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MeTogomMm xpomaTto-mMacc-CnekTpoMeTpuu nposedeHa naeHTudukaums npumecen B Cu-
naHe NpUpPoOOHOro M M30TOMHO-oboralleHHoro coctasa. VigeHTnduumpoaHo 40 NpuUMECHbIX
BeLLEeCTB, M3 HMX 21 yCcTaHOBNEHO BrepBble. [ony4yeHbl 1 0xapakTepu3oBaHbl Macc-CneKkTpbl
TeTpa- U NeHTacnnaHoB, (PTOpNpPoOn3BOAHbIX ANCUIOKCaHa, TPU- U TETPACUIOKCAHOB.

Knrodesnie crioga: XxpoMaTto-Macc-CnekTpoMeTpus, ngeHTndukaums, n3otonHo-obora-

LLEHHBIN CUnaH, NPMMecHu, MacC-CneKTpbl.

KpbinoB BaneHTH AnekceeBuY — 3aBegyHlLKMNA nabopartopuen aHarMTUYECKON XU-
MuM BbicOKOYUCTbIX BewecTB UXBB PAH, 3aBegytowmn kadeapon aHanMTU4eCKOn XMmMmmum
HHI'Y nm. H.U. llo6ayeBcKkoOro, 4OKTOP XMMUYECKMUX HaYK.

O6nacTb Hay4HbIX MHTEPECOB: aHaNUTUYeCKasa XUMUSA, HeopraHM4yeckasi XMMusi, Xpo-
maTtorpacdums, XxpomaTo-mMmacc-CneKTpoMeTpusi, NPUMECHbIN COCTaB.

ABTop 6onee 190 ny6nukauun.

YepHoBa Onbra lOpbeBHa — cTapLuMii Hay4HbI coTpyaHUK UXBB PAH.
O6nacTb Hay4HbIX MHTEPECOB: aHaNUTUYeCKasa XMMUS, BbICOKOUMCTbIE NeTy4ne He-
opraHuyeckue rugpuabl, ra3oBas xpomartorpadgusi, XpomaTo-mMacc-CnekKTpoMeTpUYeCcKUn

aHanus, meTponorus.
AsTop 30 ny6nukauumn.

Co3uH AHgpen KOpbeBuY — HayuHbIn coTpyaHuk UXBB PAH, kaHamaaT XMMU4eCKnxX

HayK.

O6nacTtb Hay4HbIX UHTEepeCOoB: aHaNIUTU4eckasd XMMns, BbiICOKOYUCTbIE NeTy4ine He-
opraHunyeckue rugpuabl, xpoMaTo-Macc-cneKTpomeTpvmecxu|7| aHanus.

ABTOp 20 ny6nukauum.

BBegeHue

B HacTodwee BpemMsa BbICOKMA WHTeEpec
NPOSIBNSETCA K BbICOKOYMCTOMY KPEMHUIO, B TOM
yncne K M30TOMHO-oGorawEHHOMY, Kak Mnepcrek-
TUBHOMY MaTepuany gns MUKpPOINeKTPoHuku [1].
lMpMMeHeHNE KPEMHUSI B BbICOKOTOYHbLIX TEXHO-
noruax obycnaBnuBaeT XEcTkue TpeboBaHUSA K
YUCTOTE CuNaHa, UCMONb3yeMoro Ans ero nony-
YeHus. Hanbonbllee pacnpocTpaHeHne Ans nony-
YEeHWs cunaHa NPUPOOHOro M3O0TOMHOrO COoCcTaBa
HawWmnmM MeToAbl CUHTE3a M3 cuiMumaa MarHus,
BOCCTa@HOBIIEHUS ranoreHWao0B KPEMHUS rTngpuaa-
MW MEeTarnmnoB, a Takxe OMCMPONOPLUOHNPOBAHMUSA
TpuaTokcucunaHa u Tpuxnopcunana [2]. MNMpumec-
HbI COCTaB TAKOro CuflaHa XopoLlo nayyeH [2, 3].
B HacTosWee BpeMs YMCIO NpUMecen, naeHTugu-

