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OnucaHa METOAMKA MPOBEIEHUS 3KCIPECC-aHaNIN3a TPUITOKCUCHIAHA U TE€TPAITOKCUCUIIAHA,
SABJIAIOIUXCSA TPOMEKYTOUYHBIMU MTPOAYKTaAMHU XUMHUYCCKUX peaKHHﬂ, MpOTCKAMMX B paMKax
CHJIAHOBOM TEXHOJIOTMH CHHTE3a IMOJMKpHCTAIUINYecKoro kpemuus. s ¢opmupoBanus me-
TOJIMIKH MCIIOJIb30BaHbI JaHHBIE MPEIBAPUTEIBHBIX NCCIECJOBAaHUN TPUITOKCHCHIIAHA U TETpa-
9TOKCUCHIIaHa, MOIY4YEHHBIE C IOMOIIBIO Xpomaro-macc-cnekrpomerpa MSD 5975C-GC
7890 A. HemocpencTBEHHO pealin3anys SKCIPECC-aHall3a TPUAITOKCHCHUIIAHA U TETPa3TOKCH-
cmrana ocymectBisuiack Ha K @ypre-ciekrpomerpe Agilent Technologies Cary 640 Series
FTIR Spectrometer. I[Tpu 3TOM KOJMHMYECTBEHHBIN SKCIIpecc-aHANm3, 0e3 HeoOXOANMOCTH Ha-
JIMYMs CTaHAAPTOB, MPOU3BOJMIICA Ha OCHOBE IPaAyHpPOBOYHOTO rpaduka, MOCTPOCHHOTO C
UCIIOJIb30BAHMEM COOTBETCTBYIOIIMX PE3yJIbTaTOB XPOMATO-MACC-CHEKTPOMETPUUECKUX HC-
CJIEIOBaHUM.

KnrodeBbie c10Ba: XpoMaTo-Macc-CHEKTPOMETPHs, HH(paKpacHas CIIEKTPOCKOIHMS, TPUITOKCHUCUIIAH,
TETPAa’ITOKCUCHIIAH, TPaTyHPOBOYHBIH TpaduK.

The method of express-analysis of triethoxysilane and tetraethoxysilane, which are interme-
diate products of chemical reactions occurring in the framework of the silane technology for
the synthesis of polycrystalline silicon, is described. To form the method, we used the data of
preliminary studies of tricthoxysilane and tetraethoxysilane obtained using a MSD 5975C-GC
7890A gas chromatography-mass spectrometer. The immediate implementation of the express-
analysis of triethoxysilane and tetracthoxysilane was carried out on an Agilent Technologies
Cary 640 Series FTIR Spectrometer. At the same time, quantitative express-analysis, without
the need of the presence of standards, was carried out on the basis of a calibration curve ob-
tained from the corresponding results of gas chromatography-mass spectrometric studies.

Keywords: chromatography-mass spectrometry, infrared spectroscopy, triethoxysilane, tetracthoxysi-
lane, calibration curve.

I. BBeaenmue

Kpucramnuueckuii KpeMHMII JOMUHUPYET Ha
PBIHKE (DOTOIIEKTPUUYECKOM SHEPreTUKH Oe3 KaKhX-
100 MPU3HAKOB U3MEHEHHIA B OIvKaiTiieM OymayIem.
OnHako, TeXHOJIOTHs (POPMHUPOBAHMS TPAJULIMOHHBIX
MOHOKPHCTALTHYECKUX KPEMHHUEBBIX CONTHEYHBIX sTUe-
€K Ha OCHOBE ITOJUIOKKH N-THIIA CHIIBHO YCIIOKHEHA

DOI: https//doi.org/10.52304/.v23i3.267

BBICOKOTEMIIEPATypHBIMU UG (GY3MOHHBIMUA TIPOIIEC-
camu [1]. Pag pemenuii, HanpaBlIeHHBIX HAa YHpOILE-
HUE TEXHOJOTMYECKOTO IIpOIecca, yBEeNUYeHHe 3-
(hEeKTHBHOCTH sUeeK, a TaKXKe CHIDKEHHE ce0ecTONMO-
CTH, TIpeIJiaraeT TEXHOJOTHS TeTepONepex0THBIX
KpeMHHUEBBIX conmHeuHbIX staeek (SHJ) [2]. Pexopn
spdextnBHOCTH SHIJ staeex cocraBmser 26.6% [3].
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Taxoke, OHM UMEIOT JIydIliHe MMOKa3aTeau Koddduiu-
€HTA 3aIOoJTHCHUS U TEPMUICCKOTO Kod3(dummenTa mno
CPaBHEHHUIO C TPAJAUIMOHHBIMH KPEMHHEBBIMHU SUCH-
kamu [4]. TexHomornueckuii mpouecc HGOpMUPOBAHUS
SHJ siueex COCTOUT U3 YCUIEHHOIO IJIa3MOM XUMUYe-
ckoro (CVD) u pusmueckoro (PVD) ocaxmenns mapa,
KOTOpBIC 3aMEHSIOT BBICOKOTeMIeparypHbie auddy-
3UOHHBIE Tporecchl [5]. B nmaHHON TeXHOJIOTHMH OC-
HOBHBIM peareHTOM SIBJIIeTCS MOHOCWiIaH [6]. bec-
XJIOpHAsl TEXHOJIOTHSI CHHTE3a MOHOCHJIAHA SIBJISICTCS
MEPCIIEKTUBHON TexHonorueu [7-9] m mpeamonaraert
MPOTEKaHUE IENOTO Psifla XUMHUYECKUX DPEaKIUid, Of-
HUMU W3 OCHOBHBIX MPOMEKYTOUHBIX MPOIYKTOB KO-
Tophix sBIsitOTC TpudTokcucwian (TES) u terpa-
stokcucuian (TEOS).

