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B cBf3u ¢ BBICOKHMY TPEOOBAHUAMHY K YUCTOTE TETPAXIOPHIA KPEMHUS, UCIOIb3yEMOr0 B IIOJLy-
MIPOBOHUKOBOM U OIITOJIEKTPOHHOM TPOMBIIILIEHHOCTH, HE00XO0IMMA MH(POPMAIHS O IIPUCYTCT-
BYIOIIUX B HeM mpuMecsiX. MeTomoM XpoMaTo-Macc-CIeKTPOMETPHUN HCCIEA0BAIH TPUMECHBIN
cocTaB 00pasIioB TETPAXIOPHAA KPEMHHU, [IOIyIeHHbIX 10 PA3HBIM TEXHOJOTHAM: XJI0PUPOBAa-
HUEM JINATOMUTA U APEBECHOT0 YIJIs, TUCIIPOIIOPIIHOHUPOBAHNEM TPUXIOPCUIAHA U XJIIOPHPOBA-
HUEM H30TOIIHO-000rameHHoro kpemuusa. i paspeneHus mpuMeced W3ydeHA BO3MOMKHOCTD
IIpUMeHeHus KanwuisipHoi KomoHkr DB-5MS 30 m X 0,32 MM X 0,25 MEM ¢ METHIICHIIOKCAHOM
B KAuecTBe HEIOJBIKHOMN KuaKoi (asnl. [TokasaHo, 94TO pu ee UCIIOIb30BAHUY OOIBIIIUHCTBO
YCTaHOBJIEHHBIX BEIIECTB HIIOHUPYETC B BHIE OTHEIBHBIX XPOMATOrpad)uuecKux IIHUKOB, YTO
ymporiraer ux onpesenenre. Vckmouerrem apisaiores npumect Ny, Oq, Ar, CO,, SiF,, CHCIF,,
HCI u HyS, xoTopbIe onpenessiiy mo XapakTepUCTHIECKUM ITUKaM B Macc-crexTpe. [l uaentu-
(buranyy mpuMece SKCIIEPUMEHTAIBHBIE MACC-CIIEKTPHI CPABHUBAIIH CO CIEKTpaMu 6ubinore-
ku NIST u nureparypasmvu qanasivu. Paciitiupens: cBenenns o mpumecHoM cocrase SiCly: Bee-
ro uaeHTuUIUPoBaHo 30 coeqUHEHN — MOCTOSHHBIE Tasbl, ATu(aTHIecKue ¥ XI0PCOAePIKa-
IIie YIIIEeBOLOPOIBI, XJIOPUABI, CEPOCOIEPIKAIINE BEIECTBA, KPEMHUAOPTaHMIECKUE COeLUHe-
s, u3 Hux 19 o6Hapy:xeHo Buepsble. [lomyyeH 1 omucan OTCyTCTBYIONUN B INTEPATYPHBIX HC-
tounukax Macc-ciekTp CoHgCl,OSiy. BriepBble nomyueHs! JaHHbIE 0 IPUMECHOM COCTaBe H30-
TOITHO-000raI[eHHOr0 TeTpaxopuna Kpemuusa. I[poBeneHo cpaBHeHNe IPIMECHOTO COCTaBa HC-
CIIeZIOBAHHBIX 00PAsSIOB ¥ OIIPEAeIeHbl XaPaKTePHbIe I KaXKI0ro u3 Hux npumecd. [lomyuen-
HbIE JaHHbIE MOTYT ObITH BOCTPEOOBAHBI IIPY pa3paboTKe TeXHOIOrHH ITy0okoi ouncTiu SiCly u
[IPH €T0 XapAKTePUCTHUKE [IPEIPUITHIMI-H3TOTOBUTEISMHU.

KaroueBble ciroBa: TeTpaxIopu KPEMHUS; KaNWUIAPHAS KOJIOHKA; XPOMATO-MACC-CIIEKTPO-
METPHST; MaCC-CIEKTP; IIPUMECH, HIeHTH(PHUKAIIA.
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Silicon tetrachloride is a sought-after substance in the semiconductor and optoelectronics industries. High
demands placed on its purity entail the need for detail information about the impurities present. The im-
purity composition of silicon tetrachloride obtained by different technologies (chlorination of diatomite
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and charcoal, disproportionation of trichlorosilane and chlorination of isotopically enriched silicon) was
studied using the method of chromatography-mass spectrometry. Study of the possibility of using a
DB-5MS 30 m X 0.32 mm X 0.25 pm capillary column with methylsiloxane as a stationary liquid phase to
separate impurities revealed that most of the identified substances are eluted in the form of separate chro-
matographic peaks, which simplifies their determination. The exceptions are impurities Ny, O,, Ar, as well
as CO,, SiF,, and CHCIF,, HCI, HyS. They were registered using the characteristic peaks of the mass spec-
tra. To identify impurities, experimental mass spectra were compared to data from the NIST library and
those known from the literature. Information on the impurity composition of SiCl, has been expanded. It
contains permanent gases, aliphatic and chlorine-containing hydrocarbons, chlorides of elements, sul-
fur-containing substances, and organosilicon compounds. A total of 30 compounds are identified, 19 being
discovered for the first time. The mass spectrum of C,H¢Cl,0Si,, which is absent in the literature, was ob-
tained and described. For the first time, data on the impurity composition of isotopically enriched silicon
tetrachloride have been obtained. A comparative analysis of the impurity composition of the samples un-
der study was carried out and the impurities characteristic of each of them were determined. The data ob-
tained in the study can be used in developing the technology for deep purification of silicon tetrachloride
and in characterization of SiCl, by manufacturing enterprises.