LMPOBaHHbIX B BbICOKOYNCTOM CUIaHe NpUpOLHOro
M30TOMNHOrO COCTaBa U KOHTPOMMPYEMbIX KPYNHEemn-
WM ero npousBoguTensamMmn, He npesbiwaeT 20
[4-8]. DTUMK NpumecsaMUM ABMAOTCS NOCTOSIHHbIE
rasbl, gvokcua yrnepopa, yrnesogopoabl C-C,,
rOMOJIOrv, ankunnpou3BOAHbIE U XJTIOPNPOU3BOA-
Hble cunaHa. M3oTonHo-oboralleHHbI cunaH no-
nyyalT BOCCTaHOBMEHMEM M30TOMHO-oboraLeH-
Horo TeTpadTopmia KpeMHUSA TMOPULAOM KanbLums
[9]. MpumecHbI cocTaB U3OTONHO-OBOraLleHHOro
cunaHa wuccrnefoBaH MeToAaMu XpomaTo-macce-
cnektpometpum un  UK-cnektpockonuu [10-14].
NaoenTudnumposaHsiMm B 2SiH, npumecamun as-
NATCA NOCTOAHHbIE rasbl, yrnesogopoapsl C.-C,
roMOsoru u ankunnpounsBoAHbIE CuUnaHa, netyyne
HeopraHuyeckme ruapuabl, Xnopcoaepxaline u
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dTopcoaepxaline yrnesogopoabl, TopcunaHsbl.
MNpu cuHTe3e cunaHa u3 SiF, Benuka BepoATHOCTb
obpasoBaHunsa dTopcogepxalimx roMorioroB cu-
naHa v TOpPCUSIOKCaHOB. XpomaTorpaduyeckas
MOeHTUMUKaLMS Taknux NPUMEcen OCITOXHEHA UX
BbICOKOW peakUMOHHOW CMNOCOOHOCTbLIO (BO3MOXK-
HOCTbIO CaMOBOCHMITAMEHEHUS U NErkon rmaponm-
3yeMOCTbI0), TPYAHOCTbI CMHTE3a W BbleNeHus
B ynctom Buge. Kpome Toro, nx onpegeneHve Bos-
MOXHO NPU UCNOSb30BaHUM XpoMaTorparyeckmx
das, XMMMUYECKM CTOMKMX K pTopmaam KpemHus. B
paboTtax [10-12] ycTaHOBMEHO, 4YTO KoroHka GS-
GasPro ¢ MoanrUMpoOBaHHbIM CUMMKarenemMm He-
npurogHa Ans onpegeneHuns Takux npumecen. B
[15, 16] nokasaHO, YTO BbLICOKOW TEPMUYECKOW U
XUMUYECKOWN YCTOMYMBOCTbLIO K CuMaHy obnagaet
copbeHT nonutpumetuncununnponud (MTMCH),
No3TOMYy €ro MpPUMMEHEHME MOXET CYLLECTBEHHO
paclwmpuUTb Kpyr onpeaensieMbiX NpUMece.

Llenbto  HacTtosiwen paboTbl gABNSAeTCS
paclwmpeHne CBeAeHUM O MpUMECHOM cocCTa-
BE CwufaHa NpUpoOaHOro M30TOMHOro cocTaBa U
oboraléHHoro nsotonom 28Si metogom xpomaTo-
Macc-CMeKTPOMETPUM C MPUMEHEHNEM BbICOKO3 -
dekTnBHOro copberta NMTMCI1.

JKcnepuMeHTanbHas 4acTb

oeHTudpurkauuio npumecen npoBoaunn B
cunaHe pasfMYHOM YMCTOTblI C MPUPOAHBLIM U30-
TOMHbIM coctasom SiH, n B ?SiH,, nony4eHHoM
13 n3oTonHo-oborawéHHoro TeTpadTopuaa Kpem-
Hus. CopepkaHue nsotona kpemHus 28Si B cunaHe
#8iH, coctaBnano 99.99 %.

AHanua cumnaHa NnpoBOAWMN C UCMOMb30BaHU-
eM xpomaTo-macc-crnektpomeTtpa Agilent 6890/MSD
5973N ¢ kBagpynosibHbIM Macc-aHanu3aTopoM.
Macc-cnekTpbl permcTpupoBanu B pPeXnme NOHU-
3auuMn ANEKTPOHHbIM yaapoM (JY) (sHeprusa anek-
TpoHoB 70 3B) 1 B pexxmme XMMMUYECKON NOHU3aLnn
(XW) meTaHOM C pernctpaumert NonoXnTeNbHbIX NO-
HOB (3HEpPrusi MOHM3UPYOLLMX 3neKkTpoHoB 149 3B,
pacxop rasa-peareHta 1 mn/muH). TemnepaTypa uc-
TOYHMKA MoHoB cocTaBndana 150 °C, temnepatypa
KBagpynorbHoro punstpa macc — 106 °C, Temnepa-
Typa uHtepgenca — 200 °C.