KagectBO W KONHMYECTBO TMPOAYKTOB, CHHTE3H-
PYEMBIX B STHX XHMHYECKHX PEaKIUIX, BO MHOTOM
OTIPENIENISIIOT TIOMy4YeHHE KauyeCTBEHHOTO KOHEYHOTO
MIPOIYKTa BCEr0 TEXHOJOTHYECKOTO Tporecca. B cBs-
3M C ITHMM OYEBHJHA HEOOXOIUMOCTH KOHTPOJS 32
STMMHU TPOAYKTAMH B PEAbHOM BPEMEHH, 4YTOOBI
o0ecreynTh BO3MOKHOCTh CBOEBPEMEHHON KOPPEKTH-
POBKH MTapaMETPOB TEXHOJIOTHMUYECKOTO IPOIIecca, MpH
HEOOXOIUMOCTH UX ONITUMH3AINN HETIOCPEICTBCHHO B
XOJIe CaMOT0 TEXHOJIOTHYECKOTO MpoIiecca.

Takoit KOHTPOJIb OJKEH OCYIIECTBIISITHCS B pe-
JKUME IKCTIPECC-aHAIN3a, KOT/Ia IPOMEKYTOK BPEMEHH
¢ MOMeHTa 0TOOpa MPOOKI 10 MOMEHTA TIOTY4EHHsI pe-
3yJBTaTOB aHaM3a MUHUMaIeH. [Ipu aTom, Ge3ycioB-
HO, JTOJDKHBI 0OCCTIICUYNBATHCS JOCTOBEPHOCTh M Kade-
CTBO MOJYyYaEMBIX B PEKUME JKCIPECC-aHAIM3A JaH-
HBIX.

1I. MeToabl HccIe10BaHUA

s ycneniHoro pemeHus 3Toi 3aJadi HaMu UC-
MOJIb30BaHbl aHAJUTUIECKUE BO3MOXKHOCTH XPOMATO-
Macc-criektpomeTpa dupMbl Agilent MSD 5975C-GC
7890A (MSD-GC) u MUK @ypbe-criekTpomerpa
Agilent Technologies Cary 640 Series FTIR
Spectrometer (MK crmekTpoMeTp), peann3oBaHHBIC B
nporiecce KoMmruiekcHbIX uccienosanuii TES u TEOS.

Crnemyer OTMETUTB, YTO CHOCOO ONpeneNeHUs
KOJIMYECTBEHHOTO CO/ICP’KaHHUs KOMIOHEHTOB B CMECH
Ha OCHOBE MHTEHCHBHOCTH II0JIOC CIIEKTPOB KOMOWHa-
[IUOHHOTO PACCESHUS HCCIEAYEMbIX KOMIIOHEHTOB,
0e3 HEOOXOIMMOCTH HCIOJIb30BAHUS CTaHIAPTHBIX
pacTBOpOB, MpemtoxkeH B [10].

B [10] oTHOIIEHWE KOHIIEHTPAITMHN KaKJIOTO HC-
KOMOT0 KOMIIOHEHTa K KOHIICHTpaluu 0a30BOro i-oro

KOMIIOHEHTA CMECH BBIYUCISETCA C HUCIIOIL30BAHHEM
CIIEYTOIIETO BHIPAKCHUS:
& In Gy Hp

c Low .

rae C, — KOHIIGHTpaIusi UICKOMOTO KOMIOHeHTa (N =
1...N, a N cooTBeTcTBYeT 00IIEMy YHCITy KOMITOHCH-
ToB cMmecH), Cij — KOHIIEeHTpanusi 6a30BOr0O i-0ro KOM-
nmoreHTa cMecu (I = 1...N, a N coorBeTcTBYET 00IIEMY
YHCITy KOMIIOHEHTOB CMECH), TIpH ycaoBuu N # i, I —
MHTEHCHBHOCTH T0JI0C KOMOWHAIIMOHHOTO PacCesHUS
N-0ro MCCiexyeMoro KOMIOHEHTa cMecH, |j — uHTeH-
CHUBHOCTbH TIOJIOC KOMOMHAITMOHHOTO paccesHus 0a3o-
BOTO i-Or0 KOMIIOHEHTa CMeCH (KaK TMpaBHJIO, HHTCH-
CHBHOCTH TOJIOCHI KOMOMHAIIMOHHOTO PACCESTHUS JI0-
MUHHPYIOIIETO KOMIIOHEHTa), G, U Gj — COOTBETCT-
BYIOIIIME CEUEHHS II0JIOC KOMOMHAIIMOHHOTO pacces-
HUSL N-TO U I-T0O KOMIIOHEHTOB, [lh M Lj — COOTBETCT-
BYIOIIIE MOJIEKYJISIPHBIE MacChl N-TO ¥ i-T0 KOMIIO-
HCHTOB.

AHanmm3upys mpejyiaraeMblii croco0d MpoBeIeHUs
KOJIMYECTBCHHOIO aHaJM3a, MOXHO CHEIaTh BBIBOJ,
4TO OH, 0€3YCIIOBHO, MOKET OBITh YCIIEIIHO TPUMCHEH
JUI aHANW3a TPOCTBIX CMECEH, COCTOSIIUX W3 ABYX
KOMITOHEHTOB.

