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Paspa6oTanbl ycloBus aHan3a KpEeMHUAOPraHHYECKAX ONTATOMEPOB METOIOM JKHAKOCTHOM XpOMATOrpa-
¢uu. [Ina pasgenenuss ONMroopraHOCHIOKCAHOB, ONATOOPTAHOCHIAHOB U OJIMTOOPraHOKApGOCHIAHOB,
NPEACTABIAIOMUX COO0M CNOXHBIE MONUNMCHEPCHBIE CMECH, MCIIONb30BaH 06pallueHHO-(a3HbIi U HOP-
ManbHO-(pa3Hbii BapHaHThl XxpoMaTorpaduu. IIpuMeHeHUe NOCHETHETO MO3BONAET HAlEXHO Pa3feNaTh
FOMOJIOTH Pa3JIMYHOr0 CTPOEHHUS C YUCIIOM aTOMOB KpeMHHA [0 100 1 MM 0 HECKONBKHUX ZECATKOB Thl-
cay. ITony4eHsl faHHBIE O COCTaBE PANA MPOMBILILIEHHBIX KPEMHHIOPraHU4YECKHUX MPONYKTOB.

HHaTepec k xpoMaTorpaguyeckoMy pasfeeHUIo
KPEMHHMHOPraHUYECKAX COENAHCHUI BO3HUK B Havyane
IIECTHIECATRIX rofoB [ 1-5], omHako no faHHBIM aBTO-
poB 0630pa [6], aHanA3y KpEMHAROPraHAYECKHUX CO-
€IMHEHU METOOM BbICOKO3(hhEeKTHBHOM KUFKOCT-
HO#l XpoMaTorpaduy MOCBAILIEHO JHUIIb HECKOIBKO
pecaTkoB pa6ot. I1pu 3TOM IpaKTAYECKH OTCYTCTBY-
FOT CBEfieHNs O pas3felieHHHA OJMIOMEPHBIX H IMONH-
MepHbIX coepuHeHui. Ham6onee mupoxo pacnpocT-
paHeH aHaNMu3 KpeMHAROpraHn4EeCKUX OIMTOMEPOB €
noMonusto ['TIX, koTopas IBISeTCS KOCBEHHBIM Mée-
TOROM M HO3BOJISET MOJYYATh JIHIIL YCPENHEHHBIE
XapaKTEpUHCTHKH.

Hensro mecnegoBanms sBIsgeTc pa3paboTka MeTo-
RHK aHaJIN3a psifia ONUrOOpraHOCUNIOKCAHOB, ONTATOOP-
TraHOCHJIAHOB N OJIMTOOPTraHOKapOOCHIaHOB, COCTABIIS-
IOIMX OCHOBY GOJBUIAHCTBA KPEMHAMOPTAaHAYECKUX
NPORYKTOB, C MOMOIIbIO BbICOK03(DEKTUBHOR XKUNI-
KOCTHO# XxpoMaTorpaduu.

SKCITEPUMEHTAIJIBHAS YACTb

Hcnonp30Baid OJHrOOPraHOCHIOKCAHbI, CEpHi-
HO BBIMyCKaeMbple NpombinuieHHocThiO: [IMC-10,
IOMC-4, TIGMC-5, IISPMC-6, ITMTC-1, ®C-16,
®C-303. KpoMe TOro, CHHTE3HPOBAJH COEJUHE-
HHSI, KOTOpbIe MOINA GbITh HCIONbL30BaHbI B Kaye-
cTBe CTaHgapToB. Cpefm HAX MPOAYKT KaTalUTH-

yeckoit meperpynnupoBk# (katanusarop KOH)-

(CH;C¢H;S10); u (CH3(CgHj;),51),0 (cooTHOLIEHAE
CH3C6H58i0 : CH3(C6H5)2Si00.5 =50: 2) B MMPHACYT-
cteud IM®A (OPMC-50). IIpogykr OPMC-50
¢dpakiuoHrpoBanu ocaxueHneM u3 10%-Horo pac-
TBOpa B alleTOHe Ha mATh ppakumil (o OSPMC-50-1
no O®MC-50-5). Ocapurens Bopa. [ToMuMo 3TOrO
CHHTE3MpPOBANIM TNPOAYKTEI C  COOTHOLICHHEM
CH;C¢H,SiO : CH5(C4Hs),Si005=8:2,9:2110: 2, ko-

TOpble 0603HA4YEHb! COOTBETCTBeHHO OPMC-8,
OPMC-9 u OPMC-10. INony4yana u BLIAENANH
NpenapaTHBHO Pa3NHdYHbIE OPraHOCHIOKCAHOJbI:
HO[SiMePhO],H (n = 1-4) u HO[Si(OH)PhO] H
(n=1-4).

