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Methods for determination of silicon
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Mocranosnennem FocypapersenHoro komurera CCCP no craspapram or 25 mapra
1985 r. N2 751 cpok pelcTBua ycraHOBNEH
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Hecobniogeune cranfjapra npecneayercs no 3aKOHy

Hactonmufi cra#fapT ycraHaBiuBaeT (OTOMETPHYECKHA W T'paBu-
MeTpHuecKuil MeToXH onpenenenns Kpemuus (ot 0,1 mo 1%) B cma-
BaX W JHraTypax Ha OCHOBe BaHajud, COAepXKaHHE CONYTCTBYIOIUAX
KOMOHEHTOB B KOTOPHIX mpHBeAeHO B Taba. 1.

Ta6anma 1

ConyTcTBylolle KOMHIOHEHTbl
MeTton onpenesieHHs Maccosas
KPeMHHS aoas, % Haunerosanue Macct:::%o%&:én. %,

doroMeTpHYecKAl 0,1--1 AmoMHHHA 50
Bop 10

Boabdpam 8

Keneso 5

Mapranei 3,5

Mounu6aen 25

Huo6uit 25

Tarau 25

Xpom 40

Lupkonui 3

T paBuMeTpHYecKuit 0,1—1 AmoMuHEA 50
Xeaneso 5

Mapranen 25

Monu6aer 25

Turan 15

Xpom 10

Aapanne ouymansuoe Mepeneuarka socnpeujexa
*
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FOCT 26473.4—85 Crp. 2

1. OBUIME TPEBOBAHMS

1.1. O6mne TpeGoBaHHA K MeTofam aHaausa —mno I'OCT
26473.0—85.

2. QOTOMETPHHECKMA METOJ, ONPENEREHMS KPEMMMS

Meton ocHOBaH Ha OTrOHKe KPEeMHHS B BHAe ¢ropuaa, o6pasopa-
HHH CHHEHl BOCCTAHOBJEHHOH (OPMHEI KpPeMHeMOJIHGIEHOBOH retepo-
NOJMHKHCIOTH € TOCAeAYIOIHM (OTOMETPHPOBAHHEM OKpacKd pacr-
BOpa.

2.1. AnnapaTtypa, peaKTHBH H PaCTBOPH

®oroanekrpokosopumerp tHna $IK-56.

Becul aHaJIHTHYECKHE.

Becn Texnudeckwue.

daektponeun MydenbHasg C TEPMOPEryasTOpoM, obecneyHBaOIas
TeMnepatypy Ao 900—950°C.

Mka¢p cywmnbumii, obecneyuBaiomuii Temnepatypy 100—120°C.

Yaumky NJiaTHHOBHIE.

Yamgd (PTOPONIACTOBHE ¢ HABHHUMBAIOUIMMHCA KpHIIKaMH (¢dTo-
pomnacr-4 no F'OCT 10007—80) (ueprex).

7 M55 21,5

50

2097070700 92074 75, 4
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1 == gawika ¢roponnacropas; 2 — HaBHHYHBAIOIANCA KPHIUKA

IMunerkn ¢TOPONNIACTOBLIE HJH TOJMHITHIEHOBHE BMECTHMOCThHIO
cMs.

Bauku nonusTHneHOBHE BMecTHMOCTHIO 100 om® u 1 gms.

Muxkpo6iopeTka BMecTHMOCTbIO 5 cM® ¢ meHoft neaenus 0,02 cmd.

Kon6u Mepuue Bmectumoctbio 100 u 1000 cum®.

Kucsora xjopHas.

Kucnora asornas mo I'OCT 4461—77, pasGasnennas 1:1, u pa-
TBOP KOHHEHTpauue 2 Moab/ame.

Kucnora cepras mo I'OCT 4204—77, pacTBop KoHUEHTpauued
6 Moas/ome.
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Crp. 3 FOCT 16473.4—85

Kucnora Gopuast mo I'OCT 9656—75, HachiumleHHBE pacTBop.

Kucmora ackop6uHOBas, mNHINEBas, pAacTBOD KOHUEHTpauHue
10 r/am3.