[Ipu GONBIIIOM KOJMYECTBE BEINECTB, COCTaB-
JISFOIINX HCCIENYEMYIO CMECh, JUIS TPOBEACHUS KOp-
PEKTHOTO KOJHMYECTBEHHOTO aHajm3a HEeOoOXO0anMO
YYUTHIBATh B pacyeTax He TOJBKO MHTCHCUBHOCTH IO~
JI0OC KOMOMHAIIMOHHOTO paccesiHus 0a30BOrO JOMUHU-
PYIOIIET0 KOMITOHEHTa, HO W BKJaJ B ()OPMHPOBaHHE
CIIEKTpa KOMOWHAIIMOHHOTO paccesHUs aOCOIOTHO
BCEX OCTAJILHBIX KOMIIOHCHTOB CMECH C COOTBETCTBY-
IOOMMA WM CEYEHHMSIMH TI0JIOC KOMOHMHAITHOHHOTO
paccesHUSI W MOJIEKYISIPHBIMH ~ MaccaMH, dTO
MPEJCTABISCTCA BEChbMa 3aTPyIHUTEIBHON U TPYIHO
BBITIOJIHUMOM 33/1a4ueil.

III. DxcnepuMeHTAJBHAS YaCTh H Pe3yJbTaThl

Ucnonp3yss MeTon XpoMaTo-macc-CIEeKTPOMET-
pUH, C TIOMOULIBI0 XPOMAaTO-MAacC-CIIEKTPOMETpa
MSD-GC namu OBITH TIpeIBapUTEIHHO HCCIIEAOBA-
HBI Be Tpymibl o 10 o6pas3ioB kaxkaas, comepixa-
e coorBercTBeHHO TES u TEOS.

ITonydenHsie pe3ynbTaThl HUCCIEAOBAHUNA CO-
JIepKaHMs COOTBETCTBYIOIIUX MPOAYKTOB B 00pasiiax
MIPEJICTABIICHBI B TAOJUIIE.
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Tadamua. PesynbraTsl KOnn4ecTBeHHOTO aHainm3a obpasuos, coxepxammx TES u TEOS, nomy4ennsle ¢ ucronbs3oa-

areM MSD-GC criektpomerpa.

% coneprkaHue MPOIYKTa B 0Opasiie

TES
TEOS

31.7
8.5

35.2
9.6

37.5
10.1

39.3
11.2

43.2
12.4

44.8
18.4

48.4
22.8

51.2
28.6

51.8
30.5

54.9
31.6

KadgecTBeHHEBIN M KOJMYECTBEHHEINH aHAIN3 C HMC-
nostb3oBanreM MSD-GC mpezncraBisieT coO00i CIIOX-
HBII, JOPOTOCTOSIIIMN U BPEMS3aTPaTHBIN MPOLECC, U
MPaKTHYECKH HEBO3MOKHO HCIIOJIB30BaTh €ro B Kade-
CTBE JKCIpPECcC-aHaIN3a, B TOM YHCIIE W ISl pelieHus
Halrel 3amaun. B cBs3M ¢ 3TUM, IJIs IPOBEICHUS KOP-
PEKTHBIX KOJIMYECTBEHHBIX UCCICAOBAHUI MHOTOKOM-
IIOHEHTHBIX CMecell, 0e3 HeoOXOIMMOCTH HCIOJIB30-
BaHWS CTAaHIAPTHBIX PacTBOPOB, HaMU pa3paboTaHa
OpUTHHAIbHAS METOJIWKAa TMPOBEIACHHUS DKCIIpecc-
aHanu3a Takux cmecer ¢ nmomoupio UK cnekrpomer-
pa, B 3HAYUTEIBHOU CTENEHH JIMIIEHHOTO YKa3aHHbBIX
HEJIOCTATKOB Ipoliecca aHanuza. [lpu »ToM pesynbra-
Thl HCCIEAOBAaHUM, MOITy4YeHHbIE ¢ TOoMoIbl0 MSD—
GC, ucnonb3yrTCs B COUETAHUM C JAAHHBIMHU HCCIIE-
nosaunit TES n TEOS, momyueHHBIMH C TOMOIIBIO
UK cnexrpomerpa, Ipu MOCTPOCHUU COOTBETCTBYIO-
IMX TPaAyUPOBOYHBIX TPa(UKOB U KOJIMYECTBEH-
HOT'O aHaJIM3a UCCIIETyEMBIX BELIECTB.

Cama mporienypa IpOBEACHUS TaKOTO IKCIPEcc-
aHa3a MOXET OBITh OMNKCaHa CICIYIOIICH MOCIeNo-
BaTCIIbHOCTHIO JCHCTBHM:

— TPOBOIUTCSA aHAU3 OOpa3loB C MOMOIIBIO
MSD-GC, kak OmMcaHO BBIIIE, MAIOIIAA KOJIMYECT-
BEHHBIC JAHHEIC 10 ONPECIIIEMOMY BEIIIECTBY;

— TIPOBOJMUTCS aHAIHM3 3THUX OOpa3IoOB C IMOMO-
upio MK-ciekrpomerpa. Onpenenstorcss UHTErpaib-
Hbl€ WMHTEHCHBHOCTH THKOB coOTBeTcTBYrOommMX WK
CIIEKTPOB, OTBEUYAIOIIMX 32 MPUCYTCTBUE JIAHHOTO Be-
iecTBa B o0pasiie;

— nony4eHHbsle U3 UK cnexTpoB gaHHBIE cOMOC-
TaBJISIFOTCSI ¢ COOTBETCTBYIOIIMMHU KOJUYECTBEHHBIMU
JaHHBIMU, MIOJIy4€HHBIMU ¢ ToMo1bio MSD-GC;

— HAa OCHOBaHUU TOJYYCHHBIX 3KCIEPUMEHTAIb-
HBIX JAHHBIX CTPOWTCS TPaTyHPOBOYHBIN Tpaduk,
TTO3BOJISIONINH MPOBEACHIE dKCIpPEcc-aHaIn3a oopas-
LIOB Ha KOJUYECTBEHHOE cojnepxkanue merogom MK
CHEKTPOCKONNHU, Oe3 MaTbHEeWIIero WCHOIb30BaHMUS,
KaK y»Xe OTMEUaloCh, CIOXKHOTO, JOPOTOCTOSIIECTO U
BpPEMSI3aTPATHOTO XPOMATO-MacC-CIEKTPaIbHOTO Me-
Tozxa ¢ nmomouiso MSD-GC.