[na pasgeneHus npumecen Mcnonb3oBanu
KanumnnspHyo agcopObLmMOHHY0 KONoHKY 25 M x 0.26
MM, d,= 0.25 mkm ¢ copbeHtom MTMCII. B kave-
CTBE rasa-Hocutens NpuUMeHanun renun mapku 60
(TY 0271-011-45905715-02). JlnHenHasi CKOpPOCTb
rasa-HocuTens B KONoHKe coctasnana 30 cv/c. Ha-
YanbHas TemnepaTypa konoHku coctasngana 30 °C
(8 MuH), 3aTem eé nosbiwanu co ckopocteto 10 °C/
MuH go 130 °C 1 BblgepXXuBanu npm 3Ton Temnepa-
Type 0O OKOHYaHWsi aHanu3a. Bo Bpems Bbixoga oc-
HOBHOMO KOMMOHEHTa (CcunaHa) NnMTaHne getektopa
OTKMKYanu Ans UCKNYeHns neperopaHms katoaa.
Bpems BknoyeHusa katoga coctaBnsano 1.90 muH
nocre Ha4ana aHanusa.
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[osnpoBaHne cunaHa B xpomartorpadpuye-
CKYH KOJIOHKY OCYLLECTBIIANIM C MOMOLLbIO CUCTe-
Mbl npobooTbopa, onucaHHon B [10]. BBOgMMBIN
obbem npobbl B KOMOHKY cocTaBnan 50 mkn npwu
pgaBneHun go 1 atm.

Mpumecn wnaeHTUMUMpOBann cpaBHEHWEM
MX 9KCMEepUMEHTanbHbIX Macc-CMeKTPpOB C Macc-
cnekTpamu BellecTB 6a3bl AaHHbIX NIST 1 ony-
GrvkoBaHHbIMKM B nuTepatype [17, 18]. Ansa ngeHTtu-
hukauum KpemHuncodepxalmx sewects B *°SiH,
Takxe ucnonb3oBanu 6asy gaHHbix NIST, T.K. gona
2Si B cunaHe ¢ NpMpPoOaHOIN pacnpoCcTPaHEHHOCTLIO
n3oTonoB cocTtaBnsieT 92.27 %, 4To 6nmM3ko K Benu-
4YnHe oboralleHns obpasua. B Tex cnydvasx, korga
B 6a3e gaHHbIX OTCYTCTBOBAIM MacC-CNeKkTpbl UC-
cnefyemblX COEOUHEHWIN, UX MONEKYNSPHBIN BEC
yCTaHaBNMBanu no KBa3WMOSEKYNSPHbIM MOHAM B
macc-cnekTpax XM metaHoM n ngeHTudpuumnposanm
Mo XapakTePUCTUYECKMM NKaM, COOTBETCTBYHOLLUM
OCKOJTOYHbIM MOHaM, 0bpa3oBaHHbIM B pe3ynbraTe
noHusauuun Y. B 3agadvy vaeHtudpumkauum Bxoam-
no onpeferneHne 3riEMEHTHOro CocTaBa MOMNEKY bl
npuMecH, ycTaHoBIeHue OGpyTTo-hopMyrbl, COOT-
BETCTBYIOLLEN MOJNEKYNAPHON Macce onpegense-
MOFO COEAMHEHUS, N CTPYKTYPHOW OopMYyIibl, 00b-
SICHAOLEN COCTaB OCKOMOYHbIX WOHOB. Wcxopsa
13 cnocoba nony4vyeHust cunaHa, B Macc-crnekTpax
NOEHTUULNPYEMBIX COEOUHEHWUIA OXuaanu no-
SAIBNEHME TPYNn MUKOB C XapakTePUCTUYECKUM OT-
HOLUEHWEM  WHTEHCUBHOCTEW, OOYCrOBMEHHbIM
€CTECTBEHHbIM M30TOMHbIM COCTAaBOM 3J1IEMEHTOB
Si, O, H, F n C. bpyTTo-hOpMYysbl HEM3BECTHbIX CO-
€[VIHEHWI YCTaHaBNMBanIyM ¢ NOMOLLbIO Nporpammbl
ISOFORM ver. 1.02 for WINDOWS, onsa 3agaHHoro
Habopa anemMeHToB 1 MonekynsipHoro Beca. OCHOB-
HOW BKNazg B (OpMMpPOBaHNE XxapakTepucTUHeCKOro
OTHOLLEHWSI MIHTEHCUBHOCTEW MUKOB B rpynnax BHO-
CUT NPUCYTCTBUE aTOMOB KPEMHUSI, MO3TOMY UAEH-
TUdoMKauuio NnpumMecein NPOBOANNN NPU aHanuse cu-
naHa eCcTeCTBEHHOIO U30TOMHOrO COCTaBa.