Keywords: silicon tetrachloride; capillary column; gas chromatography-mass spectrometry; mass spec-

trum; impurities; identification.

BBenenune

Terpaxiopu KpeMHUA HAXOIUT IIHPOKOE IIPH-
MEHEHHe g IOJYyYeHUS ITOTUKPUCTATIIIHYECKOTO
KpPeMHUs, SIUTAKCHAJIbHBIX CTPYKTYp, MAHOKCHAA
KpPEeMHUA, KDEMHUNOPTaHUTYECKUX COeTUHEHUH B I10-
JIyIIPOBOJHUKOBOM MPOMBIIIJIEHHOCTH ¥ JJIA TOJY-
YeHUS BOJIOKOHHBIX CBETOBO/IOB M OIITUIECKUX MaTe-
pHUaJoOB Ha OCHOBE KBApIIEBOTO CTEKJIAa — B OITO-
anexkTponuke [1-5]. IlepcuexkruBHbIM sABIAETCS
IIpUMEHEeHHE U30TOITHO-000TaIllEHHOTO TeTPaXJIOPH-
IIa KPeMHHUS IS TTOJyYeHUs CTEKI000pasHOro TUOK-
cuma KpeMHus, oboramesHoro nsoronamu 28Si, 29Si
unu 30Si, KOTOpPBIA MOMKeT ObITh HMCIOIL30BAH JJIS
TIOJIyYEHUS ONTHYECKUX MATEPUANIOB, BOJIOKOHHBIX
CBETOBOJIOB U IIEHOK, O0IATA0NIHNX HU3KUMU OIITH-
YEeCKHMHU IOTePSIMH u 0ojiee MIMPOKHUM OKHOM IIPO-
3PavHOCTH 10 CPABHEHHUIO C WX AHAJIOTaMHU EeCTEeCT-
BEHHOI'0 U30TOIIHOTO cocrasa [6, 7].

CymectBenHoe BAuUAHWE HA (PYHKIMOHAIbHBIE
CBOICTBa MATEPHUAJIOB, IOIYyIaeMbIX U3 TeTPAXJIOPH-
& KpeMHUsd, OKa3hIBAIOT MPHUCYTCTBYIOINE B HEM
IIPUMECH, II03TOMY KOHTPOJIb IIPUMECHOTO COCTaBa
SiCl, sBnsierca akryanbHO# 3amadeii. Mudopmarims
0 HeM Takke HeobxommMma i paspaboTKH U Co-
BEpPIIEHCTBOBAHUSA METOM0B TIJIyOOKOM OYUCTKH
SiCl,. B macrosiiee Bpemsi B TeTpaxiopuiie Kpem-
Hua coriaacuo TY 2152-420-05763441-2003 u xa-
pakTepucTHEAM panxa npousBogutesnei [8 — 10] Hop-
MUPYyeTCA Cofiep:KaHue MpUMeceH CIeAyoInX JIeTy-
gux coequuenuit: SiH, ,Cl,, CH;Cl, CH,Cl,, CHCl,,
C2H5Cl’ CH47 CZHG, C3H87 C4H10> CGH147 CGHG' B
SiCl,, mpencraBmenHoM HA BbICTaBKe-KOUIEKITHN
BBICOKOYHCTBHIX BEIeCTB, YCTAHOBJIEHO HAaJIWYWe
npumeceit Oy, Ar, SiFCl;, SiHCl;, SiH,Cl,, Si,OClg,
C,H;Cl;, C,Cl,, CyH,Cl,, Co,HCl;, CHCl; u CCly
[11, 12].

s usydenns mpumecuoro cocrasa SiCl, mpu-
MEHSAIOT METO[bl Ta30BOM XpoMmarorpaduu, Mmacc-
cuexkrpomerpun, HK-cmexrpockomuu u xpomaro-
Macc-cekTpomerpun. Hampumep, B pabore [13]

