YAK 661.718.5 : 543.06 : 006.354 fpynna J199
FroOCYRAAPCTBEHHLBHN CTAHAAPT COKO3IA CC»

NMPOAYKTHl KPEMHUAOPTAHHUYECKME r o CT
lazoxpoMmartorpapuueckud merop onpefeneHms
COCTaBa ANKHNXNOPCHNAHOB 2 084' 7 5*

Silicon organic products . -7

Gas chromatographic method for determination
of alkylchlorsilanes composition Baamen
rocr 13209—67
OKCTY 2209

NocraHosnennem locynapcreeHioro Komurera crangapros Cosera Munucrpos CCCP
or 19 mas 1975 r. Ne 1343 cpok mBepeHMHS YCTaHOBNEGH

¢ 01.01.76
NporepeH B 1985 r. NMocraHosnenuem Foccrangapra or 26.03.85 Ne 840
CPOK AEHCTBMA NpoANneH Ao 01.01.91

HecobGmonenue CcTaHjapTa npecnefgyerca no 3aKony

Hacrosunii cranaapT pacnpocTpaHsieTCss HA KPeMHHHOPraHu4YecKHe
NMPOAYVKTHl ¥ YCTaHABJHBaeT rasoxpoMarorpapHyecKkid MeTOX oIlpene-
JIEHHS1 MACCOBOH AOJIH IpUMeceH M OCHOBHOTO BelllecTBAa B aJIKHJXJIOP-

CH/IdaHaX.

1. ATINAPATYPA, PEAKTMBbI M MATEPMAIJILE

1.1. [lna onpeneneHusi cocTaBa aJKHJAXJOPCHIAHOB NPHMEHAIOTCA:

rasoBbld XxpoMartrorpad tuina JAXM-72 diaH APyTroro THila ¢ A€TEKTO-
poM IO TEIIJIOHEOBO,[LHDCTI/I, obecrneuHBalOIM# YYBCTBHTEJABHOCTL OIl-
penenenus 0,02% mo MeTUATPHXJAOPCHIIAHY;

KOJIOHKA rasoxpoMartorpaduyeckass AJHHOH 3 M AHAMeTpPOM 4 MM;

KOJIOHKA MeTaJjunyeckas AJauHoi 30 ¢M M auameTpoM O cM (A4
CYILUKH ra3a-HoCuTeJIsl);

MHUKDPOIUTNIPHL, BMeCTHMOCTBI0 10 MK,

cekynzomep no I'OCT 5072—79;

Harpesatesb ¢ 3aKPBITOU CHHPAJbIO;

dochopa NATHOKUCE;

3¢up 3THIOBHIH TexHHYecKHH no I'OCT 6265—74, o6e3BokeHHBIH:

aueroH mo I'OCT 2603—79, nepernanHbifi, OCYLUIEHHBIH XJOPHCTHIM
KaJbHeM;

HEMOJBHXKHAN (pa3a; KHMIKOCTb MOJIMOPTAaHOCHJIOKCAHOBAsT MapKH
®C-16 uam XHAKOCTb KpemHHHopranwueckas IIDC-B no T[OCT
16480—70 nan

Mapauue ouiumnansHoe Nepeneuarka BOCNpeuieHa

* ITepeuszdanue (aseycr 1986 2 ) ¢ Hamenenuanmu M 1, 2,
yreepicoennoimu 6 ansape 1980 e., mapre 1985 . (HYC 3—80, 6—85).
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puoyruagranatr no F'OCT 8728—77 uau

HUTPHJICHJIOKCAHOBHI Kayuyk, cogepxamuii 33 Moap % a-nuano-
IPONUJAMETHACHA0KCcaHOBHIX H 0,2 MoJip % MeTHABHHHJICHUIAOKCAHOBHIX
3BeHbeB (OCTaJibHBle 668 Moapr % — AUMETHACHAOKCAHOBHIX 3BeHb-
€B);

ra3-HOCHTEJIb — I'eJIMY TeXHHYEeCKHH B 6a,/JI0HAX;

asoT rasoolpasuniii Texauyecknit no [OCT 9293—74;

neM3a ApoOGJieHas C 3epHaMH pa3MepoM 4—5 MM;

HOCHTe/M TBepAble CHJIAHU3HDCBAHHBIE C 3€LfHAMH pPa3MepoM
0,25—0,315 mwm:

xpomatToH N—AW uan

chepoxpoM-2 UM

xpomocop6 W;

IBETOXPOM 1K, nBeTOXpoM 2K, HaH 1L BETOXPOM IK;

TPHXJOPCHIAH HJIH KPEMHHH YeTHIPEXXJOPHCTHIH TEeXHHUYECKHH,

MAarHuy XJOPHOKUCABIN 0e3BOAHBIH (AHTHAPOH).