HpenTudukaiyio ocyniecTBIsINA C MIOMOLIBIO 3a-
BHCHMOCTH JiorapudMa ¢akTopa eMKOCTH k OT Yucna
aTOMOB KPEMHHS n [N HHAABHAYANBHBIX COCHUHE-
HHUH, BBIACTICHHBIX METOOM NpeNapaTUBHOM ra3oBoi
(ITAXB-07) n xupkocTHOi xpomatorpadun [4, 7].
BrigeneHbl TOMONMOPH OJIMTOIHUMETHIICHIIOKCAHOB C
YHUCJIOM aTOMOB KPEMHHS n OT 2 [0 9, OMArOMEeTHI-
(hEeHUICANOKCAHOB C n oT 2 fo 17, onuromeTrninTHe-
HUJICHJIOKCAHOB C 1 OT 2 IO 5, OHrOMETHI-Y-TPH-
¢ ropnponuncunokcanos ¢ n ot 2 uo 8 [4, 7]. Uupu-
BHAyalbHblE OJHUFOOPraHOCHIAHBI BBIJEIANM Ha
[IpenapaTHBHOM ra3oBOM xpoMaTtorpage “®pakro-
Ban P” ¢pupmsi “Carlo Erba”.

PaspieneHue NpOBONHIA HA YEHICKOM KUAKOCTHOM
xpoMaTorpacge LC 822 B H30KpaTUYECKOM pexXHME
(kononkH 150 X 3.3 MM). B pacnpegeanTenbHOM Ba-
PHAHTE MCIONB3OBANA CHIMKarellb MapKH CEMapoH
SGX c npUBUTHIM OKTafICHIICHTIAHOM (C18)i. B ka-
YecTBe MOJBUXHOH (ha3bl NPUMEHSLIA ALl TOHUTPHIL,
MeTaHOJ. B pacnpefenurenbHOM BapHaHTe C MONAP-
HOM NpABHTON HUTPHIEHOH (a3zoii (CN) noaBrXHOM
¢hazoii cnyxuna cMech H-rekcaHa ¢ 1,4-FfAOKCaHOM.
AncopOIHOHHBIA BapAaHT OCYIIECTBIIEH Ha cenapo-
He SGX u Cunacopbe 600, 37110€HT cMeCh H-TeKcaHa
¢ 1,4-gpokcaHoM. [leTeKTHpOBaHUE OCYLIECTBIANH C
nomouisio ciiekTpogoroMeTpa LCD 2563 u pedpak-
TomeTpa RIDK 102.

1B pankheiinem B TeKCTe CTaTbH A1 KPaTKOCTH cenapon SGX
GyneT o6o3nayaThea SEP, cunacop6 600 — SIL; ¢ npuBuThIMH
¢azamu: SEP-C18, SIL-C18 u SEP-CN.
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Puc. 1. 3aBucuMOCTh (paKTOpa €MKOCTH k OJIUTO-
MeTHI(EHAICHIOKCAHOB OT YHCIIA ATOMOB KpeEM-
HuA n gna ¢ppakuuii: ] — OPMC-50-1 (SEP-C18),
2 — OPMC-50-1 (SEP-CN), 3 - OPMC-9 (SEP-CN),
4-6 - OPMC-50-1, OPMC-50-2, OPMC-50-3 (SEP)
COOTBETCTBEHHO.

1 1 ] 1 1
120 100 80 60 40 20 0
Bpewms, Mun

Puc. 2. Xpomatorpamma dpakiun OPMC-50-3
(SEP).

i 1 1 |
40 30 20 10 0
Bpewmsi, Mux

Puc. 3. Xpomartorpamma xupkoctn IIOMC-6
(SEP-C18).