MPEeICTAaBIEHbI METOIUKH MIPIMOT0 ra30XxpoMaTorpa-
duueckoro ananmusa SiCl, ¢ oTmeneHreM 0CHOBBI IIy-
TeM TUIPOJTUTUIECKOTO PA3JIOKEHUs MPOOBI U Iaib-
HEeHUIIIUM orrpeaejJeHueM SKCTParupoOBaHHbIX IIPHUME-
ceit. [lna ux pasjmeneHus HCIOIB30BAINA KOJOHKY
5M X 3 MM, 3amonHeHHY0 xpomaromom N-AW-
HMDS c¢ 15 % cunuronosoro smacromepa E-301, u
JETEKTOPBI MIOCTOSHHOM CKOPOCTH PEKOMOWHAIINU U
wiamenHo-vonuzanuonueiit  (IIU]I). Wpentudu-
nupoBauer mpumecu CHCl;, CCl,, 1,1,1-CH;Cl;,
C,HCl,, C,Cl,, SiHCl,, CH4SiCl;, CH5SiCl,H.

B pa6ore [14] ompememsmum mpumecu HCI,
COCl,, SiHCl;, CHjSiCl;, CHyCl,, 1,2-CoH,Cl,,
CHCl;, CCl,, CHSiCl;. ma ux pasmeneHus wuc-
MTONTB30BAJIM KOJIOHKH [JIMHOH 4 M, 3aloJHEHHbBIE
xpomaroromM N-AW-HMDS c¢ 16 % cunokcanoBoro
anactomepa E-301, mukm peructpupoBasu TEPMO-
HUOHHBIM IE€TEKTOPOM HOBerHOCTHOﬁ noHUu3alIuu nu
IINI. B pa6orax [15, 16] mpeamo:xen xpomarorpa-
(brueckuit MeTo | ompesieienys 00IIero BOIOpoaa U
yIJIepojia, OCHOBAHHBIN HA 00pA30BAHWH BOJbI U JIH-
OKCHa yTJIepoia IIPYU B3aWMOJEHUCTBUM MPUMEcEeH
OpPTraHWYECKHUX BEIEeCTB C TBEPHO(asHbIM OKHUCIIH-
TenmeM. Pasyenenne MpoayKTOB peaKIiuu ITPOBOIHIN
C WCITOJIb30BAHMEM KOJIOHOK JJTHHOM 3 M ¢ copOeH-
TOM TOIUXpPoM-1 ¢ 8 % moIUMEeTHICHIIOKCaHa U COp-
0eHTOM MOaKCOPO-1 BBICOKOYACTOTHOTO SMMCCHOH-
HOro merekropa. B pab6ore [17] paspaborana mero-
IUKa XPOMATO-aTOMHO-a6COPOIIMOHHOTO OIIpeeie-
uusa upumeceit SiHCl; u (CH;)3SiCl. [lna anamusa
WCITOJIb30BAIN YCTAHOBKY, COCTOSIIYI0 W3 Ta30BOTO
xpomarorpada ¥ aTOMHO-a0COPOITMOHHOTO CIIEeK-
TpodoTOMETPA, JaHHbIE COCTUHEHU Pa3ae/salu Ha
KOJIOHKe 5 M X 4 MM ¢ copbernToM xpomaroHoM N c
15 % ckBamnana.

B pab6orax [18, 19] upuBeneHbl METOIUKN MACC-
crekTpoMerpudeckoro oupexenenns B SiCl, xmopu-
moB panga snementoB — B, Al, Ga, P, As, Sb, C, Ge u
Sb. B pa6orax [20, 21] gns ananuza SiCl, meromom
HK-CITeKTPOCKOIMU ~ MCIIONB30BAMN  CIIEIIUAIBHO
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CKOHCTPYHPOBAHHBIE KIOBETHI C JTHHOM ONTHYECKO-
ro mytu 70 10 cm. Beuta upenTruIMpPOBaHbI IPH-
mecu HCI, HSiCl;, CHCl;, CH3(CH,),CHjs, SiyOClg,
CO,, CCl,, SiOHCI,.