Ammonnii Monu6aeHoBokucab 1o N'OCT 3765—78, pacTBop Kol
nenrpauuelt 50 r/aM® (roToBAT B AeHb ynorpebJeHus).

Kanuf yraexucauit — gaTpuit yraekncasii no FOCT 4332—76.

Harpua rmapookucs mo I'OCT 4328—77, cnupToBok pacTBoO
KOHUeHTpauuelt 40 r/oM® H BOAHEIL DACTBOD KOHIEHTpaUHe
200 r/ome.

Crnupt 3THNOBMA pekTHPUKOBaHHEIEA TexHmueckufi no [OC
18300—72.

Kpemuua asyokucs no 'OCT 9428—73.

CraugapTHeii  pacTBOp KpeMHus, cogepxamuii 0,1 wmr/cm
(100 mkr/cm®) kpemnusa: 0,2139 r nByoKucH KpeMHHS IOMEIAI0
B IVIATHHOBYIO HalKy, HpHOGaBaAl0T 3—4 r YIVIEKHCJIOrO KaJsHf-HAT
pusi, CIIABAAIOT B MydeabHoR meun npu 900—950°C no mosydens
npospausoro miaaBa. [11aB oxJaXAaloT O KOMHATHOH TeMNepaTyph
BHIIEJIAUHBAIOT BOAOH, MEPEBOJAAT B MEPHYI0 KOJAOY BMECTHMOCTbK
1000 cM® u ZoBOAAT BOXOK O METKH, PacTBOp XPaHAT B NOJHITHIE
HOBOH mocyze.

22. ToAroOTOBKAa K aHAJAH3Y

2.2.1. B kprIKy $ToponsacToBofi yawiku nmomemair 1 cm® cnup
TOBOTO pacTBOpa THAPOOKHCH HATPHS, PacHpelensis €ro pOBHHIN
cjaoeM. KpHIUKY MOMEmAT B XOJOAHHA CYNIHJbHHE mkad, narpe
BaoT mwxad K0 50—60°C ¥ BHAEPKHBAIOT KPHIIKY MpH 3TOH TeM
neparype 5—10 MuH.

2.2.2. [lns BaHaZUEBHX JIHTaTyp WJH CIVIABOB BaHaAHA—MOJHG-
JeH—THUTaH—YIJIepol,  BaHaAUH—aJIOMHHHA—MapraHel—THTaH —
—YyIJiepoR, BaHaAHA—aJIOMHHUA—MOJNHGIEH—THTaH—YIJEepol, Ba.
HaJu#-—IHPKOHHE—HHOGHR—YrJaepos HaBECKY aHAJH3UPYeMOl]
npo6r maccof 0,1 r (npu maccoBoit mome kpeMuust 0,025—0,4%) nun
0,04 r (mpu MaccoBoit nose kpemHusi 0,4—19%) nomemair BO drO-
POIIACTOBYIO YalUKy, NPHJAHBAIOT 3 cM® a30THOR KUCJOTH, pa3bas-
nensoff 1:1, 2 cmM® HTOPHCTOBOAOPOAHOH KHCJIOTH, OXJIAXAas YAIIKY
XOJIOJHOH BOAOH N0 NpeKpauleHHS BHASJEHHS OKHCJIOB a30Ta, INpH-
auBaloT 11 cM® XJIOPHOH KHCJOTH, IEPEMEIIHBAIOT H CPA3y XKe 3aKpHI-
BAIOT YalIKy KPHIUKOHA C I’MAPOOKUCHIO HATPHSA.