Kak uzBectHo, UK crnekrpomerp mnpenHazHaueH

©Akagemuns Hayk Pecnybnuku Y3bekuctan, 2021 r.

ULl HACHTU(HUKALUY, KaYEeCTBEHHOTO U KOJIMYECTBEH-
HOTO aHajJM3a HEM3BECTHBIX MAaTepualioB, OIperese-
HUSl (QYHKIMOHAIBHBIX TPYMI B OPraHUYECKUX M He-
OpPraHUYECKUX BEIIECTBAX, KOJINYECTBEHHOIO OIpesie-
JICHUsI KOMIIOHEHTOB B Pa3JIMYHBIX CMECSX, Ul pac-
MIM(PPOBKH CTPYKTYpPBI KpUCTALIOB. CHEKTpaIbHBIHA
nuanasoH mpubopa cocrasmsier 7900-375 cm' ¢ om-
THYCCKHM CIIEKTPanbHBIM paspermenneM <0.25 cm .

[IpuniunuanbHas BO3MOKHOCTH HCIIOJIB30BAHHUS
UK criekTpoB i TMarHOCTHKH KUIKOCTEH 3aKiroua-
eTcsl B BBICOKOW YyBCTBUTEIBHOCTH KOJMYECTBEHHBIX
[IapaMeTPOB CIIEKTPAIBHBIX MOJIOC COOTBETCTBYIOLINX
UK crnekTpoB K TUIy U KOHLIEHTPALMU PaCTBOPEHHBIX
BEILECTB B XKHUIKOH cpeze.

B kauectBe nmomiexxamux uccnenopanuio Ha MK
CIEKTpOMeTpe 00pa3IoB, HAMU ObUIM HCIIOIB30BAHBI
obpasupl TES, uccnenoBannbie panee Ha MSD-GC
(cM. Tabmmy).

s mpumepa Ha puc. 1 npencrasien MK crektp
o0pasma, coAeprKallero COINACHO pe3yJbTaTaM Xpo-
MaTo-Macc-criekTpansHoro ananusa 31.7% TES.

PacumdpoBka OCHOBHBIX XapaKTEPUCTUYECKHX
MOJIOC KOJIE0ATENbHBIX CIHEKTPOB HCCIICAYEMBIX 00-
Pa3LoB, JOCTATOYHO YCIIEIIHO peanu3yercs Onaronaps
3HAUUTEIBHOMY KOJIWYECTBY JKCIIEPUMEHTAIBHBIX pa-
00T, TOCBSIIEHHBIX OIPEACNCHUIO XapaKTepPUCTHYE-
CKHUX TI0JIOC OpraHuYecKux coequHenuit [11-16].

Hwxe npuBenena pacmm¢poBKa OCHOBHBIX Xa-
paktepucTuieckux nojoc noiaydeHHoro MK cmnexrpa
oOpasma:

— moMockl ¢ MakcuMymMamu v = 2975 oM,
2929 cM ' m 2889 cM ' COOTBETCTBYIOT BaJCHTHBIM
konebanusm C-H rpymn;

— T0J10Ca C MAaKCUMyMOM v = 2255 ¢cM ' coOTBeT-
cTByeT AeopManmoHHBIM Kosrebanusam Si-H rpymm;

— T0JI0Ca ¢ MAKCHMYMOM V = 559 cM ' cooTBeT-
CTBYET BaJICHTHBIM KosieOaHwsiM Si-H rpyr;

— MoJoca ¢ MakCHMYMOM V = 733 ¢M ' COOTBeT-
cTByeT nedopManuoHHBIM — KoneOaHusiM  Si-O-Si
Tpym;

— MoJIoca ¢ MaKCHMYMOM v = 922 ¢M ' COOTBET-
CTBYET BaJIeHTHBIM Kosiebanusm Si-OH rpymr.
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Pucynox 1. VK cnexrp obpasna, cofeprkaliero, CorilacHO pe3yIbTaTaM XpoMaTo-Macc-CIEeKTpaIbHOro aHanmsa, 31,7%

TES.

YuuTteIBasi JaHHBIC SKCIICPUMEHTAIBHBIX PE3YIIb-
TaToB, NpuBeAeHHBIX B [11-16], MOXHO mpenmoio-
KUTb, YTO OTBETCTBEHHbIMHU 3a mpucytctBue TES B
HCCIIeIyeMoM o0pasIie SBJSIOTCS CHEKTPalTbHEBIE IT0-
nockl B auanasonax 4001000 cm ™' u 2100-2400 cm ™',

w
-
0.084 &
0.074
0.064
0.054

0.04+4

Absorbance

0.03
0.02
0.011

0.004

a MMEHHO, TI0JTOChI ¢ MAKCHMyMaMHi v = 559 cm ', v =
733 em,v=922cMm ' uv=2255¢cm .

UK cnextp obpasima, coaepiKaIiero, CorjaacHo pe-
3yJlbTaTaM XPOMaTO-MacC-CIIEKTPAILHOTO — aHaJIN3a,
54.9% TES, mpencrasieH Ha puc. 2.

3000 2500

" 2000
Wavenumber

" 1500 " 1000 500

Pucynok 2. VK cnektp obpasia, comepskalero, CorjiacHO pe3ybTaTaM XpOMaTO-MacC-CIIeKTpaTbHOro aHanmmza, 54.9%

TES.

