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AHanus3 nonnmeTundeHUrICUIOKCaHOBON XUAKOCTHU
NMPMC-4 metoaom BIXKX
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INocrynuna B pegaxnuro 14.10.2011 r.

AHHOTaUuA

IonmuMernndeHuICUIOKCaHoBass KUAKOCTE [IOMC-4  sBiasieTcss OOHOW M3 CaMbIX
BBICOKOTEMIIEPATYPHBIX CTAllMOHAPHBIX (a3 B Ta3oBoit xpomarorpaduu. OOHAKO paszHbie 00pasiibl
UMEIOT BepxHUil Temmeparypubiii mnpegea or 280 mo 350°C. Crojb OTIMYHOE MOBEAEHUE IODKHO
OoTpaxaTh pasziuuMe B COCTaBe, UYTO M ObUI0 TmOKa3aHo MetomoM BOXKX. Jluneiinvie
MeTHII(HEHUITOIUTOCHIIOKCAHBI ObLIIH UIEHTU(QHLIUPOBAHBI.

Karouesblie ciioBa: BOXKX, kpeMHuiiopranuyecke CoeIMHEHUs

The phenyl-substituted polysiloxane fluid PFMS-4 is one of the most thermal stable
organosilicon stationary phases for gas chromatography. Different samples of fluid PFMS-4 have the
temperature limits from 280 to 350°C. It was shown that the difference in behavior was a direct
consequence of the composition of different samples. The difference of composition was founded by High
Pressure Liquid Chromatography. The linear oligo(methylphenylsiloxan)s have been identified.

Keywords: HPLC, organosilicons

BBepeHue

Kpemuwnitopranmueckass  xuakocte [IOMC-4  npumensiercs  [1,2]  kak
BBICOKOTEMIIEPATYyPHBbIM TEIUIOHOCHUTENb, paldouas >KUIKOCTh B BBICOKOBAKYYyMHBIX
HAcOCax M  BBICOKOTEMIIEpaTypHas HEMOABMXKHas ¢a3za B  ra30-KUIAKOCTHOMN
xpomatorpaduu. OgHako HEKOTOphle OO0pa3llbl Jal0T HEBOCIPOM3BOJIMMBIE DPE3YJIbTATHI.
OTO cBsi3aHO C (U3UYECKUMU U XUMHUYECKUMH MPOIECCaMU, KOTOpBIC MPOUCXOMAT C
[OJIMMEPOM TIPM HArpeBaHWM €ro 10 BbICOKOW Temmeparypsl (300 - 400°C). Ilpu
HArpeBaHUU MPOUCXOIUT HCIIAPEHUE JIETKUX (PpaKiuii ¥ MPOIYKTOB AECTPYKIIUH, a TAKKE
oOpazoBanue CIMTHIX ToauMepoB [3]. [Ipu 3ToM 0COOEHHO Ba)KHO KOHTPOJIMPOBATH COCTAB
KHUJIKOCTH, 0JTHaKoO corjacHo TpeboBanusm ['OCTa oneHka JaHHOTO MPOIYKTa MPOBOAUTCS
Ha OCHOBE JMIIb KOCBEHHBIX MeToA0B [4]. IlosTomMy pa3paboTka METOAMKHM aHaIu3a
xuakoctu [IOMC-4 metonom BOXKX npuobperaeT ocoOeHHO 0OMbIIIOE 3HAYCHHUE.

Typrenvmay6 w np. / Cop6unonusie i xpomarorpaduueckue mporeccst. 2012, T. 12. Boir. 2



186

AKCNEepUMEHT

AHanum3 npoBOJIMIICS Ha BEICOKOA((PEKTUBHOM KUAKOCTHOM XpoMaTtorpade pupMsl
“Gilson”, B kadecTBe JeTEKTOpa HCIOb30Bajics crekrpomerp “Gilson 118 UV/Vis”,
JUTHHA BOJHEI 254 HM.

Jlia naenTudukanuy ObUTM CUHTE3UPOBAHbI U BBIAECIIEHBI METOIOM IpenapaTuBHON
ra3oBoil xpomarorpaduul HHIWBUIYalbHBIC JIMHEHHBIC OJMTOMETUI(EHUICUIOKCAHBI
(CH3)3S1[O(CH3)(CgHs)S1] ,OSi(CH3); , tne n = 1-4; 1 MeTWIPEHUITETPACUIIOKCAH
[O(CH3)(C¢Hs)Si]s. CooTBeTCTBHE 3THX WHAWBUAYAIBHBIX COCAMHEHHMN MPUBEICHHON
dbopmyne OBUIO TOATBEPXKICHO MeToAamMu Mmacc-cnektpometpun u SIMP. B pabote
UCIONIb30BaHbl KOJOHKK 250%x4,0 mm, 3anonHeHHble chepucopdbom OJIC 2, cemapoHoM
OIC wu 3opbakcom OJIC. Pazmep wactum 5 MkM. B kadecTBe MOIBMKHOW (ha3bl
ucnonp30Baiu 1,4-aMoKcaH, alleTOHUTpUi, Metanos. CkopocTs motoka 1.0 mi/MuH.