[lepcrekTuBHBIM MeTOmOM HccaenoBanus SiCl,
SBJISETCA XPOMATO-MacC-CIIEKTPOMETPH, Xapak-
TePUBYIOIAACA BHICOKOH YyBCTBUTEIHHOCTHIO OIIpe-
JIelleHus IIpuMecei, uxX OBICTPON U HAIEKHOU HUIeH-
TU(UKAIHIEH, a TaKKe BO3SMOKHOCTBIO OJTHOBPEMEH-
HOTO OIpeIeeHUs HU3KHX COMEP:KAHUH COeIuHe-
HHUU pasaudYHBIX Kji1accoB. B pabore [22] ¢ mpumene-
HHEM XpoMaTorpad)uuecKoil KOJOHKH 4 M X 2 MM C
HenoaBmkHOU (aszoit E-30 B SiCl, ugentudurmpo-
Baubl crnenyiomue npumecu: CH;SiCls, SipClsHg,
Si,OClH,, Si,OCLH, Si,OCl;, SiyClg, SisO5ClgH,,
Sis04,ClI;H, Si;O,Clg. Tanbueiinee paciiupenue
BO3MOKHOCTEH MeTO[a CBA3aHO C HCIOIb30BAHUEM
IUIA pasiesieHus IpuMeceid KamuIIPHBIX KOJIOHOK,
obnamaromux 60JbIied 3(P(PEeKTHBHOCTHIO 10 CPaB-
HEHWIO C OMTMCAHHBIMH B JINTEPATYPE HACATOYHBIMH.
[Ipumenenne KATUISIPHBIX KOJIOHOK TIO3BOJIUT PAC-
HIUPUTH HHpOPMAITHIO 0 coctaBe mpumeceit B SiCly.
AxTyanbHOI 3ajadueii ABISETCA TAKKe CpaBHEHUe
TIPUMECHOTO COCTaBa 00Pa3I[0B TETPAXJIOPHUAA KPEM-
HUS, TOJIYIEHHBIX PA3TUIHBIMU METOIAMHU.

[ens paboTsl — wuccaenoOBaHHE METOAOM XPO-
MaTO0-MaCC-CIIEKTPOMETPHU IIPHUMECHOTO COCTaBa
TeTPaxjIopua KPeMHUsd, IOJIyYeHHOTO pPasHbIMU
crioco6amu.

IJKCIIEepHUMEHTATBLHASA 9aCTh

HccnemoBanu mpuMeECHBIN COCTAB TETPAXIOPHIA
KPEMHUS TI0CIe CUHTe3a U (PPAKIUU, BhIJeJIeHHbIE B
mpoliecce ero OYMCTKY M COAep:KaIliie CKOHIIEHTPH-
poBauubie npumecu. O6pasipr SiCly 6bLTH MOTyUe-
HBI CJIEYIOIIMMY METOIaMHU.

1. XnopupoBanue AWATOMHUTA W JIPEBECHOTO
yrua [23] mo peakiuam:

Si0, + C + 2Cl, — SiCl, + CO,, 1)

Si0, + 2C + 2Cl, - SiCl, + 2CO. 2)

2. JIucrpomOpIIHOHUPOBAHUE  TPUXJIOPCUIAHA
[24, 25]:

2SiHCl; — SiH,Cl, + SiCl,. (3)

3. BzaumMoneiicTBUA  HM30TOIIHO-000TrallleHHOT'O

KpeMHHUS U XJIopa:
Si + 2Cl, — SiCl,. (4)

Conepxanune uzoronos 2851, 29Si, 30Si B cocrase
kpemuud B SiCl, cocrasmser 99,99757 + 0,00060 %,
0,00223 + 0,00055 % u 0,00020 + 0,00006 % coot-
BETCTBEHHO. M30TONHBIA aAHAAW3 BBHINOJIHEH B
HMXBB PAH.

Ananmuz 00pasIoB MPOBOAUIN C HCIIOJIb30BAHU-
eM xpomaro-mace-cuexrpomerpa Agilent 6890/MSD
5973N. Macc-cueKTphbl PETUCTPUPOBAINA B PEKUME
SJIEKTPOHHOM MOHHU3AIIMH. OHEPIrUsi SJIEKTPOHOB CO-
crasisaiaa 70 3B, Temneparypa HCTOYHHKA HOHOB —
150 °C, remmepaTrypa KBaApYIIOJbHOTO (QHIBTPA
macc — 106 °C, Ttemmeparypa wuHTepdetica —
200 °C.