2.2.3. JJas BaHajWeBHIX JHraTyp HJM CIVIaBOB BaHaAHH—ILHPKO-
HHA—YTJIepof, BaHaAHA—UHPKOHUN —aJMIOMHHUK, BaHagUA—MOJHG-
IeH—XPOM—AaJIIOMHHHH,  BaHaJHHi~—aMIOMHHHE—MOJIUGIEH—XPOM—
—XKeJie30 HaBeCKy aHaJausupyeMo#l npob6u maccoit 0,05—0,1 r (B 3a-
BHCHMOCTH OT CONEPXKAaHHs KDPEMHHs) NOMEINdloT BO (TOPOILIACTO-
BYI0 YalIKy, ODHJAHBAOT 12 cM® XJOpHOH KHCJIOTH, 2 cM® BOAH H
2 cm® QTOPHCTOBOMOPOAHON KHCAOTH, NEpeMelIHBAIOT, Cpady ke 3a-
KDPBIBAIOT YalUKy KPHIUKOH C MHAPOOKHCBIO HATPHS.
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2.2.4. Jins BaHajueBHIX JIATATYD BaHaAuA—aJIOMHHHH, BaHaIHA—
ANIOMHHUA—YIVIepO], BaHAAHH—aNIOMHHAA—Aa30T, BaHaIHH—aJio-
MHHHA—TUTaH—YyIJ1epoJ, BaHaAuH—Mapraseln, BaHaAHH—aJIOMH-
HHE—OGOp  HaBecky aHajusupyeMoii mnpo6er Mmaccoir 0,06—0,1 r
(B 3aBHCHMOCTH OT CONEPXKAHHUS KPEMHHS) NOMEILAOT BO ¢TOpomia-
CTOBYI0 4YaWKy, INPHAUBAOT 3 cM® a30THOH KHCJOTH, pasGaBJeHHOR
1:1, 12 cm® xJ0pHOHK KHCJIOTHL U 1 c¢M3 (TOPHCTOBOZOPOXHOH KHCJO-
TH, OXJa)Kjasd YallKy XOJOAHOH BOJOW O NIpeKpaliieHus BhiAEJIEHHS
OKHCJIOB 230Ta, NEPEeMENIHBAIOT H 3aKPBIBAIOT YalIKy KPHILIKOH
¢ THIPOOKHCBIO HaTpHS.

23. IIpoBexenne aHaausa

2.3.1. Yamiky, 3aKpHITYyI0 KPHIHIKOH, BHAEPXKHUBAIOT B CYHIWIBHOM
mkagpy npu 110—120°C B TeueHue 2 4, 3aTeM BHIHHMAIOT H3 CYIIHJb-
Horo mgkaga, OCTOPOXKHO CHHMAIOT KpHIUIKY, 4TOOB He cONpHKaca-
JIHCh PacTBOP KHCJAOTH € THAPOOKHCHIO HAaTpHs, H NEPEHOCAT COLEp-
JXXHMO€ KPHILKH B NOJHITHIEHOBYIO GaHOUKY ¢ moMmomplo 25 cM® pa-
crBopa GopHoil kucaoTH. ITocse 3Toro B 6aHouky nobGasasior 1 cm3
BOJHOT'O pacTBopa I'MAPOOKHCH HaTpHsi, 4 cM® pacTBOpa a30THOH KHC-
JOTHl KOHUeHTpauue#i 2 mosn/am3, 20 cm3® BoaH, 5 cM3 pacTBOpa Mo-
aubrata amMmorus. Yepes 15 muu npuauBaioT 25 cM® pacTBOpa cep-
HoH kucaoTH, 10 cM® pacTBopa acKOpGHHOBOH KHCJOTH. Uepes 25—
30 MHH NOJYUYEHHBIl PACTBOP NEpPEBOAAT B MEPHYIO KOJOY BMECTH-
mocthio 100 cM® u moBoisAT Bojo#i X0 MeTKH. ONTHYECKYIO MJIOTHOCTH
pactBopa H3MepsilOT Ha (OTOJIEKTPOKOJIODHMETPE, HCIOMb3Ys CBe-
TODUJBTD C MAaKCHMyMOM CBETONPONYCKaHHMsi TpH JJIMHE BOJIHH
~630 HM ¥ KIOBETY € TOJINMHOH morJjouamouiero cser cios 10 MM
N0 OTHOIUEHHIO K BOJeE.

