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FrOCYLAPCTBEHHGBI A CTAHAOAPT CO3A cCpP

XPOM META//TMYECKI I—OCT
MeToAbl ONpeaeneHns KpemHuA 13020.5-85
Methodgﬂ:('[)arllti:[;tir:;?ir?]:iion of silicon (CT C3B 4505— 84)
(3ameH
OKCTY 0609 FOCT 13020.5—75

MoctaHoBneHnem locypapctBeHHOro komuteta  CCCP no craHgaptam oT 20 mas
1985:. Ms 1410 cpok geicTBua yctamosiieH

c 01.07.86

fo 01,07.96

Hecob6oaeHre craHgapTa npecnesyercs no 3akoHy

HacTodwwmiA cTaHgapT YycCTaHaBnuMBaeT  (poTOMeTpuueckuii (npu
maccoBoii gone kpemHusi oT 0,1 Ao 0.4%) u rpaBUMETPUYECKMNIA X10p-
HO-KUCNOTHbLIA (Mpy MaccoBoit gone KpeMHus ot 0,4 ao 1,0%) MmeToAbl
onpefeneHns KpPeMHWA B MeTalIM4eckOM XPOMe.

CraHgapTt nonHocTteto cooTeetcTByeT CT C3B 4505 -84.

1. OBLWWME TPEBOBAHMA

11 O6wme TpeboBaHMa K MeTogam aHanusa —no [OCT
13020.0—75.

1.2. labopatopHaa npoba Ao/mkHa  ObiTb MPUrOTOB/IEHA B BUAE
CTPYXXKU TONLMHOM He 6onee 0.5 mm no TOCT 23916—79.

2. ®OTOMETPUYECKNM METOZ,

21 CyuwHocCcTb MeTOfa

MeTof OCHOBaH Ha 06pa30BaHUM >XeNToh KPeMHeMONMBAEHOBON re-
TeponoIMKNCNOTbI B CONSAHOKUC/IOM PacTBOpe, BOCCTAHOBNEHUW 3TOTO
COeAMHEHUS acKOpPOWMHOBOI KWCMOTOW A0 KPEMHEMOSMOAEHOBON CUHW H
M3MEPEHUN OMTMYECKON MOTHOCTM OKPALUEHHOro pacTBopa Ha Crhek-
TpooTOMeTpe Mpy AnnHe BoMHbI 810 HM MM (POTO3NEXTPOKOIOPHMET-
pe B 061acTK cBeTonponyckaHHs oT 630 o 900 Hm.

Mepeneuatke BocrnpelieHa
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2.2. AnnapaTtypa, peakTuWBbl U pacTBOpPbLI

CnekTpogoTOMeTp UK (POTO3NEKTPOKONOPHMETP.

Kucnota conaHas no MOCT 3! 18—77, pa3basneHHas 1:3.

KwucnoTa asotHas no MOCT 4461—77.

Kucnota cepHas no NOCT 4204--77, pasbaBneHHas 4:5.

Kucnota wasenesas no FOCT 22180—76. 8 %-Hblii pacTBOp. Xpa-
«AT B nocyfe U3 NonuaTuIeHa.

Kuncnota ackop6vHoBas. 2 %-Hblii pacTBOp; FOTOBAT Meped npume-
HeHVeM.

AMMOHMIA MONH6ACHOBOKMCABIA no TOCT 3765 -78, 5 %-Hblid pac-
TBOP. CBEXEMPUIOTOBNEHHbIA. XpaHAT B MOCyAe W3 MOMMITUIIEHA.

HaTpuid yrnekmcnbiii no FOCT 83—79.

