61 2010
Um (CymMMapHasi CTaHJapTHasI

HEOIPEIeIEHHOCTb), MOJIb/JT 0.011057258
Um (cymmapHas paciivpeHHas
HEOMPEICIIEHHOCTD), MOJIB/JI 0.02

Um (oTHOCHTEIBHAS. CyMMapHast
pacmmpeHHasi HeonpeIeIeHHOCTh
HEONPeIeIEHHOCTh), Yo 2.8

Konnenrtpauuto mpanc-JIT'NT onpenensinu no ypaBHeHuUto rpaayupoBku: y = 0,0002x + 0,0015

Tabmumna A7 — 3HaveHUs IUIOMIAJCH TTMKOB U PAaCCUMTAHHBIC 10 HUM KOHIIEHTPALUU MPAHC-

JITUAT

CAI'NT)=0,017 moas/n
| neHp u3mMepeHuit
83.24 0.01815
82.5 0.01800
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83.3 0.01816
85 0.01850
79.6 0.01742
2 IeHb U3MEPEHUI
85 0.01850
88 0.01910
80.5 0.01760
84.8 0.01846
78 0.01710
3 1eHb U3MEPEHUN
89.5 0.01940
88 0.01910
87.6 0.01902
85.3 0.01856
86.1 0.01872
C(AIrnT)=0,034 mosn/n
1 1eHp U3MEepEeHU
176.7 0.04
175.6 0.04
175.1 0.04
176.9 0.04
176 0.04
2 IeHb U3MEPEHUI
176.7 0.04
178.6 0.04
176 0.04
179 0.04
176 0.04
3 1eHb U3MEPEHUN
165 0.03
169 0.04
166 0.03
168 0.04
170 0.04
C(AInuT)=0,34 mosb/a
1 1eHb U3MepeHui
1645.4 0.33
1665.5 0.33
1682.4 0.34
1672.4 0.34
1662.4 0.33
2 JIeHb U3MEPEHUM
1700.4 0.34
1720.4 0.35
1768 0.36
1735 0.35
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1756 0.35
3 1eHb U3MEpEeHUi

1712 0.34

1698 0.34

1747 0.35

1739 0.35

1756 0.35

C(AIrnuT)=0,85 mouan/a
1 1leHb U3MEepeHH

4280 0.86
4257 0.85
4226 0.85
4250 0.85
4232 0.85
2 1eHb U3MEpEHui
4320 0.87
4280 0.86
4268 0.86
4276 0.86
4255 0.85
3 JIeHb U3MEPEHUI
4280 0.86
4213 0.84
4243 0.85
4220 0.85
4212 0.84

Tabmuma A8 — Merponoruyeckue xapakrepucTuku BDOXKX METOAMKH KOJMYECTBEHHOTO

aHamm3a [II' T B peaknmonHoi Macce, paccuutanssle 1o n. 5 PMI' 61 2010

CAI'nT=0,017 Mmoab/a

HanmenoBaHue JIeHsb 1 JICHD 2 JIeHb 3
0.0181 0.0185 0.0194
0.0180 0.0191 0.0191
0.0182 0.0176 0.0190
0.0185 0.0185 0.0186
0.0174 0.0171 0.0187
Cp. 3Ha4. B CEpUH 0.02 0.02 0.02
S (CKO B cepun) 0.000 0.001 0.000
otH. S(otH. CKO), % 2.2 4.4 1.7
S? 0.00000016 0.00000063 0.00000011
(> S)? 8.9-107
max(Y S)? 6.3:107
GoaKcCT. 0.705
GTabn 0.746
OHOPOAHOCTD IUCTIEPCUI Ja
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IToka3aTenb noBTOPsieMocTH MeToAuKkH 1o m.5.2.1 PMI" 61 2010

or (CKO mnoBTopsiemocTu 0.001
METOIUKH), MOJIb/JI
o0riee cpeHee 0.02
or (otH. CKO nosTopsiemoctu 3.0
METOAMKH), Yo
CKO cpennero apuMeTHuecKoro 0.0005