PesynbTaTtbl M X 06CyXAeHUe

Pesynbratbl uccnefoBaHus pasgenurenb-
HOW CrnocoOHOCTM KONoHKM ¢ copbeHTom MTMCI
npmBeaeHsl B Tabnuue. PaspelieHne nukos R
Ha xpomaTorpamMe paccuyuTbiBanu no gopmyre,
npuBeneHHon B paboTe [21]. BugHo, 4TO KONOHKa
¢ MTMCIT no3Bonsier AOCTUTHYTb LOCTATOYHOrO
XpomaTtorpaduyeckoro paspelleHusi OOonbLUMH-
cTBa BewecTB. VMHAMBMAyanbHOe onpeaeneHune
npumecen N,- O, - Ar, Si,H,-Si,H,O n uso -Si H,,
- H-C,H,, C HM3KMM paspelleHMEeM He Bbl3blBasno
TPYLHOCTEN — UX perucTpaumo NpoBoaUIKN Nno xa-
PaKTEPUCTUYECKUM MMKaM MacC-CMeKTPOB.

Ha puc. 1 npuBegeHa xpomartorpamma 06-
pasua cunaHa, oborauieHHoro msotonom 28Si. U3
pUCYyHKa M Tabnuubl BMAHO, YTO [aHHasi KOJOHKa
No3BOMSET ONpefensiTb NpPUMecK ankuicuaHoB,
roMOJSIOroB CunaHa, OUCUIIoKcaHa, npefenbHbIX 1
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Tabnuua

MapameTpbl xpomaTorpaduyeckoro pasgenenus KonoHkn ¢ copbeHtom MTMCIT: M.m. — monekynspHasi
macca, a.e.m.; T — Temnepartypa kuneHus, °C;t — Bpems yaepxusaHua npumecu, muH; N — adpdektus-
HOCTb XpoMarorpadm4eckoro pasaeneHus, T.T./m; R, — BennymHa xpomatorpau4eckoro paspeLleHus

MNpumech M'[A:é,az'g]'M' [71;5”,,2(()3 t, MUH N, T.1./m R,
N, 28.01 -195.8 1.65 270 0.00
0, 32.00 -182.97 1.65 270 0.00
Ar 39.95 -85.9 1.65 250

SiH, (kak npuMeck) 3212° 112 173 290 2:22
CH_.SiH, 46.14* -56.9 2.20 610 207
C,H, 42.08 -47.75 2.30 550 676
C,H, 44.09 -42.06 2.56 550 210
Si,OF H, 132.18*t He HangeHa 2.97 245 142
Si,OF H, 114.19*t He HangeHa 3.37 265 210
Si,OFH, 96.20*t He HangeHa 3.98 941 110
Si,H, 62.22* -14.5 4.32 460 025
Si,OH, 78.22%t -15.2 4.35 530 190
C,H,SiH, 60.17* -13.7 5.16 482 0.90
C,H, 1-nponeH-2-meTtun 56.10 -7.01 5.49 249 085
u30-C,H,, 58.12 -11.7 5.91 250 104
C,H, 1-6yTeH 56.10 -6.25 6.50 406 077
C,H, 2-6yTeH 56.10 3.72 6.71 392 555
H-C,H,, 58.12 -0.5 7.49 1170 1914
(SiH,),CH, 76.25* -20.1 11.05 3930 965
Si,O,F,H, 160.29*t He HangeHa 13.76 6236 0.45
H-CH,, 7215 36.07 13.82 20915 130
Si,O,FH, 142.30*t He HangeHa 14.00 9426 172
Si,O,H, TpucunokcaH 124.31*t He HangeHa 14.35 10236 289
Si,H, 92.32* 52.9 15.08 10520 185
CH, 78.12 80.10 15.42 16085 225
(C,H,),SiH, 88.22* 55.9 16.18 15554 523
H-C,H,, 86.18 68.74 1711 25919 360
u30-Si,0,H, TeTpacunokcaH 170.41*t He HandeHa 18.32 1608 1.02
C,H, Tonyon 92.14 110.62 18.66 34194 265
H-Si,0O,H, TeTpacunokcaH 170.41*t He HanpgeHa 18.77 16363 195
u30-Si,H,, 122.42*t He HangeHa 19.83 1003 0.34
H-C H,, 100.20 98.43 20.01 26405 167
H-Si,H,, 122.42*t He HanpgeHa 20.47 6799 6.23
1,2-C_H,(CH,), o-kcunon 106.17 144.41 22.59 17240 249
1,3-C,H,(CH,), m-kcunon 106.17 1391 2319 14395 074
1,4-CH,(CH,), n-kcunon 106.17 138.35 23.33 12823 Xt
C,H,C,H, aTunbexson 106.17 136.15 23.90 12417 567
H-C H,, 114.24 125.6 25.67 11440 550
uso -SiH,, 152.52*t He HanpgeHa 33.77 200 141
H-SiH,, 152.52* He HangeHa 37.04 1419