Terpaxopun KpeMHUS W Psj IpUMeceid B HeM
0671aal0T BBICOKON PEAKITMOHHOMH CII0COOHOCTHIO
10 OTHOIIEHUIO K BojAe u Kuciopoxy [2], mosromy
IUIS [TO3WUPOBAHUSA HPOO HCIIOJH30BATH 3aMKHYTYIO
BaKyyMHPYEMYyH0 CHCTeMy Mpo6ooTbopa, rasoBbie
TPAKThl M BEHTHUJIH KOTOPOH BBIMIOJHEHBI U3 He-
p:xaBeromieit cranu mapku 12X18H10T. Beox mpo6
SiCl, B xpomarorpauyeckyio KOJOHKY OCyIIle-
CTBISMIM  ABTOMATHYECKHUM  BYXITO3UIIMOHHBIM
kpanoM-mgos3aropom Valco Instruments Co. Inc.
EH2C6WEZPH-CER5, (yHKIIHMOHHPYIOIINM B 3a-
muTHOM atMmocgepe reaus mapku b (TY 20.11.11-
005-45905715-2017). O6pem HaIlycKaeMoOH B KO-
JIOHKY IIpo6bI cocTaBisan 50 MK MpU JaBIeHUH, He
npessbimaromem 0,2 arm. Jlanuas cucrema Hamycka
moxpobHo ommcaHa B pabote [26]. B xauectBe rasa-
HocuTens mnpuMmensanau remwit wmapru 7.0 (TY
0271-001-45905715-02) ¢ comep:xamueM IpUMecei
kucaopona u Boasl Meree 1108 u 2 - 104 % coot-
BeTCTBEHHO. UTOOBI COXPAHUTh YHUCTOTY TEIUS IIO
MyTH B XPOMATO-MACC-CIIEKTPOMETP, Ha OaylJIoHe C
HHUM HCIIOJb30BaIu penykrop Restek (karamomxubiit
HOMep (upmbl 21667), He comeps:KAIIMI TOTUMED-
HBIX MATEPHUAJIOB, KOTOPbIE SBISIOTCA [IPOHUIIAEMBI-
MU A TOCTYIUIEHHUSA IIPUMECEUd U3 OKPYIKaIoIen
atmocdepsl. losupoBamne mpobd OCYIECTBIAIN U3
CTEKJITHHBIX amirys. JJs IToly4eHus BOCIIPOH3BO-
IUMBIX PE3yJbTATOB Iepel HavyaioM paboThl IPOBO-
U KOHIWITMOHWPOBAHWE Ta30BBIX JIMHUU U pas-
IeIUTebHONH KOJOHKHU IIyTeM BBeIeHHud 5 — 6 mpod
SiCl, B mensax IomaBiieHUA PEeaKI[HOHHO-AKTHBHBIX
[IEHTPOB, KOTOPhIE MOTYT BJIHATH HA IPABHUIBHOCTD
aHaIM3a.

llns pasmenenus mpuMecedl HCCIEIOBAIHA BO3-
MOKHOCTh TPUMEHEHWS KaMWIIAPHON KOJIOHKH
DB-5MS 30m X 0,32 MM X 0,25 MEM € METHJICH-
JIOKCAHOM, copepskaiiuM 5 % (peHWIbHBIX TPYII, B
KayecTBe HEMOABMIKHON (paspl. HauampHas Temiie-
parypa xomouku cocrasiasia 30 °C (3 muH), 3arem
ee moBbIanu co ckopocreio 10 °C/mun o 130 °C
¥ BBIIEPKUBAIN 0 OKOHUAHUA aHamusa. JIuHen-
Hasg CKOPOCTb Trasa-HOCUTeNs cocrasisia 42 cm/c.
Bo Bpems BbIXO#A M3 KOJOHKH OCHOBHOTO KOMIIO-
HEHTa C MaKCUMAJIIbHOW KOHIIEHTPAIMEH BBIKJIIO-
yaIu HAUpPSIKEeHWe Ha KATojle B MOHHOM MCTOYHUKE
IUIS TIPeIOTBPAIIeHHs ero reperopauus. Bpems or-
KJII0YeHusd cocTaBwio 1,9 MHH Iocie BBOJA MPOOHI,
BRJIIOYEHUA — 2,2 MUH.

IIpumecy uaeHTHQUIUPOBAIH IIyTEM KOMIIBIO-
TEPHOTO CpPaBHEHUS WX MAacC-CIIEKTPOB ¢ OuOIHO-
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Puc. 1. Xpomarorpamma SiCly: I — N,, O,, Ar, CO,; 2 —
HCl; 3 — POCly; 4 — CCLO (docren); 5 — SiHCI,
2-CsH,Cl; 6 — CHyCl (2-xnop-2-merunnpomnan); 7 —
2,2-CsHgCl,; 8 — CHCly; 9 — 1,1,1-C,HCls; 10 — GeCly;
11 — CCl,; 12 — C3gHCly (1,2,2-Tpuxnopuponan); 13 —
Si,OCl (rexkcaxnopaucunokcan); 14 — C,H,,CL,08i, (1,3-xu-
xmnop-1,1,3,3-rerpamerungucunoxcan); 15 — C;H;Cl; 16 —
C,H,Cl,08iy; 17 — AsCly; 18 — CyyH,, (4-meTunnonan);
19 — C, H,, (3-metmnnonan); 20 — C, H,, (mpem-6yrun-
6emson); 21 — C,Clg