( Uamenennan penaxkuun, Uam, Ne 2),

2. NOATOTOBKA K MCNAITAHMIO

2.1. Ina cymkH ra3oB AOJAXHB ObTh 3SaNOJHEHH [BE KOJOHKH:
nepsas — [0 XOAY ral3a-HOCUTeNd — aHTHAPOHOM, BTOpas — MATH-
OKHCbIO (pocopa, HAHECEeHHON Ha HmeM3y.

Ha nem3y HaHocAT NaTHOKHCH (hocdopa caeryroumium odpas3oM: B
CyxXyio 6aHKY BMEeCTUMOCTBIO | 1M3 BHOCAT paBHHE MO 00heMYy KOJHYeE-
CTBa IeM3bl H NATHOKHMCH (ocdopa M BCTPAXHBAIOT J0 OAHOPOAHOH
CMecCH.

2.2. TlpuroroBsenHe copbeHTa M 3amoJHEHHE rasoxpoMartorpadu-
YEeCKON KOJOHKH.

Henoasuxkuyro ¢asy, KpoMe HUTPUJICH/AOKCAHOBOTO Kayuyka, B KO-
audectBe 25% oT MacchHl TBepAOro HOCHTeJNS B3BEIUHBAIOT B CTaKaHe
(pesyabTaT H3MepeHHd 3alHCHIBAIOT C TOUHOCTBIO 0 BTOPOTO AECATHY-
HOTO 3HaKa) M pacTBopsioT B 3TUA0BOM 3dupe (10 cm® Ha 1 r Hemos-
BHXKHOH (hashl).

HurpuacuokcaHoBBIH KayuyyK B KoJaudectBe 17,7% or Macch
TBEPAOTO docuTesns pacTBopsoT 12—14 u B auerone (15 cm® Ha 1 r)
B KPYIVIOLOHHOH K0J10€ A0 IOJIHOTO PacTBOPEHHS (pa3hl.

TBepablii HOcHTENb, B3BelleHHBIH B ¢apdopoBod yamke (pe3yib-
TaT H3MEPEHHsl 3alHCBIBAlOT C TOYHOCTBIO A0 BTOPOrO  JAECATHUHOTO
2HAKa), 3aJdHBAIOT 3(HPHLIM pacTBopoM. ColepKHMOEe YallKH rnepeme-
muBapT W HcenapsoT 3¢gup npu 50°C Ha mpeaBapuUTeNbHO HarpeTOH
3aKPLITOH 9JIEKTPOIJIUTKE B BRITSXKHOM ILIKaQy.

B kon6y ¢ pacTBOpOM HHTPHJICHJIOKCAHOBOIO KayyyKa BHOCST TBep-
B HOCHTENb, B3BEIIeHHLIH (pe3y/nbTaT U3MepeHHUsl 3aNUCEIBAIOT C TOU-
HOCTBHIO JO BTOPOTO AECATHYHOTO 3HaKa), THIATEJbHO IlepeMeLIHBaIOT

22



rOCT 20843.7—75 Crp. 3

B TeyeHHe 1 4 H 3aTeM OTIOHAIOT aileTOH HA BOASIHOH OaHe mpu 60°C
IOl BaKYYMOM.

['asoxpomarorpadrueckue KOJOHKH, IPOMBITHE 3THIOBHM CHHPTOM
H BRHICYLIIEHHHIE a3oToM Hau Bo3ayxoM npu 100—120°C, sanoausior,
CBIIYUYHM COPOEHTOM C NOMOIUbIO MeTaJdJHYEeCKOH BOPOHKH H VIIJIOTHA-
IOT €ro JIErKHM I@OCTYKHBAHHEM JAepPeBAHHOH MaJiOYKOH IO CTEHKaM
KOJIOHKH.

