YAK 669.781:543.06:006.354 Fpynna RS9
FrMoCYy APCTREHHBEHA CTAHAAPT COMKIA CCP

KPEMHHA NOAYNPFOROAHHMHOBEIA M HCXO OHBIE
MPOAYKTR! AAE EFrO NOAYYEHHR

MeTon cRpeREREHH QHEASRCHAAHA, TPHEASRCHRAHA
H TETPAZAOPHAS KPeMHHA rﬂ'CT

semicondoclor silicon and raw malerials 2&23 918_34

for its production. Method of dichlorsilampe, Srichlorzilang
and silicon felrachloride determinalion

OQECTY 1708

Nocranosnenwesm Focyfapcreenvora wosmyTersa CCCP no cradpapras or 13 wona
1984 r. HE 2491 CpOK QBACTEMA yCTAHORNEH
¢ H.01.86

Ao 0H.01.91

Hecobniofeswe cTapgapta NPecAefyaTcl NO IAKOHY

Hacroaumil ¢cTaniapT yocTaHaBAHBaeT XpoMaTtorpadiueckaill MeTon
onpeAedecHHA ApxaopcHaana ot 0,02 ao 10 %, Tpuxaopewnana ot 0,02
ao 100 % n reTpaxaopria kpesmuna ot 0,02 ao 1O %, 8 yeTwpexxno-
[IH[!TI_IIM F-i.[:lli’:!-!lH]lII E_lII'H.TIIIII‘H'I-I;H]LI-II'_IIE[I-ILI- (IO HOM H B CMECAX 'H'."THFI'E?:—
."II.'[['II]]HL"IT_J['{} I-l2|:1|:!2'.'l;lll-l!|-] C 'I'i':IIII.'III'J-[IL'HJ[HIII.'iI:'n!.

MeTog ocHOBAH HA XPOMATOTPagUYeCKOM PA3IeNeHil KOMAOHENTOR
B HIOTCRMUEYeCKOM PeXHMe ¢ MOCAeAVIOLINY ASTEETHPOBARHEM N0 TEM-
AONPOROAHOCTH H PACYETOM MACCOBHX NOJEH onpejeldeMbx  KoMito-
HEHTOBR MO MAOMALAM XpOMATOrpadHYIecKnX NHKOB ¢ vueToM wosdupl-
HHEHTOE OTHOCHTENBHOR YYBCTRHETEABHOCTH ASTERTOPA K ONpelesfdeMBIM
KOMOOHEHTAM.

1. OBLUHE TPEEOBAHM

1.1. Obuiwe Tpehosanus K Mevody anaadsa — no POCT
262359 0—58H4,

1. ANMMNAPATYPA, MATEPMANE W PEAKTHBLI

Xpomatorpad JIXM-8M/ ¢ aeTekTopoM no TERACHPORGAHOCTH, pe-
FHCTPHPYHEIHM yoTpOicTROM, GA0KOM OCYIIEH TAa3a-HOCHTENH, 1M0PH-
WeR0H CHCTEMOI BEOLA OOpazIos.

J‘:]’]I?HETHITI-H.(I_J'II'—IEQHHE_HIZ]..'I[_IIHHH CTERSHHHRLL HJH METAJAHM SR HE
panHod 4 oM, gnaMerpom 2—4 mm,

Haganmwe oHULMan.How Mepeneyarka pochpeulena
-
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FOCT 26239.8—84 Crp. 2

SAekTpOHHBEA HAaTerpaTop MH-02,

Jlopymka creknaHuad (vepr. 1) o rHApOOKACHE) KAAWH, w.a.a., Tab-
AeTHpOBAHHOM,

PopearkyyMubi Hacoc BH 461M.

Cymaapami wha® BakyyMAwA Ha TemoepaTypy ao 200 °C,

CTaKaHB CTeRKJAMHHEE BMecTHMOCTRIo 200 cmi.

Hamkn fapioposse npamerpos 50 s,

BopoHka ¢cTeRAAHHAR ¢ OTPOCTEOM OAHAMeTpomM 2—4 mM.

Becll apaluarAuecKHe.