ITepen amanusoM cepuH Npo6 yepe3 Bce CTaZHH aHAJH3a MpPOBO-
JST KOHTPOJIbHHIN ONBIT (M KOHTPOJS 3arpsi3HEHHsT PEaKTHBOB).
3HayeHHe ONTHYECKOH IJIOTHOCTH PacTBOpa KOHTPOJBHOrO ONHITa HE
RomxkHo mnpeBnwath 0,03, B IPOTHBHOM cjyudae cjelyeT NOMEHAThb
peakTHBH. 3HaueHHe ONTHUECKOH IIOTHOCTH KOHTPOJBHOIO ONKITAa
BHIYHTAIOT M3 3HAYEHHUS] ONTHYECKOH IIOTHOCTH AHAJH3HPYEMOTO
pactBopa. Maccy KpeMHHSI HaxONSIT 1O IPaZyHPOBOYHOMY Trpaduky
IO BHIYHCJIEHHOMY 3HAaYeHHIO ONMTHYECKOH NJIOTHOCTH.

2.3.2. ITocTpoenue epadyuposounozo epagpuka

B moaunatuneHoBwnie GaHoukH BMecTuMocTbio 100 cm® BBOAT H3
mukpobGoperku 0,25; 0,5; 0,75; 1,0; 1,5; 2,0; 3,0; 4,0 u 5,0 cm® cran-
0apTHOrO pacTBOpa KPeMHHs, uyTO cooTBercTByeT 25, 50, 75, 100, 150,
200, 300, 400 u 500 mkr kpemuusi. [Ipunusator 25 cm® pacrsopa 6op-
HOM KHUCJIOTH H JaJjliee NOCTYNAIOT Tak, KaK ykKasaHo B m. 2.3.1.

[To walijieHHBIM 3HAYEHHSIM ONTHUYECKOH IJIOTHOCTH M COOTBET-
JTBYIOLIHM HM MaccaM KPeMHHsI CTPOST I'DaAyHPOBOYHBIH rpadmHk.

24. O6paboTKa Pe3ynbTaTOB
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Crp. 5 TOCT 26473.4—85

2.4.1. Maccosyio nosio xpemMHus (X;) B NPOUEHTaX BHYHCAAIOT
mno ¢opmyae
=T
=m0’
rie m;—Macca KpeMHHs, HafileHHas 1O TpajyHpPOBOYHOMY Trpa-
(HKY, MKr;
m — Macca HaBeCKH aHaJH3HpyeMoff NpOGH, T.
2.4.2. Pacxoxjenne MEXAy pe3ynbTaTaMH JBYX MNapajfieAbHHX

onpejieseHHil He NOJKHO NPEBHIIAaTh 3HaYeHHH, YKasaHHHX B Tal6J. 2.
Ta6aama 2

MaccoBas A0aAs KpeMHHS, % HonyckaemMoe pacxoxpaenue, %
0,1—0,3 0,04
0,5 0,06
1 0,1

3. (PABUMETPUMECKMA METOA OMPEAEJIEHUA KPEMHMA

MeTo1 OCHOBaH Ha BHJEJNEHHH KDEMHHss B BHAE KpeMHHEeBOH
KHUCJIOTH BHINapHBaHHEM HCXOJLHOrO pacTBOpa [0 MNOsIBJIEHHS TMapoB
CEpHON KHMCJOTH, NMEpPeBEJIEHHH KPEeMHHEBOH KHCJIOTH IPOKaJHBaHHEM
npu 1000—1100°C B AByokHCh KDEMHHUSl, OTTOHKE KPEeMHHsi B BHIe
TeTpadTOpUAAa KpeMHHs 06paGOTKOM IBYOKHCH KPEMHHs (TOPHUCTO-
BOAOPOJAHOM M CEepHOH KHCJAOTAMH H HaXOXAEHHH MacChl KPEMHHA
TI0 U3MEHEHHIO Beca BHIJEJIEHHOrO OCajiKa.

31. AnnapaTtypa, PeakTHBH H PacCTBODH

BecH aHaJHTHYECKHE.

Becuw Texnuueckue.

dnekrponedb MydenbHas C TEPMOPErYJsATOPOM, OGecleuyHBaOILAS
Temnepatypy Ao 1100°C.

ITnutka snekTpuueckas.

CrakaHbl XHMHYECKHE CTEKIsHHBE BMECTHMOCTbIoO 400 cm3.

Koan6u MepHHE BMeCTHMOCTBIO 250 cMm3.

MeH3ypku MepHBIE BMECTHMOCTbIO 50 cM3,

BopoHkH cTek/sSHHBIE KOHHYecKHe AHaMeTpoM 30 MM.