[Tocse 3anonHeHHs KOHIB KOJIOHKH 3aKPHIBAIOT KYCOUKAMH CTEKJO-
TKaHH HJH MeTaJJIN4€CKOH CETKOH, KOJIOHKY BCTABJSIOT B TEPMOCTAT
npudopa H He IMOACOCAHHAS K JAEeTEKTOpPY, NMPOAYBAIOT CYXHM a30TOM
B TeueHde 3—4 u npu 100°C. 3aTteM KOJNOHKY TOLCOEIHMHAIOT K AETeK-
TOPY H HPOBEPSAIOT NOJHOTY OCYIIKH COpOEHTa ¢ NOMOILUBIO TPHUXJIOP-
CHJIaHA HJIM YETBIPEXXJIOPDHCTOTO KPEMHHSA; fJIi 3TOro 3—9 MI OZHOTO
H3 3THX BELIECTB BBOAAT B KOJIOHKY npHOopa. Ecau cop6eHT XOpouio
OCYIIEeH, Ha JIeHTe NOTEeHUHOMeTpa AOJIKEH MOABAATLCA OQHWH ITHK.

Ilpn Banuuuu APyrux NHKOB, YTO YKa3HIBAET Ha OCTATOUHYIO BJa-
FY B KOJIOHKE, ee OTCOeAHHAIOT OT ZETEKTOPd H NPOAOJNKAIOT MPOAYB-
Ky a30ToM.

I8 npenoTBpalleHus yBJAAaXKHEHHUSI CHCTEMH npHOopa mocje OKOH-
YaHHg HCIOBITAHHA Ha BHIXOJe I'a30BOH CHCTEMH HeOOXOJAHUMO CTABHTH
3arJayKy.

(M3meHeHnas pepakuus, Ham. Ne 1, 2).

3. NPOBEAEHME MCMLITAHUSA

3.1. Bkaouenne u BHIBOJ xpomartorpada Ha pabouMili peXUM HDO-
H3BOAST B COOTBETCTBHH € HHCTPYKIMe#, npujaraeMod K npubOpy.

Ycnosus paboret npubopa: TeMmepatypy HAo3aTopa, TEpPMOCTaTa
KOJIOHOK, TOK MOCTa JIeTeKTopa, CKOPOCTb ras3a-HOCHTEASE H JADYrHe

YCAOBHA, 3aBHCAINHE OT COEUH(HUKH HCIBITYEMOr0o HPOAYKTA, YKa3bl-
BAIOT B CTaHJAapTaxX U TEXHHYECKHX YCJIOBHAX, YCTAHABJAHBAIOIIHX TEX-

Huueckue TpeGoBaHUS HAa KPEMHHHOPraHHYeCKYyi0 NPOAYKIIHIO.

[Tocsie BHIXOna mpubopa HA peXuUM BBOAAT MHKPOWINPHUEM B [0-
supyiolllee YCTPOHCTBO 3—5 MKJ HCHBITYeMOro Ipofykra (mpensapH-
TeJIbHO CYXOH YHCTHIH MHKDOIINPHL NPOMBIBAIOT ABa pasa HCNIbITyE-

MBIM TIPOAYKTOM).
OaHOBPEMEHHO BKJIIOUAIOT CEKYHIOMED.

MaccoByio A0 OCHOBHOTO BelleCTBAa 3alHCHIBAIOT HA 3arpy0bJeH-
HOH LIKaJe MOTeHIHoMeTpa, MpuMecH — Ha wkaJje | MB.

4. OBPABOTKA PE3YIJIbTATOB

4.1. KauecTBeHHyI0 HAeHTHDHKALHIO ONpefesieMblX IpUMeced
MPOBOJAAT MO OTHOCHTEJBbHEIM 00beMaM yIAepXKHUBaHHS.
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OTHocHTesbHEE 06beM yaepxkuBanus npuMecet (VS" ) BhuHCAS-
I0T 10 QopmyJe

otk __ |
Ve =7

rae [ — paccrodgHHe OT MakKCHMyMa IHKa BO3AyXa A0 MaKCHMyMa
MHKa IPUMECH, MM;
[} — paccTosiHHe OT MAaKCHMyMa IHKa BO3AyXa A0 MaKCHMyMa
MUKAa OCHOBHOTO BellleCcTBa, MM.