Cexyuaomep no ['OCT 5072—T9.

HInpuuw xpoMarorpadgrdeckie co wranod 0—10 axa,

Grorcw cregaampuie no FOCT 25336—82 na 5—10 cu?,

CTeRIOTKAHD,

Tpyoa pToponJacropad GHAMETPOM 5 M.

poGooTOOPHHE CTEKAAHEBIR BMecTHMOoCTRE D0—100 cu® ¢ fropo-

NAACTOBHIM EpaHoMm {(uyepTt. 2.

CresanuHan NoEyiEa M pofeaeo T o pHw K

7

I"J - y
f— B AL [ ERH-HBEH- J— P T M @ R R A
Fony; F—pomerra: d—HApyEHan BOIOCTE KR
A-—.prxom  TASa-HOCH- Ear J—CTUKANSEBEZN EMEDCTh
TEIR
Hepr. 1 Heapr. 2
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Crp. 3 TOCT 26239.8—84

Munersn crenasnpbe pMecTHMOcToRe 10—20 cm?,

Hoenrenan TRepane cHRAHHINpORAHHEE: xpoMaTton N—AW, chepo-
xpoM-2, upetoxpoM | KIMIXC, dppaxnrn aepreamen 0,250—0,315 mm,
Henoapwsuan ¢ada — NOAHMeTHACHIOKCAHOREI rayaye SE-30.

Tpuxhopcnaan oupgmeHHEfi © Maccosofi modaefi npuMecefi He Goger
0,01 %, :

Terpaxiopif KpeMHAs OUHILIeHHER ¢ MACCOBOR aonefl npaMeceil He
Goaee 0,01 9.

CIMPT  3THACBHA peXTHOHKoRaHHEA Texuuaeckdit no [FOCT
18300—T2.

Averor no I'OCT 2603—79.

SHp FUATHAOBREE X.4.

[Mas-nocATens - reapi razoofpasnwil B, 4.

Asort muarril no FOCT 9293 74,

Xagpodops Meangnackril no FOCT 20015—74.

AHTHAPOH,

Pochop TATHOKHCE,

Heomer NadX.

3L NOATOTOBKA K AHANMIY

3.1. lpuroTosacune copbelHTa 4 3aN0JHEeHHe XpO-
MATOTPa(PHYECKHAX EOJOHOKR

Toepasii nocHTRAR — XpoMaToRn N—AW, cpepoxpom-2 Han iseTo-
xpom | KIMIIXC — npocyvsapawt B cyiuHAkssoM mEady npr 120—
130°C & Tevense 5—06 o, Brcymennufl vocuteas (-~ 100 r) szseuiHpa-
T B pappoposoi wdllKe C DOrpelHEOCTRID He Goxee 0,01 r.

Henonenmuyw dasy 8 konruectse 10 % oT Maccw TEEpPAOTD HOCH-
TEAA BIREIHBAKT B CTAKAHE C NorpelrnocTeo He Sonee 001 r v pact-
BOpRIOT B xnopodopue (10 cv® wa | r wenogsnmuod daswm ).

JaaHBaT TEepAWA HoCHTeNs B hapdopoBofl yalIKe PACTROPOM Heé-
Noasn#HON PasH B XnopodopMe 0 THLATENLHO NepeMeludnanT. 3arem
PACTBOPHTEAL NCMAPRIOT OPH HENPEPHBHOM NePpeMelINBaHyH, HATpeBasn
npr 50 °C #a 3aKpETOl SACKTPOIJIHTRE B BETAKHOM WEady,

ApoMaTorpadieckine KOJOHKH RCPEl 3anoffeHHen [podinanT
BaATHBIM TAMNOHOM HA TPOBOJSOKE H NPOMBEBRIOT HOCASIOBATEIRHO ALe-
TOHOM, 3THAOBRM COHPTOM H AHITHADBEM 3tupow, [lo orongannm
NpOMBEBER KOAOHKY cywar npd 100-—120°C npn npodvBHe rasomM-Ho-
cHTeaeM B redeHne 30 MuH.