Ioka3zaTesb NPOMEKYTOYHOM NMPENM3HOHHOCTH 10 1. 5.2.2 PMI 61 2010

or (CKO npomexxyTouHoit 0.0007
MIPEIU3UOHHOCTH ), MOJIb/JI
or (otH. CKO nmpomexxyTouHOU 3.6

MPEIU3HUOHHOCTH), Yo

OnpenesieHne cCUCTEMATHYECKOH cocTaBJsAONIel norpemHocT no n.5.3 PMI" 61 2010

CMmelieHne, MOJIb/JI 0.0014
OTH. cMmeleHue, % 8.2
t DKCIL. 4.80
t TalJ. 4.30

CMEIIeHHe HE3HAYNMMO Ha QoHe
CIy4JaiHOro pazopoca

Cwmernenme 3HauuMo Ha (poHe cirydaifHOro pazopoca, mo3ToMy
B (hopMyJie pacyeTa paclIMPeHHOI HeoNpe1eIeHHOCTH
OnpeaciisicM YUUTbIBACM CMCIICHHC.

I[loka3aTenb NpaBUJIBLHOCTH MeTOAUKH 110 11.5.3 PMI" 61 2010

uo (CTaHIapTHAS
HEOIPEICIEHHOCTb.
00yCIIOBJIEHHAs] CMELICHUEM ),
MOJIB/TI

0.0025

Ue (pacuupennas
HEOIPEIEIIEHHOCTh
00yCJIOBJICHHAS] CMEIICHHUEM ),
MOJIB/TI

0.0049

Ue (oTHOCUTENBHAS
pacipeHHast
HEOMPeAeNeHHOCTh), %

27.1

TToka3aTejb TOYHOCTH MeTOAMKH MO 1.5.4 PMI 61 2010

Um (CymMMapHasi CTaHapTHasI

HEOIPEIeIEHHOCTb), MOJIb/JT 0.00254
Um (cymMapHas paciidpeHHas
HEONPEAeNIEHHOCTD), MOJIb/JI 0.01
Um (oTHOCUTEIBHAS CyMMapHast
pacimpeHHas HeoIpeIeICHHOCTh
HEONPeIeIEHHOCTh), Yo 29.9
CAI'N'T=0,034 moab/a
HaumenoBanue neHb 1 EHb 2 JEeHb 3
0.04 0.04 0.03
0.04 0.04 0.04
0.04 0.04 0.03
0.04 0.04 0.04
0.04 0.04 0.04
Cp. 3Ha4. B CEpUU 0.04 0.04 0.04
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S (CKO B cepun) 0.000 0.000 0.000
otH. S(otH. CKO), % 0.4 0.8 1.2
S? 0.00000002 0.00000008 0.00000017
O S)? 2.8:107
max(Y S)? 1.7-107
GoaKcr. 0.620
Grab. 0.746
OHOPOHOCTH AUCTIEPCUIA Ja

Iloka3aTenb NOBTOPsieMOCTH MeTOAMKH 1o 1m.5.2.1 PMI" 61 2010

or (CKO noBropsieMocTu

METOIMKH ), MOJIb/JI 0.0003
ob1iee cpeHee 0.04
or (otH. CKO noBropsieMocTu
METOJIUKH), Yo 0.8
CKO cpennero apumMeTHIECKOTO 0.0011

IHoka3zaresb NPOMEKYTOYHOM NMPEUM3HOHHOCTH 10 1. 5.2.2 PMI" 61 2010

or (CKO nmpomexxyTo4HOi

MPEIU3UOHHOCTH ), MOJI/J 0.0011
or (otH. CKO npomexyTouHoH
MPEIM3HUOHHOCTH), Yo 3.0

Omnpenenenne cucreMaTH4ecKoi cocTapJsiomeii norpemHoct no n.5.3 PMI' 61 2010

CMelieHue, MOJIb/J 0.0022
OTH. cMellenue, % 6.6
t DKCII. 3.66
t Tal. 4.30
CMEIIeHNe HE3HAYNMO Ha QoHe
cy4aiHOTO pa3dpoca Ja