OTHOCHTe/NbHBIE OGBEeMEl yAepXKHUBaHHS NMpHMeced M OCHOBHHX Be-
IIeCTB AOJKHBI OBITH YKa3aHbl B CTAHJapTax H TeXHHYECKHX YCJOBH-
AX, YCTaHaBJHBAWOIUINX TexXHHYeCKHe TpeOOBaHHA Ha AaJKHJIXJODCH-
JIAHHL.

4.2. MaccoBylo goao Kaxjaoi npuMecH (X) B mpoueHTax BBIYHC/IA-
IOT MO IVIOINAJAM TMHKOB METOAOM BHYTPEHHeH HOpMaJIM3amHd no

popmyne

85100
X__ESH-S-n *

rae Sy — MAOLIAAb K Ka OnpeesieMOH NPHMECH, MM2;
2Si — cyMMa nJjouiagel Bcex NHKOB HMpHMeCeH, MM?;
S — maonaagp NHKA OCHOBHOIO BeleCTBa, MMZ;
# — OTHOLIeHHE AHANA30HOB LIKAaJ, HAa KOTOPHIX 3alMHCAHbLI IHKH
OCHOBHOTI'O BelllecTBa M IIpHMecCeH.
(M3meHennas pepakuus, Ham. Ne 1).

4.3. Ilnomanu nukoB (S1) B MM2 npuMeceili H OCHOBHOI'O BelllecTBa
BBIYHCJISIOT 110 popMyJie

Si=h-b,

raie h — BBHICOTA NIHKA, MM;
b — mupHHa NHKA, 3aMepeHHasl Ha cepeJlHHe BBHICOTHl €ro, MM.

4.4, MaccoBylo JA0J10 OCHOBHOro BeliectBa (X;) B NpoleHTax BHI-
YUCJAIOT 10 QOopMyJe

S.n-100
XI_ ZS;—{—S-H ?

roe S — maomaib MMUKa OCHOBHOI'O BellleCTBa, MM?;
>Si — cyMMa nJaoniajei BcexX NMUKOB npuMmecei, MM?;
n — OTHOIIIEHHe J[Hala30HOB IUKaJ, Ha KOTOPHIX 3alUCaHH
IIHKY OCHOBHOIO BellleCTBa U NpHMeceq.

4.5. 3a pe3yJabTaT HCNBITAHUS TPHHHUMAIOT CpedHee apH(pMeTHYe-
CKOe pe3yJIbTaTOB JBYX HapaJeJbHBIX ONpefeJeHHH, AONyCKaeMHe
PACXOXKIEHHA MEXAY KOTOPBIMH HE AOJKHBI INPEBHIIIATL AJA OCHOBHO-
ro Bemectsa 0,19% npu noBeputeapHoil BepossTHOoCTH PZ=0,99, nns
npuMeced — 3HaYeHHH, YKa3aHHBIX B TalOJHLe.
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Maccosag n0as npuMecH, % Honyckaemoe pacxoxieHue, %
Ot 0,02 go 0,1 0,02
Cs.0,1 gm0 03 0,03
Cs 0,3 1010 0,09

(HM3MmenenHasn penakuusa, Hsm. Ne 1).



Himenenne Ne 3 IF'OCT 20841.7—75 IlpoaykThl kpemuuitoprannyeckye. I'azoxpoma-
TOrpa@HUecCKHif METOoA OIPEeACNEHHN COCTABA AJKHJAXJOPCHIAAHOB

YTBepXaeHo H BBeaeHo B aeHcteue [IlocraHoBaeHueM [OCyAapCTBEHHOro KOMHTeTa
CCCP no ynpasaeHHi0 kayecTBOM NpPOAYKUMM M crTaHaapram ot 3003.90 M 718

Hara sBenenus 01.10 90

Paszgen | HaumeHoBanue H3JIOXKHTb B HOBOH pedakuud <«1. Annapartypa, peak-

THBBl H MOCYAa»
[lyukr 11 Bropoii a63au Hcekawuute cnoBa «tHna JIXM-72 uau apyroro

THIa»,
Tperuii ab3au. MCKJAIOUHTE C/IOBA «AJHMHON 3 M AHAMETPOM 4 MM>»,

yeTBepTH! a03a1( HCKJIOYHTD,
ponoaunT, abaauem (noche ceabMoro) «Bechbi JabopaTopHble O0Liero HasHaue-