BBICOKOMOIJIEKYJIAPHBIE COEOTUHEHUA  Cepus b

PE3YJIbTATHI U UX OBCYXIEHUE

Ilpu aHanM3e KPEeMHHUAOPTaHAYECKOM KHUIKOCTH
OO®MC-50 B H30KpaTHYECKHX YCIOBHAX 3aBHCH-
MOCTB (PaKTOpa eMKOCTH k (BpeMEHH YAep:KUABaHAA)
HONEMEPrOMOJIOTOB OT YHCJIA aTOMOB KPEMHHS N
ONHCHIBAETCS YPaBHEHAEM

Igk = a+bn. (N

OrkioHenns oT ypaBHeHus (1) HabGmrogaloTCs MpHu
MajbIxX 3HaYeHUX n (pHC. 1).

B Ta6n. 1 npepcrasieHbl 3HaYeHns Koagduuu-
€HTOB a U b, MONy4YeHHbIE IS paclpefeuTeNbHOM
xpoMaTorpadun (o6pasup! 1 B 2) 1 afcOpOLHOHHOI
(o6pasen 3). O6pruno [8] ANg aHaMU3a rOMOJIOroB
NPHMEHSIOT pacnpefenTeNbHbIH BapHAaHT XpoMa-
Torpadmu. OfHaKo, KaK BAJHO U3 pHC. 1, GricTpoe
Bo3pacTanne pakTopa emkoct Ha SEP-C18 (anieTo-
HHUTPHII, METAHOJ) MO3BOJISIET AHAIM3UPOBATh HE 60-
nee 20 nonumeproMonoros (kxpasas /). YeennueHune
ymcna mukoB (go 70) mocturaeTcs B afcopGLHOHHON
xpoMarorpadus (puc. 1 u 2, Tadn. 1). B Takux ycno-
pusix xupakocty OPMC-8, OPMC-9 1 OPMC-50-1
3JIOUPYIOT NONHOCThIO. IloaTBEpXAeHUEM 3TOrO
SIBIAETCA OTCYTCTBHE AOMONHHUTENBHbIX NMHKOB IMPH
yBENUYEHAH MNOJSAPHOCTH MOpBHXKHOU ¢asbl. [Ton-
Hoe anrompoBanme OPMC-50-2 pgocrmraercs mpu
KOHIUeHTpaumu 22% 1,4-nuoxcana B H-rekcaHe 1 27%
ob6pasuos OPMC-50-3-OPMC-50-5. IIpn atom B
H30KPATHYECKAX YCIOBHSX MEPECTABANA HETHTHCH
nepBble KOMIMOHEHTHl. MpeHTHdUKanus [OCTHra-
Jach TPH COMOCTABJICHAH BpEeMEH YAEPXKUBaHAS IO-
cnegaux mikoB ¢pakumit OPMC-50-1 m OPMC-50-2
C BpeMEHaMH VY[EpKUBAHUA NHKOB (pakudi
OPMC-50-3-OPMC-50-5.

YcraHOBNeHO, YTO NepBast (Ppakuus COXEPKHUT
TOMOJIOTH C YHACIOM aTOMOB KpeMHHS OT 2 go 36,
cnepyromas — oT 2 fo 62, TpeTbs — oT 2 po 80, ppak-
nus 4 — go 100, ppakuus 5 — go 120 romonoros.

PesynbTaThl aHanu3a LIAPOKO H3BECTHBIX KHJ-
kocrei [IOMC-4, [IPMC-5 u [IPMC-6, Bpinyckae-
MBIX IPOMBIHUIEHHOCTHIO (9], npuBeneHs! B Ta6n. 1.
3TH onuroMepsl ObLIA pa3fie/leHbl Kak B aficopOIu-
OHHOM, TaK H B pacOpefelIATE]bHOM BapHaHTaX.
IIpu ananmmze ITI®@MC-6 (puc. 3) Ha SEP-C18 6b110
O6GHApyXEHO HaNnA4Yhe ABYX FOMOJOTHYECKHX ps-
OB — JIMHEHHBIX B IHKJIAYECKHX ONUIOCHIOKCAHOB
(Tabn. 1).

Hanuune KOHIEBBIX TMAPOKCHIBHBIX IPYMI B JIHA-
HEHHBIX ONUTOMETA(PEHIICHIOKCAHAX PE3KO MEHSET
XapakTep Hx aMoapoBaHms. [Ipu xpoMmarorpadguposa-
HUM coepuHeHmd obwe# dopmynsl HO[SiMePhO}l,H
6611 O6HapyKeH o6paTHbIA MOPAROK IMIOAPOBAHAS
rOMOJIOroB Kak B agcopbumontoM (SEP), Tak m pac-
npepenutenbHoM BapaaHTe (SEP-CN, ta6mn. 1). Ycno-
Busi paspgenennsi Ha SEP-C18 nogoGpathk He yaanocs.
YcraHoBneHO (pHC. 4), YTO BpeMs YyAep>KUBaHHS
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Taémuua 1. AHanu3 KPEMHHIAOPraHUYECKUX OJIMTOMEPOB METOMIOM BbICOKO2(hEKTHBHOM XKHUAKOCTHO! XpoMaTorpaduu