H-C,H,, 128.26 150.8 40.30 6145 3.41

MpumeyaHue: * — ona NPUPOLAHOro N3OTOMHOrO COCTaBa; T — paccynTaHbl MO aTOMHbIM Maccam 3/1IEMEHTOB.
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Curnan <107, en. cuera
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Puc. 1. Xpomatorpamma obpasua cunaHa *SiH,,
Nony4YyeHHas C MCNOfb30BaHNEM KOFOHKMN C COpOEH-
TOM NOSIUTPUMETUACUANANPONMHOM 25 M - 0.26 MM,
d,= 0.25 mkm: 1 - CH,SiH,, 2 - C,H,, 3 - C,H,, 4 -
Si,OF H,, 5 — Si,OF H,, 6 — Si,0OFH,, 7 — Si,H;, 8 —
Si,OH,, 9 — C,H.SiH,, 10 — C,H, 1-nponex-2-meTun,
1 -i-C,H,,, 12 - C,H, 1-6yTen, 13 — C,H, 2-byTeH,
14 -n-C H,, 15 - (SiH,),CH,, 16 — Si,O,F H,, 17 —n-
CH, 18 - Si,O,FH, 19 - Si,OH,, 20 — Si,H,, 21 -
CH,. 22 - (CH,),SiH,, 23 - n-CH,,, 24 —i-Si,O,H,,,
25 — C,H,Tonyon, 26 — n-Si,O,H, , 27 —i-Si H, , 28 —
n-C.H,, 29 —n-SiH,, 30 - 1,2-CH,(CH,), o-kcunon.
31 - 1,3-C,H,(CH,), m-kecurnon, 32 — 1,4-CH,(CH,),
n-keunon, 33 — C,H,C,H, atunbenson, 34 — n-C.H,,

6472 5
35-i-Si;H,, , 36 - n-Si;H,,, 37 —n-C,H,,

127 127

HenpegdenbHbIxX yrnesogopogdos C,-C,, apomaru-
Yyecknx yrnesogopofos. [Npumecn Gonee neTy4mx
BELLECTB MepeKpbIiBaOTCS MUKOM OCHOBHOMO KOM-
NMOHEHTAa, NO3TOMY onpeAerieHne nx He NPOBOANIIN.

Mpn ngeHTudmKaumm 6onbWMHCTBa NpUMe-
cen B cunaHe koadhurumeHTbl nogobusa nx macc-
CnekTpoB ¢ 6ubnuoteyHbiMmM 6a3bl AaHHbIX NIST
coctaBunu 0.85-0.99. [Ina 14 npumecen OHU He
npesbiwann 0.40, 4TO He MO3BOMMMO MPaBUNbHO
naeHTuduumposatb 3T BelwecTBa. CpaBHeHue
NOSlydeHHbIX MacC-CMeKTPOB 3TUX Mpumecen c

onybnukoBaHHbIMKU B paboTtax [17, 18] no3sonuno
I %

1004 e
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404
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Puc. 2. Macc-cnekTp Si,OF H
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YCTaHOBUTb, YTO BELLECTBA CO BpeMeHaMu yaep-
XnBauma 4.32 n 4.35 MuH aBNSAOTCA OUCUNAHOM
N OUCUIIOKCAHOM, COOTBETCTBEHHO. OcTanbHble
Macc-CneKkTpbl B NITepatype He HaWAEHbI.