PacmmpoBka OCHOBHBIX XapaKTEPHCTHUECKUX
nosnoc noiydenHoro MK crnekrpa storo obpasua cie-
JYIOIIIAS:

— MOMOCHl ¢ MakcuMyMaMu v = 2975 cm ', 2929
cM ' 1V =2889 cM ' COOTBETCTBYIOT BAJICHTHBIM KO-
nebanusm C-H rpym;

— TI0JI0Ca ¢ MAKCHMYMOM V = 2256 ¢M ' cOOTBET-
cTByeT AedopMalioHHbIM KosiebanusM Si-H rpyrm;

— mosoca ¢ MaKCUMyMOM V = 559 ¢cM ' coOTBeT-

CTBYET BaJICHTHBIM KosteOanmsiM Si-H rpymm;

— oJoca ¢ MaKCHMYMOM V = 737 ¢M ' COOTBET-
cTByeT JedopMannoHHbIM — KonebanusiM  Si-O-Si
Tpym;

— Honmoca ¢ MaKCHMyMOM V = 926 cM ' coOTBeT-
CTBYeT BaJIeHTHBIM KoseOanusm Si-OH rpymi.

Cpaautensubii ananu3 KWK cmekrpos, mpen-
CTaBJICHHBIX Ha puC. | U puc. 2, TOATBEP)KIAET HaIlle
MIPETOJIOKEHUE O TOM, YTO OTBETCTBEHHBIMH 3a MPH-

©Axagemusi Hayk Pecnybnvkn Y3bekucTaH, 2021 r.
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cyrcteue TES B wmccrmemyemom oOpasiie SBISIOTCS
CIIEKTpaJIbHBIC MONOCH B Auanaszonax 400—1000 cv ™'
1 2100-2400 cv .

UK cnektp oOpasia, coaepiKalmiero, COTrJIacHO
pe3yibTaTaM XpOoMaTOo-MacC-CIHEeKTPALHOTO aHAIN3a,
54.9% TES, neMoHCTpHUpYET COOTBETCTBYIOIIEE
YBEIIMUCHUC HHTeHCHBHOCTeﬁﬁCHeKTpaHBHBD(HOHOC B
quanazonax 400-1000 cm™' wu 2100-2400 oM’
OTHOCHTENIHHO WHTCHCUBHOCTEH AHAJIOTHYHBIX
cnektpanpHbeix  monoc MK cmektpa  oOpasia,
COJIepIKaIIlero, COTIACHO PE3yibTaTaM XpOMaTO-Macc-
CrHeKTpaipHOro ananmsa, 31.7% TES.

[Ipu 3TOM YACTOTHI MAaKCUMYMOB CIIEKTPaJIbHBIX
koMroHeHTOB MK criekTpoB, MpeCTaBIeHHBIX Ha PUC.
1 u puc. 2, TEMOHCTPUPYIOT MPAKTHUECKHU TOCTOSTHHOE
TIOJIOKEHUE TIIABHBIX TIOJIOC YIS KaXKJIOTO THUITA CICK-
Tpa, He MEHSIOIIeecs IPY YBEITMUSHUH KOHIICHTPAIIH
TES. U3 3T0r0 MOXHO TPEAIIOIIOXKHUTh, YTO M3MCHE-
Hue koHueHTparmu TES B oOpasnax He NMpHUBOIUT K
CYIIECTBEHHOMY M3MEHEHUIO THUIIOB MOJISKYII, a U3Me-
HSET JIAIIb KOJIMYECTBEHHOE pacIpeieieHue IOIH
MOJIEKYJI, OTHOCAINUXCS K TOW WIX UHOM TpyIIIIE.

Jns  peamuzanii  BO3MOXXHOCTH — TIPOBEICHUS
KOJIMYECTBEHHOTO aHanu3a coxepxkanuss TES B
peXuMe 3KCIpecc-aHanu3a ¢ ucnoib3oBanuem HK-
CIEKTpOMETpa HAMHU Ha OCHOBAaHWUHM TOJTYYCHHBIX
AKCTIEPUMEHTAIBHBIX JTAHHBIX MOCTPOCH COOTBETCT-
BYIOIWIA TpagydpoBOYHEIN Tpaduk. B mpomecce
00pabOTKH IKCIICPUMEHTANBHBIX PE3YJILTATOB, JIJIS
UCKJIFOYCHUST TIOOOYHBIX (DAKTOpOB, HHTErpalibHAs
uHTeHCHBHOCTH ToJIoc Si-H (lgiy), Si-O-Si (Isios) #
Si-OH (lsion) B muamazone 400—1000 em ' u Si-H (Isin)

2977

0.07-

0.06-

293&890

0.05

0.04

Absorbance

0.03

0.02-

0.0

nosnockl B auamasone 21002400 cv™' HOpMupOBaH
Ha CYMMapHYIO MHTEHCUBHOCTH 10JIOC
(ISiH+|SiOSi+ISiOH+ICH) B IOHAIIa3oHE 400-3200 CM_l.
[ToydenHast 3aBUCUMOCTh OTHOIICHUSI HHTETPATBHBIX
unteHcuBHOCcTeR  (IsiHsiositlsion)/(IsietIsiositlsion™
Icy) or xommentparmu TES B oOpasmax, mpencTas-
JeHHas Ha puc. 3 B OOBEMHBIX IPOIICHTAX,
MPOJAEMOHCTPUPOBaIa BBHICOKYI) TOYHOCTH aIllPOK-
cumarun uHeHHBIME QyHKIHAMEA (lsigt+Hsiosi+lsion)/
(ISiH+ISiOSi+ISiOH+ICH) OT KOHICHTpalIun TES B
obOpasriax. TOYHOCTH ONpEeNICHUs] KOHIICHTPALUU
TES ¢ mcmonab3oBaHHMEM HAHHOTO METONa IO COOT-
HOIEHHIO % = ((Mieop-Mupaxr)/Mreop)x100% cocTa-
Buna 0.4%.