Q
+
g Beiectso Cop6enT Ho;z;:;n;naa M, 9] E a b
O =
1 | MePh,SiO(MePhSiO),,SiPh,Me (OPMC-50) [SEP-CI8 { A 8300 120 (-0.718 | 0.132
2 To )Ke SEP-CN (A +T'=5+95 8300 120 |-0.677 | 0.068
3 » SEP O+T=22+78 8300 120 (-0.066 | 0.021
4| Me;SiO(MePhSiO),,SiMe; (Ind®MC-4) |SEP-C18 (A 1200-1500| 13{-0.690 | 0.130
5 | MePh,SiO(MePhSiO),,SiPh,Me (IMMeMC-5) | SEP-C18 » 1100-1300 12]|-0.680 | 0.128
6 | Ph3SiO(MePhSiO),,SiPh; (IT®MC-6) |SEP-C18 » 1300-1600| 17|-0.457 | 0.089
7 To xe (IIeMC-6) | SEP-C18 » 1300-1600 | 17}-0.450 | 0.090
8 | HO[SiMePhO] H - SEP-CN [d+T'=5+95 |1300-1600 6] 1.195 |-0.191
9 To xe - SEP O+ =15+85|1300-1600 1.180 {~0.090
10 | HO[SiPh(OH)O],H - SEP-CN |0 +T =24+76}1300-1600 0.464 | 0.090
11| Me;SiO(SiMe,0),,SiMe, IMMC-10 SEP-C18 |A 746 16{-0.351 | 0.093
12| (SiMe,0),, (IIMC, uukn) | SEP-C18 » 746 13]-0.433 | 0.103
13 | Me;SiO(SiFpMeO),(SiMe,0),,SiMe; | ($C-303) SEP-C18 » 2400 30|-0.315| 0.065
14| Me;SiO(SiFpMe0),(SiMe,0), SiMe; | (@C-16) | SEP-C18 » 980 | 23|-0.248] 0.061
15 | Me,;SiO(SiMeTnO)(SiMe,0), SiMe, | (TTMTC-1) | SIL-C18 » 1300 | 13]-0.701 | 0.165
16 To xe SIL-C18 » 1300 13[-0.690 | 0.159
17 » SIL-C18 » 1300 131-0.687 | 0.156

Tipumeyanue. A — aueroHuTpul, I — 1,4-nuokcan, I' — n-rexcan; [ + I' = 15 + 85, Hanpumep, o3HauaeT, YTO NOABHKHAA ¢a3a U3 CMecH
1,4-g0oKCcaHa 1 H-rekcaHa B 06’beMHOM cooTHomeHuH 15 : 85; Fp — CHyCH,CF3; Tn — C4H;3S.

YMEHBIIAETCA C BO3pAaCTaHUEM n IO IIITH, WICCTH, A
3aTEM OCTACTCA NPAKTUYCCKH INMOCTOSAHHBIM U onu3-
KHM K MEPTBOMY BPpEMEHHU KOJIOHKH.

VHaue npOHCXORUT pasfelieHne COeNUHEeHUH 06-
mei ¢opmynst HO[SiPh(OH)O],H na SEP-CN nu
cMecn 1,4-muokcana (24%) ¢ H-rekcaHoM (76%) B Ka-
YeCTBE NOABUKHOM ¢a3bl (Tabn. 1). [ns aTix coegu-
HEHHH IoNlydeHa OObIYHask 3aBHCUMOCTH (hakTopa
€MKOCTH OT YHCJIa aTOMOB KpeMHus (puc. 4, KpuBast 3;
Tabn. 1).