O6cyxaeHue pe3ynbTaToB

Panee Obut0 mokazaHo [5], 4Tro MONIMMETHI(PEHUICUIOKCAHOBBIE KHIKOCTH
cofepKar OOJBIIOE YHCIO M30MEPOB, JJIS pa3fesieHHs] KOTOPBIX TPEOYIOTCS KOJIOHKH C
BBICOKOW CEJIeKTMBHOCTBbIO. B KauecTBe Takoil KOJOHKM Obula BbIOpaHa KOJIOHKA,
3anoniHeHHas cepucopobom OJIC 2.

N3 xpomaTorpammsl xuakocti [IOMC-4, noayyeHHoM Ha 3To# KojoHKe (puc. 1),
BUJTHO XOPOIIEE pa3/ieleHUe JMHEWHBIX OJIMTOMETUI(PEHUICUIOKCAHOB.
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Puc.1. XpomaTtorpamma nonmmmeTuapeHUICHIOKCaHoBOH sxuakoctu [IOMC-4.
[TonBuxHas ¢aza - aeTOHUTPHI

[To nureparypubiM naHHbIM [1], TOMUMETHI()EHUICUIOKCAHOBBIE >KUIKOCTH
COJIep’KaT 3HAUMTENbHOE KOJMYECTBO IUKIMYECKHX cOoeAMHEeHUH. Bbputo Heobxommmo
yOenuThCsl, YTO pa3paboTaHHbIE YCIOBHMSI OOECHEUYMBAIOT pa3/elieHue JIMHEHHBIX U
UKINYECKUX METHI()EHUIICHIIOKCAHOB.

DKCIIEpUMEHTATBbHO  YCTAaHOBJICHO, YTO BpeMs YJCPKHBAHUSA JIMHEHHBIX
METHI(EHUNTPU- U TETPa-CUIIOKCAHOB COCTABIISIET COOTBETCTBEHHO 3 MUH 50 ¢ 1 4 MuH 57
C, a BpeMsl yJIep’KUBaHUS HUKINYECKOr0 METHI(PEeHUITETpacuiIokcana pasHo 4 muH 20 c.
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Opnako u3 XxpomaTorpaMmsl (puc. 1) BUIHO, YTO TPYIIbI MTHUKOB aHAIU3UPYEMBIX
BCIICCTB OTCTOAT ApYyr OT JApyra Ha 3HAYUTCIBHOC PACCTOSHHC. KpOMe TOT'O BBICOKAA
MOJIIPHOCTh TMOJABMKHOW  (pa3bl (AUETOHUTPHUIIA) 3HAUMUTENBHO YBEIMYMBACT BpeMs
AIIIOMPOBAHUS KaXKJIOTO CIEAYIOIIEr0 WieHa TOMOJIOTHYECKOTO psifia, YTO HE MO3BOJIAET
IIPOBECTHU aHAJIU3 BCEW KHUAKOCTU B M30KPATUYECKUX YCIOBUSAX.

370 OBUIO YCTPAaHEHO MPH MCIIOJIb30BAaHUHM METAHOJIAa B KAUECTBE MOABIKHON (ha3bl.
N3 nomydenHoi xpomarorpammsl xunkoctu [IOMC-4 (puc. 2) BUIHO, YTO COXpaHACTCS
XOpolllee pa3/iefieHUe MPHU AIIIOMPOBAHUHU BCEX IOJMMEPIOMOJIOTOB B HM30KPATHUYECKOM
pexume.
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Puc. 2. XpomaTtorpamMmma nonumeTmieHuacuiIokcanoBon xuakoctu [IOMC-4.
IMonBuxHas aza — MeTaHoI

Nnentudukanuio JTUHEHHBIX  OTUTOMETHI()EHUIICHUIOKCAHOB  TPOBOAMIU  C
MOMOIIbI0 TpapuKOB 3aBUCUMOCTH (puc. 3) norapudma ¢dakropa €MKOCTH OT YHCIIa
aTOMOB KpeMHHs (HOMepa 4ileHa romojorudeckoro psaa). [ms moctpoenus rpaduka
3aBUCHMOCTH HCIIOJIb30BAJTHCH WHIVBUTY ATHHBIC JTUHCHHBIE
OJTUTOMETHII(PEHUIICUIIOKCAHBI.
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Puc. 3 .3aBucumocts k03¢ punmenra emxoctu k ot HOMepa ueHa
TOMOJIOTHYECKOTO PAAA Ng;

Ha pwuc.2 nuHEHHBIM OJUTOCUIIOKCAHAM COOTBETCTBYIOT IHMKaM C HEYETHBIMU
HOMepaMI/I. MO)KHO HpC,Z[HOJIO)KI/ITI:, qTO IIHMKAM C YCTHLIMHU HOMepaMI/I anHa,unencaT
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HUKJIOCWIOKCaHaM.  JIeMCTBUTENIBHO MUKy C  HOMEpoM 4  COOTBETCTBYET
MeTwIGpeHUIIMKIoTeTpacuaokcad. OIHAKO TBITAThCS MOCTPOUTH BTOPYIO MPSIMYIO Ha
puC.3 UL IO OJHOM TOYKE HE MPEACTABISAETCS BO3MOKHBIM.

Takum oOpa3om, mMOJOOpaHBI YCIOBUS U TPEIOKEHa METOIWKA aHaIu3a
MOJIMMETHII(PCHIIICHITOKCAaHOBOH KuAKOCTH [IOMC-4.
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