23. NpoBepgeHne aHanmsa

Hasecky npo6bl mMaccoii 0,1 r nomewaroT B CTakaH BMECTUMOCTbIO
100 cm3 npuausaoT 10 cm3 consHol KucnoTel (1:3) u HarpesalT B
TeyeHne 3—5 MUWH, He Aonyckas KuneHus pactsopa. lMpuausatoT 2 -3
Kanan asoTHOM KWCMOTbl U MPOLO/KAKT HarpeBaHwe 4O MOSHOro pac-
TBOPEHUA HaBecku, 3aTeM npuamnsatoT 20 cM3 BOAbl. PacTBop unbTpy-
10T 4epe3 O6bICTPOMKALTPYIOLWNIA (UALTP B MEPHYH Konby BMecTu-
mMocTbto 100 cM8 H NPOMBIBAIOT OCTATOK Ha (hunbTpe 3—4 pasa Hebosb-
LMW MOPLMAMU ropsideil Boabl. PUALTP C OCTATKOM MOMELLAIT B Ma-
TUHOBLI/ TWUreNb, BbICYLIMBAKOT M 030/1410T. OCTAaTOK MPOKanvBaloT npu
800—900 °C, a 3arem cnnaenswT ¢ 0,5 r yrnekucnoro  Hatpus npu
950 °C B TeyeHne 20—30 MUH.

Turenb oxnaxaalT W MOMeLalnT B cTakaH BMeCcTMMOCTb0 100 cm3
B Turenb oCTOpPOXHO NpunuBatoT 3 cM3 pacTBOpa CONMSHOW  KWUCMOTbI
(1:3) n nnaB BbIWeNa4YNBAOT MNPK CNaboM HarpeBaHuu.

MonyyeHHbI pacTBOP NPUCOEAMHSAIOT K OCHOBHOMY (MnbTpaty H
LONVBAKOT O METKU BOLOW.

B aBe MepHble Ko06bl BMecTMMOCTbIO No 100 cm3 nomelarT Mo
20 cm3 aHanusupyemoro pactsopa, no 40—50 cm3 Bogbl M B OAHY U3
HUX fobasnaoT 10 cm3 pacTeopa MOAMGAEHOBOKMCIOTO aMMOHMUS.

PacTBop, B KOTOpbIi He A06aBnsnnM  MONMG4EHOBOKUC/bLIA aMMO-
HWA, MCMOMb3YIOT B KauyecTBe pacTBopa CpaBHeHMs. BO3MOXHOe noss-
NeHVe 0cafika WM Nerkoi onanecueHuMn npu fo6aBneHnn MonnbaeHo-
BOKMC/IOFO aMMOHMS cBUAeTenscTByeT o pH 1,3—15  Heobxoaumom
Ana 06pa3oBaHNs KpeMHEMONM64eHOBOKMCIONO KOMMeKca.

Uepe3 15 MuH nocne gobaeneHus pactsopa MONUGLEHOBOKMCNOIO
aMMOHMA MPW MOCTOSAHHOM MepemMeLLnBaHnn B 06e Konbbl  NpUMBaIOT
HO 5 cM8 cepHOi KucnoTbl (4:5), Ho 5 cM3 pacTBopa LaBeneBoii KUCo-
Tbl M N0 5 cm3 pacTBOpa acKopbUHOBOIM KMCNOTbI. 3aTeM pacTBop [O-
NNBAKOT BOAON [0 METKW U NepemeLLuBatoT.

OnNTUYECKYIO MJIOTHOCTL PacTBOPOB M3MepsAloT  yepe3 30 MMH Ha
CMeKTpodoTOMeTpe Npu fnHe BoMHbI 810 HM MAn POTOINEKTPOKONOPH-
MeTpe B 06nacTu ceetonponyckaHHa oT 630 4o 900 Hm.
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Maccy KpeMHWs Haxof4AT METOLOM CpPaBHEHWS CO CTaH4aPTHLIM»
obpasuammn MeTansIMyeckoro xpoma, O6AM3KMMKM NO COCTaBy K aHanu-
3pyeMOMY MeTa/I/INYecKoMy XpOMY W MPOBEAEHHLIMW 4epe3 Bce CTa-
4nn aHanmsa.