W3 cpasrenns ko3¢ pHuIEEHTOR a U b 11g o6pa3-
1oB 8, 9 u 10 cnenyeT, 4TO OTpHILIaTENbHOE 3HAYE-
HHe b CBS3aHO C XapaKTepOM aHAU3UPYEMBIX CO-
enuHenuit. O6'bSICHEHHE Pe3yNbTaTOB, IPEACTABIEH-
HbIX Ha pHC. 4, MOXeT OBITh HAHO C IOMOIIBIO
ynpolLeHHOro Kpurepus ragpodobuoct [8], koro-
pBIif OTpasKaeT H3MEHEHHE MONSPHOCTH MOJNIEKYJIBI C
yBEJIMYECHUEM HOMEpPA WieHa FOMOJIOTHYECKOrO psi-
Aa. 3aBUCAMOCTH NorapudMa (akTopa eMKOCTH OT
BeJUYUHbI KpuTepua rugpodobHoctd H cuMGaTHBI
3aBUCHMOCTSIM 3TOro (pakTopa OT HMCIa aTOMOB
KpeMHus (puc. 4). 3T0 O6BACHAETCS TEM, YTO IS CO-

BBICOKOMOIJEKYJIAPHBIE COEAUHEHHS  Cepus B

enuHenuit paga HO([Si(OH)PhO],H cooTHOmEHHE
rpynn PhSiO u OH He MeHsIeTCA ¢ yBeTMYSHHEM THC-
Jia aTOMOB KPEMHEA (IIpH 1 > 2), B TO BpeMs KaK AJIs
coepurenuii HO[SiMePhO], H, copepxammx no aBa

gk
0.97

0.71

Puc. 4. 3aBucumocTs pakTOpa EMKOCTH K OT YHCIA
aTOMOB KpeMHust n (I-3) u oT Kpurepus rugpodo6-
HoctH H (4-6) pna coepunennii HO[SiMePhO] H
, 2, 4, 5) n HO[SiPh(OH)O],H (3, 6). CopGeHTbr:
SEP (1, 4), SEP-CN (2, 3, 5, 6).

ToM 40 Ne5 1998
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Puc. 5. 3aBucumocTth pakTopa eMKOCTH k OJUro-
DHMETHUIICUIIOKCAHOB M METHI-Y-TpUdTOopnponui-
OJIUTOCHAOKCAHOB OT YHMCJa aTOMOB KPEMHMS n:
1 —TIMC-10, 2 — onuroguMe THILMKIOCHIOKCAHBI,
3 - ®C-16, 4 — ©C-303; SEP-C18.

KOHIIEBBIX THAPOKCANA, COOTHONIeHue rpymn MePh-
SiO u OH HenpepbiBHO yBenuuuBaeTcs. IIpn ananu-
3¢ METHN- U Y-TpAGTOPIPONUIOIHIOCANIOKCAHOB
npuMeHana pedpakroMeTpuyeckuil Aerekrop. M3-3a
6NMHM3KUX 3HaUeHHH K03(pPHUUCHTOB pedpakiun Ho-
mBKHO# pa3bl (np = 1.38-1.42) u aHaNU3ApyeMBIX
KpPEMHHHOPraHH4eCcKUX BemecTs (np = 1.38-1.40) yc-
JIOBHS, TOTOOpaHHbIE IS afcOPOLIHOHHON XpOMAaTO-
rpa¢ud, HENPUTORHBI [ aHaAN3a OOJNBIIMHCTBA
OJIUTOCHIIOKCAaHOB C MOMOLIBIO pedppakToMeTpAYEC-
KOT'O IETEKTOpa.

B pacnpenenutensHoM BapuanTe (SEP-C18, pac-
TBOPHTENIb — METAHOI) MPOAHAIU3NPOBAHBI METHII-
Y-Tpu TOpNpONAICHIOKCaHOBbIE XuKocTH $C-16,
®C-303, monmMeTtmincunokcaHorass IIMC-10, or-
AelbHble (PpaKiui HHKIAYECKHAX MONAMETAICUIIOK-
caHoB. [1Jis 3THX MPORXYKTOB AOCTUFHYTO MPaKTHYEC-
KH [IOJIHOE 3MOUPOBAaHAE B M30KPATHYECKHX YCIIO-
BHsX. 3aBHCHMOCTH JorapudmMa dakTopa EMKOCTH
OT YHMCJIa aTOMOB KPEMHHS IPEACTaBIEHb] Ha PHC. 5
u Ta6n. 1. Menbiias nonspaocts [IMC-10 B cpaBHe-
Huu ¢ $C-16, ®C-303 B ycnosusx obpallieHHO-¢a3-
HOit xpoMarorpac¢ud OOYCIOBIHBAET HECKOJIBKO
6onblee 3HaYeHHe KOapduueHTa b.