B ocHOBY naeHTUdUKaUnmn aTux cCoeANHEHNN
OblIO NOMOXEHO onpefeneHne ux MOMeKynsp-
HoM macchl npyu XU n BoccTtaHOBNEHMe cocTaBa 1
CTPYKTYpPbl BELLECTB MO OCKOMOYHbIM MOHaMm, 06-
pa3oBaHHbIM B pe3ynbTate AUCCOLMaTUBHOMN 3Nek-
TPOHOyOapHOW MOHM3auuK Nnpumecen [22].

Mpn XM no KBasuMMOSEKYNAPHbIM MOHaM
OblIX  yCTaAHOBMEHblI MOJIEKYNSPHbIE MaccChbl UC-
cnefyembix coeanHeHui. lNpumecb co BpeMeEHEM
yoepxuBauma 2.97 MUH UMeeT MOJSIEKYNAPHYIO
maccy 132, 3.37 muH — 114, 3.98 muH — 96, 13.76
MUH — 160, 14.00 muH — 142, 14.35 muH — 124, 18.32
n 18.77 muH — 170, 19.83 n 20.47 muH — 122, 33.77
n 37.04 muH — 152 a.e.m.

Ha puc. 2-13 npencraBneHbl Macc-CnekTpbl
QY MOeHTUMULMPOBAHHbLIX B CUIlaHe MpUMeCcen,
OaHHble O KOTOPbIX OTCYTCTBYKT B Oubnmorteuy-
HbIx ©6a3ax. CoeguHeHNsT NOEHTUMULMPOBAHbI Kak
TeTpa- U NeHTacunaHbl, TpU- U TeTPacKOKCaHbl,
dTopcoaepKaLlme on- n TPUCUNOKCaHbI. Ha pucyH-
Kax ykasaH COCTaB WOHOB, COOTBETCTBYIOLLMIA OC-
HOBHbIM rpynmnam MMKOB B KaXXAOM MacC-CrneKkTpe.

Macc-cnekTpbl 3Y TeTpa- U NeHTacunaHos
HOPManbHOIO M Pa3BETBIIEHHOrO CTPOEHUsa (puc.
8-11) xapakTtepuadyoTca HabopoMm rpynn nuKOB
dparMeHTHbIX MOHOB, B KOTOPbIX MacCoBble 4MC-
na nepBbIX NMUKOB B rpynnax oTnvyatTcsa apyr oT
apyra Ha 28 a.e.M., YTO CBMAETENbCTBYET O TOM,
YTO OHM OBpasyoTCA B pedynbrarte NoTepu YacTuu,
cogepxalimx aTom KpemHus. B macc-cnekTtpax
NPUCYTCTBYIOT TPynnbl C NEPUOSAUYHOCTBIO MUKOB
B 1 a.e.Mm., obpasywomecsa B pesynbrate paspbl-
Ba cBA3mn Si-H v HanoxeHus nukoB moHos Si H *
(m = 1-4, n = 0-10). lNocnepgHne NUKM B 3TUX TPyn-
nax AalwT MOHbI, cogepXallme TsXenble M30TomMbl
KpemMHus 2°Si n 0Si. TIMkn MonekynsipHbIX NOHOB
ManouHTEHCUBHbI; MPUYEM UX OTHOCUTENbHAA UH-
TEHCMBHOCTb YMEHbLUAETCS C YBEMUYEHUEM YuC-
na aToMOB KpeMHusl B Monekyrne. MakcmanbHyto
MHTEHCMBHOCTb UMeeT nuk noHa [M-SiH,]*, cne-
AYIOLWMA NO UHTEHCUBHOCTW — nuk [M-SiH,-SiH,]".
dopma NMKoB NO3BONMMa MAEHTUPMLMPOBaTL NpU-
MecCb CO BpeMeHeM yaepxuBaHusa 19.83 MuH Kak
u30-Si,H,,, co BpemeHem yaepxwusaHus 20.47 MUH
— Kak H-Si,H, , 33.77 MuH — Kak u3o-Si,H,,, a npu-
MeCb CO BpemeHeM yaepxuBaHus 37.04 MUH Kak
H- Si_H,,. BbiBOA caenaH Ha ocHoBaHMW TOrO, YTO
Ha agcopbeHTe NMTCIT, kak nokasaHo B paboTax
[15, 16], pa3ambiBaHue xpomaTorpamyeckon 30HbI
OnNs pasBeTBrEHHbIX U3OCTPYKTYp (Ha npumepe
yrneBOAOPOAOB) CyLeCTBEHHO Oonblue, Yem Ans
NX Hepas3BETBIIEHHbIX aHANoroB. 3Ta 3akOHOMeEp-
HOCTb, NO-BUOMMOMY, COXPAHHAETCS U B OTHOLLEHUM
pa3BEeTBIIEHHbIX N30CTPYKTYP rOMOSIOrOB CuiaHa.
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B macc-cnektpax QY cunokcaHoB C ABYMS
[18] n Tpemsa (puc. 7) aTomamum KpeMHUS OCHOBHOWN
noH [M-H]* obpasyeTcsa npu oTpbiBE aToMa BOLO-
poAa OT MONEKYNAPHOro noHa (nuk ¢ m/z 77 y guc-
unokcaHa u m/z 123 y Tpucunokcana). CooTHolule-
HUEe NHTEHCUBHOCTEW NUKOB ¢ m/z 123, 124 n 125 B