THrau nraTHHOBHE BMeCTHMOCTBIO 30 cM3.

IMuneTka moJHITHIEHOBas, OTrpajyHpOBaHHAs Ha 2 cM3.

OKCHKATOP C XJIODHCTHIM KaJIbIlHEM.

®uabTpH 6yMaxkHble 00e330JICHHBIE «CHHSS JIeHTa» WJIH «benas
JIEHTa».

Kucaora cepuast no 'OCT 4204—77, pasGasiennas 1: 1.

Kucnora asorsas mo 'OCT 4461—77, pas6asnennast 1:1.

Kanbuuit xsnopucthii (nmnasaennit) mo N'OCT 4460—77.

Kucnora ¢ropucroBosoponnas no I'OCT 10484—78.
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32 IlpoBeneHHe aHaMHu3a

HaBecky anaausupyemolt npo6n maccoit 0,5—1 r (B 3aBucHMOCTH
OT COAEpXKaHHS KPEMHHA) NOMEIAlT B CTakKaH BMECTHMOCTBIO
400 cM®, npuauBaior 30 cM® a30THOH KHC/IOTH, pasbasieHHoi 1: 1,
#arpeBaloT 10 pactsopedus npoOwl, npunusaoT 20 cM® cepHOR KHC-
J0oTH, pasbaBneHHOH 1:1, npomoskass HarpeBaHHe HO BEIAGJIEHHS
NEPOB CepHOM KHCJOTH B TeueHne 1—2 MmuH. K ox/naXAeHHOMY pacT-
BOpY TO cTeHKaM Kosbwbi mpuaupawT 100—150 cm3® Bogm H  Harpe-
BaIOT JO PACTBOPEHHSA COJeH.

PactBop ¢ ocaZkoM KPEMHHEBOH KHCJOTH (QUABTPYIOT 4Yepes
¢uabTp «Oenast JeHTa» HJIH <«CHHSIS JIEHTa», IPOMBIBAIOT OCaL0K
HECKOJIbKO pa3 ropsueil Bogof. PuabTpaT ¥ NPOMBIBHBIE BOAH COGH-
PamT B MepHYI0 Koa6y BMecTHMOCThbIO 250 cM3, oxJaxjaanT, A0BO-
AAT BOJOH 40 METKH (OCHOBHOH pacTBOp), M HCHOJB3YIOT (NIpH HeoO-
XOAHMOCTH) aJd onpejenenuss xpoma no I'OCT 26473.10—85, xene-
sa mo I'OCT 26473.3—85, mnupkonus u agiomuaHus mo T'OCT
26473.11—85, moaubaena mo I'OCT 26473.6—85, turama mo I'OCT
26473.8—85.

DuibLTp ¢ OCAAKOM NOMELAIOT B MJIATHHOBHIA THIeNib, OCTOPOXKHO
BHCYWIMBAIOT, O30JsI0T, u36eras BOCIJIAMEHEHHS, NPOKAJHBAIOT
B MydeabHoii neun B teuenue 40 mun npu 1000°C, 3aTeM OxyaXAAOT
B 3KCHKAaTOpe H B3BelIWBaloT. IIpokasuBanue M B3BEMIHBAHHE MOBTO-
PAIOT 10 MOCTHXKEHHS! MOCTOSHHON MacCHI.

B3BelleHHBIl 0CaJ0K CMayHBalOT 2—3 KaIIsIMH BOJBI, NPHJIHBAIOT
5—6 kanesb KOHUEHTPUDOBAHHOH CcepHOH KHCJAOTH, 2 cM® (TOpPHCTO-
BOJIOPONHOH KHCJOTHL. THreJb NMOMEUIAIOT Ha 3JEKTPOILUIMTKY C 3aKpHI-
TOH CHHpPajbl0 M OCTOPOXKHO BHIMAPHBAIOT NPH yMEpPEeHHOM HarpeBa-
HHY 1O NpeKpalleHHsl BbJeJeHHs M[apoB ceprHo#l KucaoTh. Cyxoit
DCTaTOK NpokasuBaioT B Teuenne 20 muu npu 1000°C B MydenbHO#
meYyd, OXJaX[aloT B dKCHKaTOope, B3BemuBawr. [IpokajuBanue u
B3BeLIHBAHUE MOBTOPHAIOT A0 NOJYYEHHSI MOCTOSIHHON MacChl.