Amnanns [IMC-10 u $C-303 nmokasain, 4To Kaxgast
{3 3THX XUAKOCTEH COCTOHUT U3 OJIMTOMEPOB OJHOTO
roMoyioruueckoro psiga. [Ipn aHanuse noaaMeTu-
TreHIICHIOKcaHoBOH xugkoctd [IMTC-1 6butu 06-
HapyXeHbI NPOAYKThI, OTHOCAIKECS K TPEM [OMO-
noruyeckuM psigaM. B Ta6in. 1 nmpepcTaBaeHbl Koad-
¢uumenTsl  ypaBHeHms (1), COOTBETCTByIOLIME
ONIUrONUMETHIICHIIOKCaHaM (oGpasery 15), onurome-
THITHEHAJICHIOKCAHAM C OfHOH THEHWJIBLHOW rpyn-
noii (o6pasex] 16), ¢ AByMs THEHANbHBIME IPYNIIAMH
(o6pasen 17). AHanu3 3TOM XUAKOCTH MPOBONUIH
pd OHOBPEMEHHOM HCNOJIb30BaHUH {BYX AETEKTO-

pOB.

BLICOKOMONEKYNSAPHBIE COEOJMHEHUSA Cepus b ToM 40 N5

TYPKEJIBTAYE u jip.

CnoxHyio KapTHAHY (4YeTblpe IOMOJIOTHYECKHX
pAfa s KaXOH A3 XHUAKOCTeR) HablIogamu B CIIy-
Yyae JIHHEMHBbIX ONIMrOMETHNARXNIOP¢EHUNCATOKCA-
HOB (XC-2-1 u XC-2-1p) B pacnpeeIuTeIbHOM Ba-
puante (SEP-C18, aneronutpun). Unentudukaimio
OTJENBHBIX COEAAMHEHAN HE TIPOBONMIH.

Meropn BbICOKO3(hPEKTHBHOI KHUAKOCTHON XpO-
MaTorpad MNO3BOJSAET AHAIH3APOBATH OYEHb
CIIOXHbBIE CMECH, COCTOSILIHAE H3 OJMTOOPraHOCHIIA-
HOB, OTHrOOPraHOKapOOKCHIAHOB, OJUTOOPraHOCH-
JIOKCaHOB, HMEIOHIUX pa3nAyHoe crpoende. Takme
cMecH O0pa3yroTcs B pe3ynbTaTe TEepMHYECKOro
NpeBpalleHds NoNHAAMETHIICANIaHA. [N ageHTApH-
KallMd 3TH COefHHEeHHs BBIIEISUIA METOROM Npemna-
paTHBHOI ra3oBod xpoMmarorpaduu H pacmmgpo-
BbIBalld METORAMH Macc-cieKTpoMeTpuu u SIMP
[10]. CocraB nony4eHHbIX NPOXYKTOB IIPEACTABNIEH B
Tabn. 2. Pap coeguHeHmii He yRanochk ApeHTHUIH-
poBaTh, H OHH O0GO3Ha4eHb! KakK X;. CoenuHeHH,
o6o3HaueHHbIe Kak N;, mMeloT 6Goliee CIOXHYIO
cTpykTypHyIo dpopmyny. Tak, N, m N, cooTBeTCTBY-
IOT COEIUHEHHS

H CH, CH H H
N2 V2 o
7/ Sl\ / Sl\ ’ /N ,
CH; CH, CH; (CH3)2§1 ?iCH,H

(CHj3),Si—Si(CH3),

a N; m N, — coepnHeHns

[(CH,),Si] |CHZ
)2 '%sacn,ﬂl_,,

T HeKOTOPBIX coepuHeH it (Tabn. 2) obiei dop-
mynst (CH,),Si(Si(CH,),1,.S1(CH,),_ H, 1 [Si(CH,),], B
pacnpenenutenbHoM BapuaHTte (SEP-C18, anetonu-
TpUNA) NONY4YEeHbI 3aBUCUMOCTH JiorapudMa ¢akTopa
€MKOCTH OT YHCJ/Ia aTOMOB KpeMHAd (n =m + 2):

(CH;),Si[Si(CH,),],,Si(CH3),

Igk =0.216 + 0.039n + 0.020n? )
(CH,);Si[Si(CHj;),],,Si(CH;),H

Igk =0.194 + 0.031n + 0.021n? A3)