24. O6paboTka pe3ynbTaTtos

2.4.1. MaccoByto o0 KpeMHus (£) B MpoLeHTax BblYMCAAKOT MO

thopmyne
v C<E)
X >
rge C —maccoBass foNA KPeMHWs B CTaH4apTHOM obpasue, %;
D —ontuyeckasd MNOTHOCTL  aHanM3Mpyemoro pactsopa MmeTas-
JINYECKOTO XPpOMa,;
O, — onTuYeckas NNOTHOCTb pacTBOpa CTaHAapTHOro obpasua;
D3— onTnyeckas MNIOTHOCTL PacTBOpa KOHTPOSIbHOrO OMbITa.
2.4.2. ABCOMOTHbIE [OMYCKAeMble PacXOX[eHWs pe3ynbTaToB na-
pannenbHbIX ONpefeNeHnini He JOMKHbI MPEBbILLATb 3HAYEHW, yKa3aH-
HbIX B TabnuLe.

Macoaaa 0N KpaiiHuX, * AsconoTuk+ tOMyrk<«me pXOXOKIKK s
0? 0,10 pgo 0.20 BkAKOu. 0,025
Co. 020 » C.50 » 0,04
> 05 * 10 » 0.06

3. TPABVUIMETPUYECKM METO/

31 CyuwHocTb MeTOfa

MeTo4 OCHOBaH Ha BblAENEHWN KPEMHWMEBOW KUCMOTbl M3 X/IOPHO-
KWUC/IOro pacTsopa npobbl NyTem BblNapuBaHWS ero o BbliaeneHns 06ub-
HbIX MapoB X/IOPHOW KWCNOTbl H MOC/NefyIOWeM OnpefeneHUn B3Be-
LUMBAHMEM pPa3HULIbI MEXAY Maccoii ocagka A0 06paboTKu (hTopucTo-
BO/IOPOAHOMN KUC/IOTO « Maccoi ocTaTKa mocsie 06paboTKu (TOpuUcTo-
BOZIOPOLHOW KVCNOTOMN.

3.2. PeaKTuBbl U pacTtBOpbl

Kucnota consHaa no NOCT 3118—77 n pasbasneHHas 1:50.

Kucnota asoTHas no MOCT 4461—77.

Kucnota cepHas no TOCT 4204—77 v pa3basBneHHas 1:1.

Kucnota ¢propuctosogoposgHas no FOCT 10484—78.

KwucnoTa xnopHasi. 42 unm 57 %-Hblii pacTsop.

33. NMpoBepeHne aHanmnsa

HaBecky npo6bl maccoli 2,0 r nomellatoT B CTakaH BMECTUMOCTb!»
400 cml, npunuBatoT 30—40 cM3 CONAHOW KUCNOTbI M PacTBOPAT Npu
HarpesaHuu. ocfie MOMIHOrO PacTBOPEHMS HAaBECKW pacTBOP OKMUC/A-
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l0T @30THON KMCNOTOW, NpunvBatoT 40 CM3 XNOPHOW KWUCNOTbl, HaKpbl-
BAlOT CTakaH 4acoBbIM CTEK/IOM W BbIMapuBaloT pacTBop [0 MOABAEHUA
MapoB X/IOPHOM KWCOTbl, KOTOPbIM [aloT Bbi4enATbCA B TeyeHune 15—
20 MuH. Tlocne 3TOro CTakaH CHUMAKT C MNAWTbI, OXNaXAatoT, 0OMbI-
BAlOT €ro CTeHKM HebOoMbWMM KOMMUECTBOM BOAbl M PacTBOp CHOBa
BbINAPMBAIOT [0 NOABMEHWNS MNapoB X/IOPHOM KUCNOTbl, KOTOPbIM fal0T
BblaenaTecs B TedeHne 10—15 MUH.

CofepXnmMoe CTakaHa OXNIaXAaroT, MPWUAMBAKOT MpW MepemMelunsa-
Hum 50 cm3 x0noaHoi Bofgpl, 10 cM* CONAHON KMCMOThI, a 3aTeM 150 cv*
ropsyeii Bogbl M HarpeearOT [0 PacTBOpPeHWs coneid. Mocne aToro oca-
[OK XPeMHWEeBON KUCMOTbl  OT(MILTPOBLIBAOT Ha (PUALTP  cpefHeit
NNOTHOCTYW, COAEPXKaLMili HebOoNbLIOe KOMMYECTBO (IMNbTPOOYMAaXKHOM
Maccbl, M NpoMbIBalOT ero 12—15 pa3 TennbiM pacTBOPOM  COJMSIHOM
KWUCNOTbl M 2—3 pa3a ropsyeil Bogoi. PuAbTP C 0CaAKOM COXPaHSHOT.