Hust Tvnos BJIP-200r, BJIKT-500 r uau BJI®-200 r»,
aseHaanaTteit a6san 3ameHuTb cchiaky I'OCT 8728—77 wa TOCT 8728—88,

OAWHHAAUATHA a63ay AOMOJHHTH cjaoBaMu <«PC-303, TIMC-1000 uany,
yeThIpHAALATBIH a03al KCKAIOUHTD CJAOBO <«TEXHHUECKHI»,

nATHAAuaTbhin abd3all HCKJIOUYHTD,
nonoduuTy absamamu  «crtakan xuMmueckud nmo [OCT 25336—82 BMeCcTHMOCTLIO

150 owmd,

yalwka ¢apgopopas Ne 5, 6 no 'OCT 914780,
nuHelika usMmeputenoHasa no T'OCT 42775, ueHa nenenus 0,1 cMm

(I1podoancerue cm. ¢ 226)



({Tpodosrxcenue usmenenun x FOCT 20841.7—75)

Honyckaercs npHMeHeHHe APYrHX CPEIACTB H3IMEPEHHA C METPOJOrHYECKHMH Xa-
PaKTEePUCTHKAaM® M 00OpYAOBaHHA C TEXHHYECKHMH XapaKTepHUCTHKAMH He Xyxe, a
TAKXK€ DEAaKTHBOB MO KayecTBY He HHXXEe YKa3aHHLIX B CTaHZaprte»

[Tyukt 22 Bropofi ad3au 3aMeHuTs 3HayeHue 25 % ua 15—25 9%,

BTOpPO#l, yeTBepTbiif, NATbIK ab3aibi 3aMEHHTb CJOBA. «(pPe3yJbTaT H3MEpPEHHS
3aNHCHLIBAIOT ¢ TOYHOCTbIO A0 BTOPOro JAECATHYHOro 3HaKa)» Ha «(pe3yJbTaTr B3Be-

IUHBAHHA 3aMHCHBAIOT A0 BTOPOro AECATHYHOrO 3HAKAa)»;
ceibMOil ab3al H3JA0XKHThL B HOBOH pelakKiuHH: «3aNOJHEHHYIO KOJOHKY BCTaBASAIOT

B TepMOCTAaT xpoMarorpada, yCTaHABJHBAIOT CKOPOCTb rasa-sHocurens 30 cm®/MHH W,
He [OoACOeAUHAR K AeTekTopy, mporpesator npu 100—140°C 8 tewenue 3 ¥ Koson-
Ky oxaaxpaairt a0 90°C, koHeu ee COEIHHAIOT C €MKOCTbIO, HanoJHEHHOH CHJIHKa-
reJieM, BBOAST [apbl TPHXJOPCHAAHA H MJOTHO 3aKPHIBAIOT PE3IHHOBHIM KOJIMAYKOM
Inpuuem uepes koamayok oT6GHPAIOT Napul XJOPCHJIZHOB H BBOAAT B HCHNAapHTENb
xpomatorpada [lopweHs wnpuia 2—3 pasa npokauusaior resnHem. Llnpuu, Hanoa-
HEHnbIH resHeM, BCTABJAIOT B eMKOCTb C XJOPCHJAHOM H TakXe MMPOKayHBalOT Hec-
kKoabko pas Onepaunio BBoxa nmoBTopsioT He Menee 20 pa3 3aTeM KOJOHKY OXJaX-
A3l0T, NOACOEAHHSIOT K /J1eTeKTOpY, YCTAaHAaBJWBAWOT HYXHHH peXXHM paboTH H BBO-
AAT | MM3 TpUXNOpCHAAHA WAHW YeThIpexxaopucTore Kpemius KonoHka cuuraetco
NMOATOTOBJAEHHOH K paboTe, ec/qH OTCYTCTBYET ACHMMETPHUHBIH MMHK XJOPHCTOro BO-
10p01a, B NPOTHBHOM CJAYy4Yae hOJOHKY BHOBb /JOCYLUWBAIOT [1apaMy XJODPCHJIAHOB»

[TyukT 31 Tperuu absau 3aMeHuTL 3HayeHHa 3—5 HA 2—O
[lyuktr 41 TIlepswii ab3zau nocae caoea «ofbeMaM» JONOAHHTL CJAOBAMH  «HJM

BPDEMECHH>»

(MYC Ne 7 1990 r )