Maccy xpeMHHS BBIYHCJASIOT [0 PA3HOCTH MeEXAY TepBEIM H BTO-
JBIM B3BelIMBaHHEM, 10 0OpaGOTKH HepacTBOPHMOTO OCTaTKa KHCJIO-
amu ((TOPHCTOEONLOPOAHONR H CepHOH) M HOCje Hee.

OZHOBpEMEHHO C aHAJH30M CepHH Npo6 uepe3 Bce CTaAHH aHa-
1132 NPOBOAST KOHTPOJBHBIH ONBIT ([AJSi KOHTPOJSA 3arps3HEHHsS pe-
IKTHBOB).

33. 0O6pa6oTKa pe3ynbTaToOB
3.3.1. MaccoBywo nponio KpemHHsi (X;) B INpoueHTax BBIYHCASIOT
10 dopmyne
X, Amu—m;)-0,4674-100
2 m ’
Ae mj;— macca THIJIS C OCaAKOM [BYOKHCH KpeMHHS 10 06paboTKH
KHCJIOT2MH, T
My — Macca TUTAA C OCTaTKOM nocjae 00paboTKH KHCJIOTaMH, T,
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/M — Macca HaBeCKH aHAJH3HPYEMOH mpobHl, T;
0,4674 — xo3ddunHenT nepecueTa ABYOKHCH KPEMHHS Ha KDeMHHI.
OXOHUYATeNbHBIH peaysibTaT HAXOASAT KaK Pa3HOCTb MAacCOBOR
JOJIM KPeMHHs B NpoGe H MaccoBOH JOJH KDEMHHSI B KOHTPOJIbHOM
OTBITE.
3.3.2. Pacxox/eHue MeXIy pe3yJabTaTaMH [BYX NapaJieJbHEX
onpeJieJIeHuil He JOJKHO NpeBHIIATh 3HAYeHUH, YKa3aHHHIX B Tabu. 3.

Ta6auma 3

M ROJMST KD . % JHonyckaemoe pacxoxaenne, %
0,1—0,3 0,04
0,5 0,06
1 0,1
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Usmenenue Ne 1 TOCT 26473.4—85 Crirasw M JAMratypsl Ha OcHose BaHanus. Me-

TOJbI ONpejeeHuss KPEMHHS

YreepxaeHo u BBeneHo B AefictBue IlocTaHoBjeHuem [OCYAapcTBEHHOro KoMHTETa

CCCP no ynpaBJenuio KauecTBOM NPOAYKIHM M cTaHaapram ot 14.05.91 M 676
Hara Beenenns 01.01.92

Iysxr 2.1. 3aMenuts ccHaky: TOCT 18300—72 na I'OCT 18300—87.

IIysxT 2.4.2 H3JI0XHTh B HOBOH pemakuun: <«2.4.2, 3HaueHHS HONYCKaeMHX Pacs
XOXJEHHH NpuBeleHH B Taba. 2 (cm. c. 36)

Iynkr 3.1. UckmwounTts ciaoBa: «Kaiabuuit xJopHcThit (miasiennit) mo FOCT

4460—77».
ITyukr 3.3.2 H3J0XHTb B HOBOH penakuuu: «3.3.2. 3HaueHus [LONycKaeMHX pags

XOXJAeHNn ykasanu B Tabua. 3,
(IIpodorsenue cm. . 36)
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(I1podorncenue uamenenus k FOCT 26473.4—85)

TabGauna 2

Ta6anna 3

Maccosast foas
Kpevuud, Y%

oy ckaesasg
pacxox ferue, %

(10—30)-10~2
50-10~2
1,0

36

JHomyckaemoe MaccoBast gons Kpe-
pacxoxpaenue, % HHA, Y%
4-10—2 (10—30)-10-2
6-10—2 50-10-2
0,1 1,0

(MYC Ne 8 1991 r.)
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