Fig. 1. Chromatogram of SiCl, : I — N,, O,, Ar, CO,; 2 —
HCl; 3 — POCl;; 4 — CCL,O (phosgene); 5 — SiHCI;, 2-
C;H,Cl; 6 — C,H,yCl (2-chloro-2-methylpropane); 7 — 2,2-
C;HCly; 8 — CHCLy; 9 — 1,1,1-C,H,Cly; 10 — GeCly; 11 —
CCly; 12 — C3H;Cly (1,2,2-trichloropropane); 13 — Si,OClg
(hexachlorodisiloxane); 14 — C,H,,CL,08i, (1,3-dichloro-
1,1,3,3-tetramethyl disiloxane); 15 — CgH,Cl; 16 —
C,HCl,08i,; 17 — AsCl;; 18 — C,,H,, (4-methylnonane);
19 — C,,Hy, (3-methylnonane); 20 — C, H,, (tret-butylben-
zene); 21 — C,Clg
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reunbiMu u3 0asel NIST, Bxogsieir B cocras mpo-
rPaMMHOIO O00GECIIeYeHHsT XPOMAaTO-MacCC-CIIEKTPO-
MeTrpa, W C OIyOJIMKOBaHHBIMEH B pabore [22].
Jna ucKIoYeHUs MOSABJIEHUS JIOMKHBIX IpHUMecei
nepen ananuzoMm SiCl, BBITOIHAIA XOJOCTHIE OIBI-
ThI. J[JIsT 9TOro HAIyCKAIHW B CHCTEMY JI03HPOBAHUS
BBICOKOYHCTBIN TEeJINH, UCIOJIb3yEMBIHN JIJIA €e IIPOo-
MBIBKH, U Jiajiee MMPOBOAUIN €r0 aHAIN3S,

O6cy:xnenue pe3yabTaTOB

Ha puc. 1 mpuBezieH mpuMep XpoMaTorpaMMbl
obpasia SiCl, co CKOHIEHTPUPOBAHHBIMHU IIPUMECS-
mu. W3 Hee BUIHO, 9YTO OOJIBIIMHCTBY SJIIOUPYOIIAX-
Csl COEIMHEHHUI COOTBETCTBYIOT OTHAEIbHbIE XpPOMa-
TorpauyecKrie MUKHA, YTO YIPOIAET OIpe/iesieHre
npumeceii. Mckaouennem aBiasioTca mnpuMecud No,
0,, Ar, a raxxe CO,, SiF,, CHCIF,, HCIl, H,S, xo-
TOpbIe HMET OJu3KHe BpeMeHa YIep:KUBAHUA.
HUx wmHguBuayanbHOE OIpe[eleHHe He BBI3BIBAJIO
TPYXHOCTEH — PETHUCTPAIIMIO TPOBOIWUIN II0 pas-
JAYAIONTAMCA XapPAKTePUCTHUYECKUM ITMKaM Mace-
CIIEKTPOB.

IIpu wupenTuUEKaU TpuUMecell CpaBHEHUEM
HX Macc-crekTpoB ¢ ganubivu 6asbr NIST mpaxru-
YyecKH Bce KO0I(UIIMEeHThI MOA00US COCTABUIHN
0,88 — 0,99, uTo obecrreYnIO BBICOKYIO HAIEKHOCTD
ompenenenus npuMecHoro cocrasa SiCly,. Umentu-
(pHUIMPOBAHHBIMHU COEUHEHUAMH SBIAIOTCI IIOCTO-
SHHBbIE Tasbl, aaudaTUIECKHe W XJIOPCOoAep:KaIre
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g
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Puc. 2. Macc-cnexrp C,HCl,08Si,
Fig. 2. Mass spectrum of C,H;Cl,0Si,

YTJIEBOMOPO/IBI, XJIOPHUABI BJIEMEHTOB, CEPOCOIePIKa-
[[Ae BeIecTBa, KPEeMHUHOPTraHWYECKUE COeIrHe-
uusa. KosdurmenTs! momgobus Macc-CIeKTPOB IIPH-
Meced co BpeMeHaMmu yaep:;kuBanud 5,91 u 6,48 muu
ObLTH 10BONBHO HU3KH (0,28 1 0,49), 9yT0 yKa3hIBaIO
Ha OTCYyTCTBHE COOTBETCTBYIOIIUX CIEKTPOB B OHO-
suorere NIST. Jlns nneHTHQUKAIINY STHX COeNHHe-
HUM UCIOJIb30BAIN MACC-CIIEKTPHI, TPUBEICHHBIE B
pabore [22]. OTO IO3BOIUIO YCTAHOBUTB, UTO BeIIle-
CTBO CO BpeMeHeM ypaepskuBaHua 5,91 MUH — 3TO
rexcaxmopaucmiokcan (SiyOClg). Mace-ciexkrp co-
eIUHEHUA CO BpeMeHeM yAep:kuBaHusi 6,48 MuH B
auTeparype He HalifeH (puc. 2).