0651 ® - (siny*lsio-sitlsi-on)(Isiu*lsi-o-sitlsi-on*cn)

0,60

0,554

0,50

0,45

0,40

0,35

Normalized area, rel.u.

0,30 4

T T T T T T T v T T T T 1

30 35 40 45 50 55 60
Concentration, %
Pucynox 3. 3aBUCHMOCTb OTHOIIEHHS WHTErPalbHBIX
HMHTEHCUBHOCTEH

980

1403
1156

0.00

i

3000 2500

2000

Wavenumber

1500 1000 500

Pucynok 4. MK crniektp obpa3ua, comepsKaliero, CoriacHo pe3ybTaTaM XpoMaTo-MacCc-CIIEKTPaIbHOTO aHauu3a, 8,54%

TEOS.
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AHaJIOTHYHBIE HCCIIeqOBaHUS ¢ mnoMolneo K
cekTpoMmeTpa ObutH mposeneHsl ans 10 oOpasuos,
comepxamux TEOS (cm. Tabmuiy). s mpumepa Ha
puc. 4 mpencrasnmen WK cmektp o6pasia,
COAEpKaIlero MO pe3yjibTaTaM  XpOMaTO-Macc-
cnekTpanbHoro ananusa 8.54% TEOS.

PacmdpoBka OCHOBHBIX XapaKTEPUCTHIECKUX
nostoc nomyuenHoro MK crektpa oOpasia umeeT BUL:

— HOJIOCHI ¢ MaKCUMyMaMu v = 2977 cM ', v =
2931 cM ' 1 v =2890 cM ' COOTBETCTBYIOT BAJIEHTHBIM
konebarusm C-H rpym;

— monoca ¢ MakcuMyMoM v = 1403 cm ' coot-
BETCTByeT nedopMarmioHHeIM — Kojebanusm  C-H
TPy,

— monoca ¢ MakcuMyMmoM v = 1156 cm' coot-
BETCTBYeT KOMOHMHanmu Ae(OopMalHOHHBIX Koneba-
Huit C-H rpynm u BaneHTHBIX Konebanuit C-O rpymir;

— monoca ¢ MakcuMyMoM v = 980 cM ' cooTBeT-
CTByeT KOMOWHAIu nedopMaIMoOHHBIX KojeOaHui
Si-H rpymm u BaneHTHBIX Konebanuii Si-OH rpym;

— 1oJ10ca ¢ MakCHMyYMoM v = 495 cM ' cooTBeT-
CTBYET BaJIeHTHBIM Konebanusam Si-OH rpymm.

VYuuThiBass AaHHbIE SKCIIEPUMEHTAJBHBIX pe-
3yJbTaTOB, MpuBeneHHBIe B [11-16], MoXHO Tpemo-
JIO’KUTh, YTO OTBETCTBEHHBIMH 3a TipucyTcTBue TEOS
B HccieayeMoM 00pasie SBISIFOTCS CIIEKTpajibHbIE HO-
nocsl B auarasone 400—1100 cM ™', a HIMEHHO, MOJIOCH
¢ MakcuMyMaMmu v =980 cM ' 1V =495 cm .

UK cmektp obOpasiia, comepikamiero mo pe3yib-
TaTaM XpoMaTo-Macc-CIeKTpaJIbHOTO aHanmmu3a, 31.6%
TEOS, npencrasieH Ha puc. 5.

494

005

2976

2927393
980

0.044

0.031

Absorbance

0.021

1154

0.014

1403

0.00

w0 A0 a0 150 R
Wavenumber

Pucynok 5. UK crnektp ob6pasia ¢ 31.6% TEOS (nannsie
XpOMAaTO-MacC-CIEKTPAIEHOTO aHAITN3a).

PacmdpoBka OCHOBHBIX XapaKTEPUCTHYECKUX
nosioc MK cniektpa atoro obpasua qaHa HIKe:
— TONOCHl ¢ MakcHUMyMaMu v = 2976 cm ', v =

2927 cM ' mv =2893 cM ' COOTBETCTBYIOT BaJICHTHBIM
konebanusm C-H rpym;

— nmToca ¢ MakcuMyMoM v = 1403 cM ' cooTBet-
cTBYyeT nedopmannoHHbIM Konebanusm C-H rpymnim;

— mosoca ¢ MakcuMyMoM v = 1154 cM ' cooTset-
CTByeT KOMOWHAITMH JehOPMAITMOHHBIX KOJIeOaHUH
C-H rpynm 1 BaneHTHBIX Kostebanuii C-O rpym;

— mosoca ¢ MakCHMyMoM v = 980 cM ' cooTBeT-
CTByeT KOMOHMHAIMK Je)OpPMALOHHBIX KoJeOaHUi
Si-H rpynm u BanentHbIx Konebanuit Si-OH rpyrm;

— monoca ¢ MakcuMyMoM v = 494 cm ' cooTBet-
CTBYET BaJIeHTHBIM KoseOanusm Si-OH rpym.

CpaBuutensHblii aHanu3z WK crnektpos, mpen-
CTaBJICHHBIX Ha puC. 4 1 pucC. 5, TOATBEPKIAET HaIlle
MPEATNONI0KEHNE O TOM, YTO OTBETCTBEHHBIMH 3a MPU-
cyrcreue TEOS B uccnemyeMoM 00pasIie SBISIOTCS
CIIEKTpasbHbIe MOJIOCH B Auamnazone 400-1100 oM .