Opuy KoHel 9HCToR BLICYIEHHOH KONOHKH J8KPHEBAIT TAMIOLOM
H3 CTEKNOTHAHNK M CcOLOMBaT BakyyMupy waanrow [IXB ¢ aupsed
thopranyyMpol oTkavkn. Yepea Apyroll KoHed NPOUIBOAAT I3NOJHEHIE
HOAOHKH COpOeHTOM C NOMODLID BOPOHKH ITPH HEOPepLBHOR OTHAYKe
i aergoil aBROpauHl ROJORKH. COCAVeT 3anofaaTh KOAGHKY 00 VDPOBHH
Ha 3- -0 M Hese Topua [lo oROHYARMH 3ATIOAHEHHE BTOPOR KOHEIL KO-
JOHKH TAKAKE 35KPEIBAKT TAMNOHOM H3 cTekaAoTkaHd, KadecTeo sanoa-

1M
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rocrt 16:3.8—Bd Crp, 4

HEHHA CTERJIRHHLE KOMOHOK ApoBepRioT BHsyansno. [pa naanuun nye-
TOT HX YOTPRAHAKT JerkiM BCTPAXHBAHHEM HKoaoHKH. Meranan«aeckue
HOMOHKH 3AN0JHAKNT A0ZHpOBAHHEM 00 00LeMy KOAHY2CTEOM cOpOedTa.

JAaNOAHeHHYID HOJOHKY YCTAHABAHBAOT B TEPMOCTAT XpoMaTorpada
H HOHJAHUHCHHPYWOT = NPOIYBAKT CYXHM FasoM-HOCHTEJEM B TEdeHHE
56 oy ppu 250°C. Harpes ao 250°C nposoasr co cropocTeir 10—
1D C fapn,

Jlan cyIIER ra3a-HoCHTe A HA JHHHH NOAAYH Ta3a yoTAHABAHBAKT-
CH OdBe KOJOHKH. NEPBafs N0 XOAY Ta3a-HOCHTEAH 3anodHAeTCR AHTHi-
POHOM, BTOPAA — DATHOKHChK (ochops B cMecH ¢ HeoadtoM Nad X
(10 % naruosce $ocdopa or Maccd OeoadTa ), KopanpHoHHposaH-
HY1O KOJOHEY nodcOelHHAKNT K AeTeTORY.

3.2 llparoTosaeRHe TPALYHPOBROIHONR CcMECH

[TpurotToBaenHe rpaayHpoBOYHOA CcMECH NMPOBOLHTCH CMELIHEDHHEM
KOMIOoHeHTOR B npodooThopuiKe.

INpalynpoBOUnas CMECh COACDEHT TPHEAODPCHAAH B TETPAXJOpHA
HPpeMHHS, MACCOBAR ACAA TPHXJAOPCHAAHA B cMecH cocraBider 2070,
TOTPAXAOPHAA KpeMHEAR — 80 T,

Bapewnpawt npofooT0opHAK Ha aHaJHTHYSCKHX Becax, JajiHpawT
B opobooTfopuuk 20 ¢y yHeToOro TeTpaxjgopHia Kpemuna. Orrayumpa-
T POPBEIKYYMHEM HACOCOM HAPYMHYI0 NOOCTE Epana A8 yiancHHS
HAIGLITKAE TeTpaxaopuna kpemudda. BapewnsawTt npofooTlopasg ¢ TeT-
Paxaophion KpesMHUS H3 AHAAHTHYRCKHX BecaxX ¥ Mo PasHOCTH Macc
GHPEeICAROT KIVTHHMECTRD BECACHHOND B NPpOSootfopRnK TeTpaxaopHia
KpeMHis (i) B rpaMsvax. Beogar s npobfooTSopEnk 5 om® TpHLIOPCH-
Jd8HZ H TAKME BOCOBLIM METOAOM ONPELefHT ero KoARdecTeo (Mig) B
rpammax, Maccosme Aoad komnoHentTor () B nponeHTax BHMHEAA-
HIT MO POPMY IS

Q; i - 100,

riae fity —— MECCa [-ro KOMIODHEHTA B CMecH, T.