IIpu wunenTuduranuu TAHHOTO BelleCcTBa
VUMTBHIBAIM CXOJICTBO €r0 MAacc-CIIeKTpa W Macc-
CIEKTPOB HAEHTHU(PUIIMPOBAHHLIX HAMM MIPHMECeH
Si,0Clg u C,H;,Cl,08Si, (1,3-guxsop-1,1,3,3-TeTpa-
METHITHUCUIOKCAH). JTO TIO3BOIUIO IPEAIIOI0KUTD,
YTO B COCTAB HTOTO COEIUHEHHS BXOAAT AaTOMBI
KpeMHUs, KUCI0POoa, XI0pa, YIIepoaa U BOA0Poa,
¥ OHO TaKJKe SABJIAETCH MPOU3BOAHBIM JUCHIOKCAHA.
W3 macc-criekTpa BHAHO, YTO COOTHOIIIEHHE WHTEH-
CHUBHOCTEH ITMKOB MOHOB B obsactu m/z = 226 — 235
OTBEYAET IMPHUCYTCTBUIO B HACHTHUQHUIMPYEMOM Be-
II[eCTBE YeThIpex aToMoB xiyopa [27]. Murepnpera-
1S UOHOB (CM PHC. 2) ¥ COOTBETCTBYIOUINX UM IIH-
KOB T03BOJIMJIA YCTAHOBUTD, YTO JAHHBIM COEIWHE-
HHUEM SBIIETCI TeTPAXJIOPITHIAUCAIOKCAH —
C,H¢Cl1,08Si,. Macc-criekTp [aHHOTO BeIecTBa B JIH-
TepaTypHbIX UCTOYHUKAX He 00HAPYKEH U MOIy4eH
HaMH BIT€pPBbIE.

WUpnentudurnuposauunie B SiCl, mpumecu u ux
BpeMeHa y/IepyKUBaHUs IPUBEIEHbI B TAOIHIIE.

HcnonnzoBanue MeToia XpoMaTo-Macc-CIIeKTPo-
METPpHUHM C TPUMEHEHHEM KANWIIAPHOU KOJIOHKH
DB-5MS 30wm X 0,32 MM X 0,25 MEM I103BOJHIIO
uaeHTU(UIIMPOBATE B o6pasiax 6oJbImoi Habop
mpuMecedl W PpacUIupUTh WHEMOPMAIUI0 O HX CO-
CTaBe, W3BECTHOM W3 JIUTEPATYPBI. ¥CTAHOBJIEHO
MPUCYTCTBYE TIOCTOSHHBIX Tas30B, TeTpadropuma
KPEMHUSI, XJIOPOBOIOPO/IA, COeUHEHUH Cephbl, OKCH-
xjopuga ocedopa, docrena, XIOpHAOB KPEMHU,
repMaHus, MBIIIbIKA, XJIOPCOAEPIKAIIAX YIIEBOIO-
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IIpumecn, nnentudunrposanubie B oopasmax SiCly, moIydeHHBIX PasaIudHbIME criocobamu: 1 — mo peakumsam (1) u (2), 2 — mo

peaxriuu (3), 3 — o peakiuu (4)

Impurities identified in SiCl, samples: 1 — obtained by reactions (1) and (2), 2 — by reaction (3), 3 — by reaction (4)

—
Ny 1,44 + + +
0O, 1,44 + + +
Ar 1,44 + + +
CO, 1,45 + + +
SiF* 1,45 + - +
CHCIF,* 1,47 - - +
HCl1 1,47 + + +
H,S* 1,47 + - -
SO,* 1,49 + - -
POCl;* 1,55 + + +
CCl,0 (docren) 1,58 + + +
SiHCl, 1,68 + + +
2-C4H,Cl* 1,71 + + -
CS,* 1,83 - - +
C,H,Cl (2-xmop-2-merunnponan)* 1,85 - + -
2,2-C;H,CL* 2,27 + + -
CHCl, 2,35 + + +
1,1,1-C,H,Clg* 2,54 + + -
GeCl, 2,67 + + +
CCl, 2,70 + + +
C;H;Cl; (1,2,2-rpuxmopnponan)* 4,93 + + -
Si,0Clg 5,91 + + +
C,H,,Cl1,08i, (1,3-guxmop-1,1,3,3-rerpamernigucuiokcan) ™ 6,11 - + -
CH,;Cl* 6,27 - + -
C,H,Cl,08Si,* 6,48 - + -
AsCly 6,61 - + -
C,oHy, 4-MmeTuHOHAE™ 8,54 - + -
C,oHyy 3-MmeTmHOHAH™ 8,72 - + -
C,,H,4, mpem-6yrunéenson™ 9,09 - + -
C,Clg* 10,51 - + -
IIpumeuanue. * — OpuMech HAEHTU(DUIUPOBAHA BIIEPBBIE; «+» — IIPUMECh UAeHTH(PHUIIMPOBAHA; «—» — IIPUMeCh He UeH-