UK crektp oOpasiia, coiepikaiiero mno pesyib-
TaTaM XpoMmaTo-Macc-CIeKTpajabHoro aHanmsa 31.6%
TEOS, aeMOHCTpHpYyeT CYILIECTBEHHOE YBEIUYCHUE
MHTEHCUBHOCTEH CIIEKTPaJbHBIX NOJIOC B AUAIa30HE
400-1100 cM™' OTHOCHTETBPHO MHTEHCHBHOCTEH CO-
OTBETCTBYIOIIMX CIEKTpaibpHbIX nonoc MK crekrpa
oOpasia, cojeprallero Mo pesyjibTaTaM XpOMaTo-
Macc-clekTpanpHoro aHanusa 8.54% TEOS.

Kak m B pesymbprate mcciemoBanus TES, Ha-
OmomaeTcsi MPaKTUYECKH IIOCTOSHHOE TMOJIOKEHHUE
IJIaBHBIX IIOJIOC [UIS KaXKAOTO THIA CHEKTpa, HE Me-
HATOIIeeCs TpH yBeaudeHun KoumeHTpamuu TEOS,
YTO IpENoIaraeT JUIIb U3MEHEHNE KOJINIeCTBEHHO-
TO pPacIpelesieHusl 0JIM MOJEKYJ, OTHOCSIIUXCS K
TOW, UM UHOU TpyIIe, MPU U3MEHEHUU KOHIIEHTpa-
nuu TEOS B ob6pasmnax.

Kpome Toro, xak u 1y cimyyas UCCIEAOBaHUS
TES, Hapsiny ¢ Ka4yeCTBEHHBIM aHAJINU30M, ITyTEM CO-
[IOCTAaBJICHUSA MHTErPaJbHBIX WHTEHCHBHOCTEH CIICK-
TpPaTBHBIX TIOJIOC, OTBETCTBEHHBIX 32 INPHUCYTCTBHE
TEOS, MoxeT OBITh TPOBEACH KOJIWYECTBEHHBIN
ananu3 TEOS B ucciemyemom o6pasiie.

Jnis peannzanyu BO3MOXKHOCTH KOJTHYECTBEHHO-
ro ananuza cogepxkanus TEOS B pexume sxcmpecc-
aHanu3a ¢ ucnoib3oBanueM UK cnexTpoMerpa Hamu
Ha OCHOBAaHMM TONYYEHHBIX 3KCIEPHUMEHTATbHbIX
JTAaHHBIX TOCTPOEH COOTBETCTBYIOLIUM I'paayHpoOBOY-
HBII TpaduK.

B mpomecce 00paboTkH 3KCIIEPUMEHTAIBHBIX
Pe3yIbTATOB, IJIsl UCKIIIOYCHHUS TOOOYHBIX (HaKTOPOB,
UHTerpalibHas MHTeHCUBHOCTH Tioioc Si-H (lgjy) u Si-
OH (lsion) B auamasore 400—-1000 ecm' u Si-H (lsiy)
nonockl B auanazone 21002400 cM ' HopmupoBamu

©Axagemusi Hayk Pecnybnvkn Y3bekucTaH, 2021 r.



76

B.M. PoTwTewnH, X.b. Awypos, P.X. Awypos

Ha CYMMAapHYO MHTEHCUBHOCTE 10JI0C
(IsigtHsiontleutlco) B muamazone 400-3200 om L.
[TomyuenHast 3aBUCHMOCTH OTHOIIICHWUS WHTE-
rpaibHbIX HHTCHCUBHOCTEH (Isintlsion)/
(Isigtlsiontlcutlco) or konnentpanmu TEOS B 00-
pasuax, mpecTaBieHHas Ha puc. 6 B 00bEMHBIX TPO-
LEHTaX, MPOJAECMOHCTPHPOBAJIA BBICOKYIO TOYHOCTBH
ANMPOKCUMAIINH JTUHEHHBIMH (DYyHKITUSIMH.

o - (g s on)/ (s yHsi optep Heo)

0,54

04

0,3

0,2

Normalized area, rel.u.

0,1+

T % T & T & T X T T 1

5 10 15 20 25 30 35
Concentration, %

Pucynok 6. 3aBUCHMOCTb OTHOIICHHUS WHTETPANBHBIX HH-
TEHCUBHOCTEH

TounocTs ompenenenus koHmeHTpanuu TEOS c
UCIIOJIb30BAHUEM JIaHHOTO METOoJa, OIpelelsieMast
Kak % = ((Mieop-Mupaxr)/Mieop)x100%  cocraBnna
0.5%.

IV. 3akiaouenne

B pesynprare ObIT pa3paboTaH IyBCTBUTCIBHBIN
U TIPOCTOM METOJ TPOBEACHUS KOJIMISCTBEHHOTO JKC-
npecc-ananuza TES u TEOS ¢ nomompto UK crek-
TpoMeTpa 0e3 WCIIONB30BaHUS CTAHAAPTHBIX PACTBO-
pOB.

Ucnonezyemspiit st peamuzamuu Metoga UK
CHEKTPOMETP O00ECIIEUNBAET BBICOKYIO UyBCTBUTEIh-
HOCTb, HU3KUH TIpeziesl 00HApyKEHUSA U IMAPOKUN JTH-
HEUHBIA JUana3oH OPOBOAMMBIX u3MepeHuil. Ilpu
3TOM TOYHOCTb omnpeaeneHus KoHueHtpauuu TES u
TEOS ¢ ncronp3oBaHueM JaHHOTO METOJA COCTABIIS-
et He 6onee (0.4-0.5)%.