Macc-CrneKkTpe TPUCUIIOKCaHa XxapakTepHo A5 Co-
e[IMHEHWI C TPEMS aTOMaMu KPEMHUS B MOeKyrne.
To ecTb Nukn ¢ m/z 124 n 125 obpasoBaHbl NOHaM
#8i,0,H," n *Si,0,H,*, cootBeTcTBEHHO. [pyrue
WHTEHCUBHbIE MUKW TPyNnbl BONU3N OCHOBHOIO
noHa ¢ m/z 116-122 obpasyTcsa B pesynsraTe Ha-
NOXEHWS MUKOB MOHOB, BO3HMKAKLLMX NPU OTPbIBE

atomos Bogopogda. MoH ¢ m/z 91 (Si,O,H,*) moxet
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obpasoBaTbca npu oTuienneHnn SiH, oT 0CHOBHO-
ro noHa ¢ m/z 123. lNpun notepe OCHOBHbIM NOHOM
¢pparmeHta SiOH, Bo3HVKaeT rpynna nukos ¢ m/z
72-79, obpa3oBaHHbIX OEeNpOTOHMPOBAHHLIMU B
pasnnYHOM CTEMEHN NOHAMWN ONCUITOKCaHA.

B otnuume oT am- u TpucunokcaHa TeTpa-
cunokcaHbl nNpy QY MoHM3aumm obpasytoT macc-
CNEKTP C HU3KOWUHTEHCMBHbLIM NMUKOM MoHa [M-H]*
¢ m/z 169. OCHOBHOW MOH oGpasyeTcsa nNpu Aarnb-
Henwen dparmeHTaumm moHa [M-H]*, cBsizaHHOM
C OTPbIBOM OT HEero HenWTpanbHon YacTuubl SiH, 1
obpasosaHnem noHa Si,O,H.* ¢ m/z 137, koTopbIn
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Puc. 13. Macc-cnektp n-Si,O,H,,

B JanbHeunwem cnabo doparmeHTupyetca. B macc-
crneKkTpe HabnwgaTcs rpynnbl MMKOB OKOO MOHOB
cm/z 123,91 n 75, Kak n B Macc-CrnekTpe TPUCUITOK-
caHa. [NogobHo TeTpacunaHam, ogHa n3 NnpuMecen
CcO BpeMeHeM yaepxunsaHuga 18.32 MuH ngeHTudu-
umposaHa kak u3o-Si,O,H, , nockonbky ee xpoma-
Torpaduyecknin NUK siBnsieTcs Gonee pasmbITbIM,
a ppyras H-Si,O,H, . Cneagyetr otmetutb Gonee
BbICOKYIO MHTEHCUBHOCTb nuka [M-H]* ¢ m/z 169
B Macc-CrnekTpe TeTpacuiiokcaHa HOpManbHOro
CTPOEHMS NO CPABHEHUIO C Pa3BETBIIEHHbIM.