UpajyHposouatyio cMeck xpansaT B npobfooTGoprnke, He DORYVCKAR
AJHTEABHOPG KOHTAKTA cMecH ¢ arMoctepoil.

3 Onpeneaenne HOSHO@HUHeHTOR DTHOCHTE b-
Hiil YYBCTBHTEIBHOCTH

Onpeaeienne KosbhHEHEHTOR OTHOCHTEABHON  IVBCTRHTCABROCTH
NPOUIBOINTCH N0 XPOMATOLpEMMe FPALYHPOBOYHON eMecH.

Bralowaor xpoMarorpad o BRMBOIAT xpoMaTorpad wa palouni pe-
UM B COOTBETCTBHH © MHCTPYRELNEH 10 3KcnayaTauun npubopa.

Padouuil pexpm xpomaTorpada;

IMapameTp HoMmuuanseoe
aHageHHe
Tox aeTerTopa SO0—100 mA
Teuneparypa vepMocTiTa ASTEKTOPA [20—130°C
Temneparypa RoJOHKH 0= C
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Temupepatvpa HenapuTens 120°C
ODfbeMHan CKOPOCTE rasa-HOCHTeRRs (reldk:) 2040 cu?*MHaH
CHOPOCTE JeHTH NOTEHLHOMETPA BO0 nang .

Bpema suxona npropa xa pestay — 2y, [Toche pHIXGAa Ha pedAM
Nepen HadaaoM PpaboThkl OPOBOAAT TPEHHPOBKY KOMOHKH DOCPeIcTEOM
T—1-gpaTHOTo BREZEHHA [A03H rpagyHpoBouHoll cvecH ofnemom
20072 cr®,

Bregenne 103 OCYUECTRAAETCA € NOMOOILIY LINPHILA.

B xodcHry rotororo K pafore npubopa ¢ NOMOIBIO MNPHALA BEOG-
AaT | Men rpagynpoBOYHOH CMECH W PETHCTPHPYEIT XPOMATOTPAMMY.

Haewrndmgaumio nikoB XpoMaToOrpaMMel NPOROLAT N0 NOPALKY Bb-
X008 KOMNOHEHTOR, B NPpUHATHX YCACBHAX AHANH3A MEPRHEM HE KOJOH-
HH SAKHPYETCH TPHXAOPCHIAHR, 38TeM — TETPAaXAOPHIL KPeMHERHA,

[lacwaae xpoMatorpaduueckux nukos (5S; ) TPHEHXACPCHAAHA H TET-
PAXACPHIA KPeMHHI B BOJLTAX HA COEVHAV ONPEIendoT ¢ NOMORD
FNEKTPOHHOND HHTETpaTOpaA.

KostpdrnpenT oTHOCHTENbROR SYBCTBHTENLHOCTH AJ8 TPHXIOPCHIE-
Ha (Ksyci, ) no TETpaXAOpHAY KPeMANA BRIMHCAAOT no ¢opuyae

Qe " I5ici,

Ksme), — s el
siHel, S,
rae Qspecr,. Qaicy, — MACCOBLE A0Ai TPHXAOPCANAHA | TETPAXATPH-
A3 HpeMHER B rpaayEpoRogHol cMecH, %
Ssimcl,, Ssic), — LIGUEALL XPOMATOCPAQHUCCKEX NHKOB TPHXI0P-

CHJIAHA H TETPAXAOPHAA KpeMHHA Ha XpOMaTo-
rpaMMe rpagymposoancil cumecs, Ble.

Ilpoweaypy CHATHA XPOMATOTPAMME FPAAYHPOBOMHON CMECH, onpe-
AcAEHHA ILAGHLANCH :g‘nuamrpaqmummu: neEKGB B pacweTa  Nsuc,
NOBTOPAKT TPARAB. 3ATeM BBEYHCAAKT Cpeaes apriueTHuecKD: pe-
AVIALTATOR Tpex onpelcaenad K i,

DonyeruMoe pacxokienne Kpafinux swaveniin K sinc), cocTaBianeT
3 % . B cayuae OONBILHK pacKoienu onperesenne kosfupaunenTa oT-
HOCHTEJIBHOH YYBCTENTEJBHOCTH CASILYET NPOBCCTH IAHOBO,