YHuBepCcaabHOCTh MpEASIaraéMoro MeTojaa U To,
YTO BpeMs IMPOBENCHUSI TAaKOro JKCIpecc-aHallu3a He
npesbimaer 10 MUHYT, MO3BOJSIET YCHEUIHO HCIOJb-
30BaTh JAHHBIM METON Ui KOHTPOJII B PEabHOM
BPEMEHU 32 MPOMEXKYTOUHBIMU MPOAYKTaMHU CaMBbIX
Pa3HBIX CIIOKHBIX TEXHOJIOTHIECKUX IPOIECCOB. DTO,

©Akagemus Hayk Pecnybnvkm Y36ekucTaH, 2021 r.

B CBOIO Ouepellb, 00eCIeurBaeT BO3MOXKHOCTb OITHU-
MHU3alMHA NapaMeTPOB TEXHOJIOTMYECKOTO MpoIiecca,
JUTS TIOJTyYEHHs KA9€CTBEHHOTO KOHEYHOT' O MTPOAYKTa.

YunuTeiBas YHUBEPCAIBHOCTh METO/AA, a TaKkKe
BO3MOXHOCTb €r0 HCHOJB30BaHUS Ui TOJTyYeHHS
CBOEBPEMEHHOM MH(pOpPMAIMU 0 HEOOXOIUMOCTH KOp-
PEKTUPOBKHA COOTBETCTBYIOIIMX IMapaMeTpoB KOHTPO-
JIHMPYEMOTr0 TEXHOJIOTMYECKOTO MPOLECCca, MOXKHO Cle-
JaTh BBIBOA, YTO Pa3pabOTaHHBIA METOJ KOJIMYECT-
BEHHOTO 3KCIpecc-aHaau3a 00jagaeT BBICOKUM IIO-
TEHIMAJIOM MTPAKTUYIECKOTO MPUMEHEHHUS

MeTtagaHHbIE

The use of IR spectroscopy for express analysis of
products of the technological process of monosi-
lane synthesis

V.M. Rotshteyn, Kh.B. Ashurov, R.Kh. Ashurov

Arifov Institute of Ion-Plasma and Laser Technologies of
Uzbekistan Academy of Sciences, Durmon yuli st. 33,
100125,, Tashkent, Uzbekistan

The method of express analysis of triethoxysilane and
tetracthoxysilane, which are intermediate products of
chemical reactions occurring in the framework of the
silane technology for the synthesis of polycrystalline
silicon, is described. To form the method, we used
the data of preliminary studies of triethoxysilane and
tetracthoxysilane, obtained using a MSD 5975C - GC
7890A gas chromatography-mass spectrometer. The
immediate implementation of the express analysis of
triethoxysilane and tetracthoxysilane was carried out
on an Agilent Technologies Cary 640 Series FTIR
Spectrometer. At the same time, quantitative express
analysis, without the need for the presence of stan-
dards, was carried out on the basis of a calibration
curve obtained from the corresponding results of gas
chromatography-mass spectrometric studies.

Keywords: (chromatography-mass spectrometry, infrared
spectroscopy, tricthoxysilane, tetracthoxysilane, calibration
curve.)
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MoHocHIaH CHHTE3UHUHT TEXHOJOTUK KapaéHu
MaXCyJO0TIAPHUHH IKCHPECC TAXIWI KHIHII YIYH
UK cnexTpockonusicuaad Qoiigananui

B.M. Porwreiin, X.b. Amypos, P.X. Amypos

Y.A. ApudoB Homumarm HMon-rulasma Ba  Jasep
TEXHOJIOTHSUIApH WHCTHTYTH, JypMoH Wymm kydacu 33,
100125, TomkeHT, Y30EKHCTOH

[lonukpucran KpeMHHH CHHTE3HM Y4YyH CHIIAH
TEXHOJNOTHACH  JOUpacuia  coxup  Oynmaauran
KAMEBHH  pEaKUMSsIIAPHUHT  OPaJMK  MaxCyJOTH

OYiaraH TpPUETOKCHCWIAH Ba TETPadTOKCHCHUIAHHU
9KCIIpecC TaxXJWJI KWIHII YCyJdd Ba TEXHHUKACH
taBcu(IaHrad. YCynHU makuianTupuin yayn MCJI
5975C-I'C 7890A ra3 xpomarorpadusici macca
CHEKTPOMETPH €pAaMuiia ONMHTaH TPUETOKCHCHIIAH
Ba TETPA3TOKCUCHIIAHHUHT AAacTiIa0Ku TaAKUKOTIApU
MabIyMoTiapugad  (Qoiinananunrad. Tpuerokcu-
CWJIIaH Ba  TETPAdTOKCHUCHJIAHHHHT  DKCIIpecc
TaxIMJIMNHU dKcupece amanra omupumr Agilent Tech-
nologies Cary 640 Series FTIR cnekrpomerpuna
amamra ommpunau. Iy Owman Owupra, ra3
xpomartorpadusICcH-Macc-CIIeKTPOMETPHK ~ TaTKUKOT-
JApHUHT TETHIUTHM HaTWXanapuiaH QoiinanaHran
Xonga Ty3wiaraH kKamuOpnam rpaduru acocuia
CTaHAApTIAp MaBXyl OYIMaran Xojma MHKIOPHI
3KCIPECC TaXJIWJI YTKAZUIIU.

Kamur cy3aap: xpomaTo-macc-CrieKTpoMeTpus, HH(pa-
KU3WJ CIEKTPOCKOMHUS, TPUITOKCUCUIIAH, TETPA3TOKCH-
CHJIaH, TPaTyHpPOBKAIIN IPadUK.
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