H(CH,),Si[Si(CH,),],,Si(CH),H

lgk =0.199 + 0.017n + 0.022n? @)
[Si(CH3),],
lgk =0.159 + 0.053n + 0.019n2 5)
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Ta6anna 2. AHanu3 MPOAYKTOB TEPMHUYECKOTO NMPEBPAIECHHA NOIHIHMETHICHIAHA

O6pasen Bewecrso ynepx?x];:xx, wu || OOPasen Beinectso ynepx?l]l::xﬂ, MHH
1 Xy 25 26 Xg 74
2 | MeSiH; 2.7 27 | x 7.9
3 | Me,SiH, 238 28 | [(SiMe,),CH,SiMeHSiMe,] 8.3
4 | Me,SiH 29 29 | xg 8.7
5 | HMe,SiSiMe,H 33 30 | HMe,Si(SiMe,);SiMe,H 9.1
6 | Me;SiSiMeH, 3.7 31 HMe,Si(SiMe;,);SiMe;, 9.8
7 | Me,SiSiMe,H 38 32 | [SiMeyls 10.5
8 | Me;SiCH,SiH, 39 33 | N, 10.8
9 HMe,SiCH,SiMe,H 4.0 34 Me,Si(SiMe,);SiMe; 11.2

10 | Me;SiCH,SiMeH, 4.1 35 | [(SiMe,),CH,SiMeH] 13.5
11 | Me,;SiCH,SiMe,H 42 36 | HMe,Si(SiMe,),SiMe,H 14.9
12 | HMeSi[CH,CH,]SiMeH 43 37 | Me;Si(SiMe,),SiMe,H 16.0
13 | Me;SiSiHMeSiMe,H 44 38 | N, 16.4
14 Me;SiSiMe,SiMe,H 45 39 Ny 16.8
15 X, 4.6 40 [SiMe,]¢ 17.4
16 | x 48 41 Me;Si(SiMe,),SiMe, 185
17 | x, 49 2 | xy 226
18 | xs 5.1 43 | HMe,Si(SiMe,)sSiMe,H 29.3
19 | HMe,Si(SiMe),SiMe,H 53 44 | Me,;Si(SiMey)sSiMe,H 31.0
20 | N, 5.6 45 [SiMe,}, 33.8
21 | Me,Si(SiMe),SiMe,H 59 46 | Me;Si(SiMey)sSiMe, 37.1
22 | [SiMe,l, 6.4 47 | HMe,Si(SiMe,)sSiMe,H 58.1
23 | xg 6.5 48 | Me;Si(SiMey)sSiMe,H 63.2
24 | Me;Si(SiMe),SiMe; 6.7 49 [SiMe;]g 69.3
25 | x 7.0 50 | Me;Si(SiMey)eSiMe; 78.1
Takum 06pa3oM pa3spabGoTaHbl YCIOBHAS XpOMATO- CITMCOK JIUTEPATYPBI

rpaHyecKoro aHajHM3a OJMIOOPTaHOCHIAHOB H
OJNIMTOKApOOCHIAHOB, JHHENHBIX M LUKJIHYECKUX
OJIMTOOPraHOCHIIOKCaHOB ¢ M = 5000-15000. Oye-
BHJHO, YTO MpsIMOE OIIpe[eIeHAe COCTaBa yKa3aH-
HBIX COCIUHECHUI MO3BOJHUT onpenensatb ux M, u M,,
¢ Gonpieit To4YHOCTHIO. [Ipoanann3mnpoBannbie 06-
pasLbl MOTYT GbITh HCMOJB30BAHbI B KAY€CTBE CTaH-
maproB pag I'TIX.
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Analysis of Organeosilicon Oligomers
by High-Performance Liquid Chromatography
G. N. Turkel’taub, P. V. Ivanov, A. G. Kuznetsova,

N. A. Popova, and E. A. Chernyshev

Lomonosov State Academy of Fine Chemical Technology,
pr. Vernadskogo 86, Moscow, 117571 Russia

Abstract—The conditions for the analysis of organosilicon oligomers by liquid chromatography were devel-
oped. The reversed- and normal-phase chromatographic techniques were used to separate complex polydisperse
mixtures—oligo(organosiloxane)s, oligo(organosilane)s, and oligo(organocarbosilane)s. The use of the nor-
mal-phase chromatography made it possible to perform reliable separation of homologs with varying structures
containing up to 100 silicon atoms and having molecular masses up to several tenths of thousands. The compo-
sition of a number of commercial organosilicon products was investigated.
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