EI’_:.EH{_EI{E}E!HI-I’E'HT ﬂTHI:!d:]ITIZ-!'Jl]:I{IZ]Zi':I ‘I!,"FI.ETEL[TE.']!;-'I—IDI:TI[ AL .l]._I-'I:l;.'H.-.IFI-EH."Iﬂ.-
HA Do TETPAXAGPHALY KPerMMHNH .IF|:-_5'=:-|__E|_l_ BRIUHCAANDT no PopMyne

Keucr=1—=2 {1 —Kanci, ).
34. [loarorosKka amaansupyvedmMaofi npobwu
IpoHooThopHHE OTEANHBAMT Io ocTardunoro aasrends 10-! Top
(13 [Ta). K oetravennoMy npoboorGopHiky nprecealnaoT drmoponaac-
roByED Tpydoury AnamerpoM H wmwm Cpofonnslfi Konen tpybousn mo-
FPYHAKT B eMEOCTL © Apofoil # oTEpHBZOT KpaH  npofeotGoprika,
pofa JACACHBAETCH B NPpOLOGOTOOpHHN. JaKpRBIOT KPaEH i OTEANH-
BRNOT HAPVHEHYI NOACCTR KPpaHE NpolfoesTiophnks HopeanyyMHbiy Ha-
COCOM QMR yIadeHus H30uTea npobu, Orobpadiywe npoly nepeaHaanrT
B Gk,
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4. NPFOBEAEHHE AHANHIA

PaGounii pesxid XpoMatorpada nNpe NpoBeAcHHE aHAAH3E DOJMEEH
OHTL WICHTHYEEH PERHMY, YCTAHOBAEHHOMY [OPH PCrHCTPALHN xpoMa-
TOrpaMM rPpaayHpOBOUHOR CMecH INA pacuera KOMMPHUHEHTOR OTHOCH-
TeAEHON ayescTBHTEABHOCTH. [lapamerpu pemnma npHBCACcHE B ML 4.3

[Mepes HaWaAA0M AHANHIA NPOBOIAT TPEHHPORKY KOAOHKH XpoMaTOr-
pata nocpencteom 7—Il0-KpaTHOrD BEEREHWNA 003 Tpobu  o0BeMOM
5 s, dozdpoBadne NPOHIBOMHETCH ¢ MOMONLK MMPHIIA.

Hosupopanne Npodl NPH aHaAH3aX OPOHIBOOHTCH C© MOMOLLEI
mnpEna. O6beM BRONHMOR WINPHUEM L03H AOANEH COCTABAATE 5—
1D mmn

Pernctpalyin OHKOE XPOMATOrpaMMil NPoBOAST B NOJOHEHHH aT-
TeHipaTopa, ofecneunBamiien HAXOWIEHNE MAHCHMYMA NMHEA B OOTH-
MAALHOM HHTEPBAAEe WKEAAL pOTENMRoMeTpa. TTaomagn xpomaTorpadim-
qeCKHX THHOR (8 ) BoeX KOMOOHEHTOB Npolbl OMPEleddioT ¢ NOMOILLKY
SACKTPOHHOTO HHTErpaTopa,

3anuck XPOMATOrPAMME M Oonpejesenye aHadesHii 5; Brex KOMIO-
HEHTOB MOBTOPHIGT TPHAIH,

5. OBPABOTHA PEIYNLTATOR
5.1. HoenTHgpnranys KoMIOHEHTOB NPOGHE MPOBOAKTCA 00 MOPALKY
BREXOAA H M0 OTHOCHTEABHEM ViepHHBAEMEM OOLeMaM, VHAIAHHBM
B Tatbn 1.