B macc-cnekTpax QY pTOpCMNoKCaHOB Mak-
CUMarnbHyl0 M OnM3KYH WHTEHCMBHOCTb WMET
noHbl [M-H]* n [M-3H]*, 4to cBmMaeTenbCcTBYeT O
npenMyLLeCTBEHHOM pa3pbiBe cBsA3en Si-H (cm.
puc. 2-6). Kak n onga scex coeguMHeHU, coaepxa-
LWMX aToMbl BOAOPOAA, B MX MacC-CnekTpax npu-
CYTCTBYIOT rpynnbl MWKOB C MNEePUOANYHOCTbIO 1
a.e.M., obpasoBaHHble B pe3ynbTaTe HanoXeHus
MMUKOB MOHOB, BO3HMKAIOLLMX MPU OTPbIBE BOAOPO-
aa. MNukn, cnegywowme 3a nocnegHMMm Hambonee
WHTEHCUBHbIM, NpeacTaBnsaoT cobor noHbl [M-HJ*,
coaepxallme TsKenble U30ToMbl KpeMHust 2°Si n
30Si. B macc-cnekTpax pTOPCUNOKCaHOB MpUcyT-
CTBYIOT WOHbI [M-F]*, npudem MX WMHTEHCUBHOCTb
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BO3pacTaeT C YBENMYEeHNEM Ynucna atomoB propa
B Monekyne coeanHeHus. OgHako B rpynnax nMkoB
OKOJ10 3TUX MOHOB Boree BbICOKYI0 MHTEHCMBHOCTb
nmetoT nukn [M-F-2H]". XapaktepHon ocobeHHO-
CTblO Macc-CnekTpoB (TOPCOAEPXKALUUX TPUCK-
JNIOKCaHOB ABNSAETCS MPUCYTCTBME IPynn NMUKOB NO-
HOB, 0Opa3syoLNXCs NpU NoTePEe MONEKYNSIPHbIM
noHom vactuy SiH, n SiOH, unn nx dropcoaep-
xawmx aHanoros (SiFH, nnn SiOFH,) n nocneay-
lOLLLEM OTLlenneHnn atomoB Bogopoda. Camu atu
YacTULbI TaKXXe NOHU3NPYIOTCS, TEPSIOT aTOMbl BO-
aopoaa u opMUpYIOT rpynnbl NMKOB ¢ m/z 28-31,
44-47, 47-49 n 63-65.

MaeHTudunLmMpoBaHHbIe B CUlaHe NpumMecwu
npueegeHbl B Tabnuue. Beero B cunaHe obHapyxe-
HO 40 NpMecHbIX KOMMOHEHTOB. BnepBble noeHTu-
du1uUMpoBaHbl NPUMECK MEHEE NETYyUnX BELLECTB:
npefenbHole  yrnesogopoasl  C.-Cy  keunonsi,
MOHO-, ON- N TPUPTOPANCUNOKCAHbI, TPUCUIOKCaH
N ero OTOPNPOM3BOLHbIE, TETPACWUIIOKCAHbI, Te-
Tpa- 1 NeHTacumnaHbl.

3aknroyeHue

[MpuMeHeHne KanunmspHOM KOMOHKM C Cop-
6eHTom NMTMCI1 No3BONMNO CyLLECTBEHHO pacLUn-
pUTb YMCNO OBHapyXeHHbIX B CUiaHe NpUMecen.
NoeHTudpunumposaHo 40 npuMeECHbIX BeLLECTB, U3
HUX 21 ycTaHOBNEHO BnepBble. MeTogom xpomaTo-
Macc-CnekTpoOMeTpuUn BNepBble NOSyYeHbl U oXa-
paKkTepM30BaHbl Macc-CMeKTpbl TeTpa- U NeHTacu-
naHoB, (PTOPNPOM3BOAHLIX AUCUMOKCaHAa, TPU- U
TETPaCUIIOKCaHOB N X (PTOPNPON3BOAHbIX.

Paboma ebirnosiHeHa npu rnodoepxke epaH-
ma PO®U 11-03-97061
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GAS CHROMATOGRAPHY-MASS SPECTROMETRIC
IDENTIFICATION OF IMPURITIES IN SILANE OF NATURAL
ISOTOPIC COMPOSITION AND ENRICHED WITH #Si ISOTOPE
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Sciences
Russia, 603950, Nizhny Novgorod, Tropinina Str.,49

2N.1. Lobachevsky Nizhny Novgorod State University,
Chemical Department
Russia, 603950, Nizhny Novgorod, Gagarina prosp., 23
k658995@mail.ru

The gas chromatography—mass spectrometry was used for determination of impurities in

silane of natural and isotopically enriched composition. 40 impurity substances were identified
with 21 impurities being found for the first time. Mass spectra of tetra- and pentasilanes, fluorine-

derivatives of disiloxane, tri- and tetrasiloxanes were obtained and characterized.

Keywords: Gas chromatography—mass spectrometry, identification, isotope enriched

silane, impurities, mass spectra.
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