TH(UITTPOBAHA.

pomoB C; — C,, aIKUIXIOPIUCUIOKCAHOB, YIIEBOIO0-
pomos C;y. Unentuduruposano 30 coeqnnenwnii, 19
W3 HHUX paHee He omnpepenanu. Mudopmanus o mpu-
MECHOM COCTaBe M30TOMHO-060TaleHHOTO TeTPaXJI0-
pHUIa KpeMHUS [TOydeHa BIIePBbIe.

W3 npuBeqeHHBIX JAHHBIX BUIHO, YTO IJIA BCEX
00pasIioB XapaKTepHO IPUCYTCTBHE IPHUMECEd aT-
mocepubix raszos, HCl, POCIl;, CCL,0, SiHCl,,
CHCl;, GeCl,, CCl; u Si,OCl;. XapaxrepHoi
0COOEHHOCTBI0 00pasiia, MOJIYyYEeHHOTO XJIOPHUPOBa-
HHEM IUATOMHUTA U APEBECHOIO YIJI, ABJIAETCS IIPH-
cyrcrBue B HeMm npumeceit Hy,S u SO,. B SiCl,, momy-
YEHHOM AMCIIPOTOPIIMOHUPOBAHNEM TPUXJIOPCHIIA-

Ha, coxep:karca mpumecu CHyCl, C,H,;;Cl,08Si,,
CzH;Cl, C,H4Cl,08Si,, AsCl;, C,Clg u yrimeBomopoabl
C,, OTCyTCTBYyIOIIIHE B APyrux obpasiax. B obpasire,
MTOJIyYEHHOM B3aUMOJIEUCTBHEM H30TOITHO-060ra-
[I[EHHOTO KPEeMHUS U XJIOPa, XapaKTepPHBIMU IIPUMe-
camu ssiasorest CHCIFy, u CS,. Ycranosnenubie
pasiIuyus MOTYT OBITH CBSA3aHBI C OCOOEHHOCTSIMH
MIPUMECHOTO COCTABA MCXOIHBIX BEIIECTB, yIYACTBYIO-
[[UX B CHHTE3€ TeTPaXJIOPUIa KPEMHUS.

3axaroueHue

MeTronom xpomMarTo-Macc-CIIEKTPOMETPHH HCCIIe-
JIOBaH IIPUMECHBIN COCTaB TETPAaXJIOpHUa KPEMHU,
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MOJIyYEHHBIX XJIOPUPOBAHWEM IHATOMUTA H Jpe-
BECHOTO YTJIfA, TUCIPOIIOPIIMOHUPOBAHMEM TPHUXJIIOP-
cumana, a Ttakxe 28SiCl,, momy4eHHOro u3 H30-
TOITHO-06O0TAIIIEHHOT0 KpeMHHA-28 u xjopa. s
pasgeneHus MpPUMeceHd BIEpPBble HCCIEI0BAHA
BO3MOXKHOCTH IIpuMeHeHus KojaoHku DB-5MS
30Mm X 0,32 mm X 0,25 MKM C HEIOABMKHOH IKHI-
Kot (pazoii (Mermiacunorcanom). Ilokasamo, yro ee
HCIIOIb30BAHUE I103BOJIAET OIPEIeIATh IIHPOKUH
KpyT IIpUMecen.

B usyuemnnix obpasmax SiCl, mmemtuduimpo-
BaHbI MPUMECH ITOCTOSHHBIX Ta30B, TeTpadropuma
KpeMHUd, XJI0POBOIOPO/ia, COEIUHEHUH CepPhI, OKCH-
xjopuga ocedopa, docrena, XIOpHAOB KpPEMHU,
repMaHusi, MBIIIbAKA, XJIOPCOAEPIKAIIUX YIIEBOI0-
pomoB C; — C,, alKUIXIOPIUCUIOKCAHOB, YIIEBOIO0-
pomoB C,y. Muorme u3 HUX HIEHTHPUIITPOBAHBI
Bruepsbie. IloyyeH u ornrcan OTCYTCTBYIOIIMHI B JIH-
TepaTypHbIX ucTouHnKax Macc-crextp CoHgCl,OSi,.

dunaHcupoBaHUeE

Pa6ora Beimosaena B coorsercrBuu ¢ Ilporpam-
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