IToka3aresanb nmpa

BHJILHOCTHA MeTOAMKH mo m.5.3 PMI 61 2010

ue (cTaHmapTHas
HEOIPEIeIEHHOCTb.
00YyCJIOBJICHHAS] CMEIICHHUEM ),
MOJIB/TI

0.0025

Ue (pacuupennas
HEOIPEIEIIEHHOCTh
00yCJIOBJICHHAS] CMEIICHHUEM ),
MOJIB/TI

0.0051

Ue (oTHOCHUTEIbHAS
pacipeHHast
HEONPeIeIEHHOCTh), Yo

14.1

Iloka3zaTein T

OYHOCTH MeTOoAuKH no n.5.4 PMI 61 2010

Um (CyMMapHasi cTaHapTHas

HEOMNPEAENIEHHOCTD), MOJIb/JI 0.002756308
Um (cymmapHas paciiupeHHas
HEONPEIeTICHHOCTh), MOJIB/JI 0.01
Unm (oTHOCHTEIbHAS] CyMMapHast
pacimpeHHas HeOnpeIeIeHHOCTh
HEONPEICICHHOCTH), Yo 16.2

CAI'NT=0,34 moJb/n
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HaumenoBanue neHb 1 JEHb 2 IEHb 3
0.33 0.34 0.34
0.33 0.35 0.34
0.34 0.36 0.35
0.34 0.35 0.35
0.33 0.35 0.35
Cp. 3Ha4. B CEpUU 0.33 0.35 0.35
S (CKO B cepun) 0.003 0.005 0.005
otH. S(otH. CKO), % 0.8 1.6 1.4
S? 0.00001 0.00003 0.00002
> S)? 6.1-10°
max(Y S)? 2.9-10°
GoaKcCI. 0.483
Grabn 0.746
OJIHOPOAHOCTH AUCTIEPCUIA Ja

IToka3aTesb NOBTOPsieMOCTH MeTOAUKH 10 1.5.2.1 PMI" 61 2010

or (CKO noBropsiemocTu

METOIMKH ), MOJIb/JI 0.005
olriee cpenHee 0.34
or (otH. CKO noBTopsieMocTH
METOAMKH), Yo 1.3
CKO cpennero apumMeTHIECKOTO 0.0078

IMoka3zaTresb NPOMEKYTOYHOM NMPENM3HOHHOCTH 10 1. 5.2.2 PMTI 61 2010

or (CKO npomexyTouHOM

IPEUHU3UOHHOCTH), MOJIB/JI 0.0086
or (otH. CKO npomexyTouHOM
IPEUU3UOHHOCTH), Yo 2.5

Omnpenenenne cucreMaTn4yecKoi cocrapisioneii norpemHoct no n.5.3 PMI' 61 2010

CMelieHne, MOJIb/J 0.0036
OTH. cMelneHue, % 1.1
t DKCII. 0.80
t Tal. 4.30
CMEIIeHNEe HE3HAYMMO Ha (OHE
CIIy4aiHoro pa3opoca Ja

IToka3aresanb nmpa

BHJILHOCTHA MeTOAMKH mo n1.5.3 PMI 61 2010

ue (cTaHmapTHas
HEOIPEIeIEHHOCTb.
00yCJIOBJICHHAS] CMEIICHHUEM ),
MOJIB/TI

0.005

Ue (pacmupenHas
HEOTIPE/ICIIEHHOCTh
00YCIIOBIICHHAS] CMEIIICHHEM ),
MOJIB/JI

0.01

Ue (oTHOCHUTEIBHAS
pacuMpeHHast

HEONPEeIeIEHHOCTh), Yo

2.99

IToxa3zaTeanr ToUHOCTH MeTOAUKH 1O 1.5.4 PMI" 61 2010
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Um (CyMMapHasi cTaH/iapTHas

HEOIPEICIIEHHOCTb ), MOJIB/JT 0.0094
Um (cymMmMapHasi pacipeHHas
HEOIPEIIEHHOCTb ), MOJIB/JT 0.02
Um (oTHOCHTEIBHAS. CyMMapHast
pacuIMpeHHasi HeONpeIeIeHHOCTh
HEOIPEJICICHHOCTD), Yo 5.5