PunbTpaT BbiNapMBaloT 40 06beMa npumepHo 5D cm3 npubasnaoT
15 cm3 XN0OpHOI KUCMOTHI ¥ BbIMApUBAKOT A0 BbIAENEHUS €0 0OU/bHBIX
napos. Pacteop oxnaxgatT, npuamsaloT 150 cM3 BOAbl, Harpesaro r 1o
MO/IHOTO PacTBOPEHMS COMei, OT(UALTPOBLIBAIOT 0CALOK KPEMHWEBO
KMCNOTbI U NPOMBIBAIOT, KaK YKa3aHo BblLLe.

®unbTpbl C 0CaAKOM KPEMHUWEBON KUCNOTbl 06BbEAMHAOT, NoMeLla-
10T B MNATWHOBLIVA TWrenb, Cylart, OCTOPOXHO 030/14K0T W NpoKanvea-
10T B TeueHue 40 MuH npu TemnepaTtype 1000— 1100 °C. Mocne oxnax-
[eHVst B TUrefb C 0CagkoM [06aBAAOT TPW Kanau pasbaBfieHHON cep-
HOW KMCNOTbI, CyLIaT ¥ NpoKanMBatoT npu TemnepaType. 1000- 1100 °C
B TeyeHve | u. Turenb ¢ 0CafKOM OXNaxAalT B 3KCMKATOpe, B3BELUM-
BalOT, 0CaA0K CMayuBalT HECKONMbKUMU KanasMu BofAbl, NpubaBnsioT
3—4 kannu pa36aBfieHHOWN CepHO KucnoTbl, 5—6 cM3 pacTBopa ¢To-
PVCTOBOAOPOAHOW KWUCMOTbl W BbINApMBaKT 4O YAaneHWs NapoB cep-
HO KWCMOTbl. 3aTemM TUrenb NPOKanuBarT nmpu Temnepatype 1000—
- 1100 °C B TeyeHMe 30 MWH, OXNaXK[aKT B 3KCMKATOPE U CHOBa B3Be-
LUMBALOT.

34. O6paboTka pe3ynbTaToB

34.1. MaccoByto fonto kpeMHus (O) B npoueHTax BbIYUCAIOT
thopmyne
N (T, =) —(T, -m1) -0,467t

T *

rge /s,— macca TUrNA € 0CafkoM [ABYOKMCU KpeMHUs [0 06paboTKu
pacTBOpPOM (PTOPMCTOBOAOPOAHON KUCMOTHI, T;
T2— macca TUr/Isl C 0CTaTKOM Mocne 06paboTkyM pacTBopoM (hTo-
PUCTOBOAOPOAHON KUCNOTSI, T;
—mMacca TUIS C 0CafKOM ABYOKUCU KPEMHWSI B KOHTPO/ILHOM
onbITe 10 06paboTKN pPacTBOPOM (HTOPUCTOBOAOPOAHON KKMC-
NoThbL. T;
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T *—mMacca TUIA C OCTaTKOM B KOHTPO/IbHOM OMbITe noc/nie obpa-
60TKM pacTBOPOM (DTOPMCTOBOLOPOAHON KUCMOTHI, T;
T — macca HaBecKW, T;
0,4674 — k03(h(hULMEHT MepecyeTa ABYOKNCH KPEMHUS Ha KPEMHWNA.
3.4.2. ABCOMIOTHLIE [OMYCKaeMble PacXOXAeHWs pe3y/nbTaToB Ma-
pannenbHbIX onpefeneHWii He AOMKHbI MPEeBbILATb 3HAYeHWIA, yKasaH-
HbIX B Tabnuue.
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