TaGnuwma E

CITHERE T g h-
K e 1 b 2 MA TaARaH-
FEEMER olibes

i

Higxacpornan o7l
TpHxrOpCAIaN 1.0
TerpaxnopHa HPeMHHR 2,31

5.2 Maccopwe Aoad KoMOoHeHTOB B apofe (X; ) B OPOUCHTAX BH-
YHCAKT o GopMylre

Xy = 74'5,5_: 100,
£ Ki-5;
fe=1
rae K; — HosdupHIHenT OTHOCHTeABHON YYBCTRATENLHOCTH [OA  -To
KOMIOHEHTA N0 TOTPAXAGPHAY KPEeMHEAS;
S5: —anomank xpoMaTorpadiHeecKOrG nHEA i-ro KoMnomenta, Blo;
f-— YHCJI0 EOMODHeHTOR B npofe,

or
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3a peayibTaT AHAAHIA NPHHHMAKT cpegHee apudMeTHUECEDE pe-
AVALRTATOR TPEX NapaddeNbHEX OnpelensHnil,

3.3, PasHocTs MexAy HauO0JIBMEM H HAHMEHBLLIEM HF Pe3VILTaTOR
TPeX NApadfesbHHX onpededeHHi ¢ JOBREPHTEALHOR  BepORATHOCThE
F =095 He 104MHEa NPEBNUIATE IHAYCHHA afCoMIOTHHEXY AONYCKACMBIX

pacxodieHnil Tpex pesyJbTaTOR MDAdpandelsHEX onpeacdendil, yKasan-
HEX B 7aGy, 2.

TaGnwpa 2

T l! MaErcanan :.;.l_l:l EOMTIOEEH .ﬂl!ll:ﬂ;;‘rjmﬂl:ﬂ:ﬂﬁ::n:ﬂm
i [
JusmopeHran 0,02 | 0,02
1 0,03
0.5 0 (19
[ |:||] E'uE'E
[ 5 b 03
JUE ik 0,8
Tpuxaopeurak 0,02 0,01
0,1 oz
1.0 1z
o 0.2
10 (1
D | .=
100 26
TerpasaopHa KpomMsna 0,02 0,01
0.1 0,01
0,5 0,005
5.0 0,2
i 0.5
a0 0.4
all
100 1.9

5.4, [lpapraspocTs pesyibTATOR AHAJUIA KOHTPOAHPYIOT NO CHHTE-
THUeCcHHM cMecAM., JLag storo no n. 3.2 roTORAT Ape CMECH CcoCTaRa,
OAHAKOTO K npHBeAcHHEM B Taba, 3.

TaGanwma 3

Maceonan goan FOMSE0HERTI  CMECH, %
Howxep cuecE 1
TpHEABpcEads TETpALADpES wpauHem
1 1 N | Bk
& o0 ah.0
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OnpeneasinT KOaQEHIMENT OTHOCHTEABHON YYBCTBHTEALHOCTH IS
TPHAAOPCHIAHE N0 TETPAXAOPHIY KpeMHHA o 0. 3.3 ¢ Ienoas3I0BaHHEM
cveck | 3atem nmo pasa. 4 npoBOIAT aHASHS cMecH 2 B 0o paszl, 5 Bu-
MHECAAKT COACPHAHHE B HEH TPHXACPCHAAHA H TETPAXAOPHAA KPeMHWS,
HCNOJIESYA Opd pacuere KosdgibrunesT 0THOCHTEABHOH Y9yBCTRHTEALHO-
CTH, NOJVIERHEHE Ha cMecH |.

AHAJMHI CUHTALTCA NPARHABHEM, eclH alcoa0THan peliHYHHA pa3Ho-
CTH MCHAYV Pe3yAbTATAMH ONPeAeeHHE H MACCOBOR J0MAell KoMIOHeH-
TOB B CMECH 2 € AOBEPHTENBHOR BepoATHOCTRIO P=095 He npesilaer
0,1 % ans rpuxsopcHaawa 1 0.7 % 40s TeTpaAXNOpPHLA KPeMHHA.

102



et 0 1 FOCT 0038 Ky soyrpuoaiona o ot
O 00 41 e, Mot OB DUCRbtE, OMAOROING
TETDLLAODHAR KPR

o s e Mocaonthe Toptaershons Ko
CECP o o oo EOROng o g on SR80 (4

Lt e L]

P Suwes ey TOCT 1072 FOCT 8R40
ﬂﬂx 1) B pﬂaﬁanmﬁauuﬂmaa et 104 a4, 0
i o

VG 1010



