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Methods for the determination of silicon

OKCTY 0809

JlaTa sBenenns 01.01.80

HacrosA1umii cranaapt ycTaHaBIMBaeT rpaBUMETPUYECKI CONSIHO-CEPHOKUCIIBIH (MTpH MAaccoBOi nose
kpemHus ot 2,0 1o 20 %) u dborokonopuMeTpuyeckuii (mpu MaccoBoil gone kpemuus or 0,5 no 4,0 %)
METOMBI ompeliesieHusl KpeMHHA B dheppobope, IPUMEHAIOLEMCS IS JIETMPOBaHHUSA CTAJIEil U CIUIABOB.

(U3menennas pegaxuma, Ham. Ne 1, 2).

1. OBIIIME TPEBOBAHMSA

1.1. O6ume TpeGoBaHUA K MeTonaM aHaru3a — no FOCT 28473.

(M3menennan penaxumus, Hsm. Ne 2).

1.2. JIaGopaTopHasi npo6a no/mkHa 6HITh NIPUTOTORJIEHA B BUAE TOHKOTO NOPOLIKA C Pa3MEPOM YacTHIL
0,16 MM no T'OCT 25207.

(BBenen nononasurensHo, Mam. Ne 2).

2. TPABUMETPUYECKMI COJITHO-CEPHOKHUCJIBIN METO/I
OINIPEAKJIEHHUSA KPEMHUA

21. CymHoOCTh, METOZA

Meton ocHOBaH Ha IiepeBofie eppobopa B pacTBOPHMMOE COCTOSTHHE CIIEKAHHEM C COINOH M CIUIaB-
JIeHHEM c NepoKcuaoM Harpus. [Tocne BollllenayuBaHUs pacCTBOP HEHTPAIM3YIOT COMITHOM KHMCJIOTOMH, 3aTeM
I00aBISIIOT CEPHOU KHUCJIOTHI M BBIIAPUBAIOT IC BHIIETIEHHUS CEPHOKHMCIILIX I1apOB.

ITocne pwILTPOBaHMS, TIPOMBIBKH, O30JICHUS ¥ NMPOKAIMBAHUA OCaNOK TPHXKIbI 00pabaThIBaloT METAHO~
JIOM, TIPOKAJTMBAIOT M B3BeIMBalOT. KpeMHUI 06pabaThIBAIOT IUIABUKOBOM KUCIOTOM H MPOKAIMBAIOT.

22. PeakTUBB M pAacCTBODBH

Hatpusa nepoxcun.

Kanuii-Hatpuii yiexucnniil 6esponnsiil mo T'OCT 4332,

Kucnora consanaa nmo 'OCT 3118 u paz6asnenHas 1:2.

Kucnora cepraa mo 'OCT 4204.

XKenatus nuiueBoit no 'OCT 11293, pacTBop ¢ MaccoBoii noneit 1 %.

Meranon-sa no T'OCT 2222.

Kucnora ¢ropucrosonoponnasn mo 'OCT 10484.

AMMOHM# POAAHMCTHIM, pacTBOp ¢ MaccoBoi nonel 20 %.

Cepebpo azotHOKMc0e o 'OCT 1277, pactBop ¢ MaccoBoii gonew 0,25 %.

(N3menennas penakuus, M3m. Ne 1, 2).

23. IpoBeneHHue aHagHK3a

Hagecky ¢deppobopa Maccoii 0,5 r Mapku ®B-2 wm OB-3 noMewmwaoT B Xeae3HbIH WM HUKEIEBBIHA
THTe/b, CMEIHBAIOT ¢ 5—6 I mepokcuia HATPUs, NOMEWAIOT B Gollee XOIOAHYIO YacTh MYydeIbHOM MeYH.
3aTeM TUIenh NPOABUTAIOT B ropsdyio 4acTh MydenbHoit neun U cruiapnsiior npu 800—850 °C, nepuomu-

HWsnanne odunuanrsnoe IlepenedaTka Bocnpelena
*

© W3pnaTenncTBO CTAaHOApTOB, 1978

© UIIK HznatenscTBO cTaHAApTOB, 1999

Ilepeuszganne ¢ MsmMeHeHUAMHU



C. 2 TOCT 14021.4—78

YecKH NepeMeLiNBas IVIaB KPYTOBBIM ABHXXKEHHEM THIVISL. Korga mnaB cTaHeT XXMAKHUM, THTeNb BbIACDXH-
BalOT B neud 3—4 MuH.

Ipu ananuze dbeppobopa mapok PB-3 u PB-2 Bo H3bexaHue BCIbIIEK MPH CIVIABICHMH HaBECKY Maccoi
0,5 r noMeLAIoT B Xe/ie3Hblit WIH HUKENEBbIi THIE/b, B KOTOPOM HaxXOASITCS 3 T YITIEKUC/IOTO Kalusi-HaTpHs,
colepXyMoe THIVI IePeMEIMBAIOT, CBEPXY MOKPLIBAIOT 1 T' YIIEKHMCIONO Kanus-HaTpus (WIM Coxoii) M
cneKaor B MydenbHoii ieun 1ipu 750—800 °C no paciarnesus. ComepXXuMoe THIVIS OXIAXKIAI0T, JO0aBISIOT
5—6 r mepokcHaa Harpufa U crvtapptior pu 800—850 °C, mepuommiecKu TepeMellnBasi IUIAB KPYTOBBIM
IBIXeHHeM THII1. Korza miaB cTaHeT XuUIKHM, TUTe/Tb BBIIEPXUBAIOT B iedd 3—4 MUH.

Turens oXIaXAa10T, TOMENAIOT B cTakaH BMecTUMOCThIo 500—600 cM3, HAKpBIBAIOT CTAKAH YaCOBLIM
CTEKJIOM H BhILIeNaYMBaloT wiaB B 100—150 cM® aucTHanMpoBaHHOH Boiabl. THUIeab M YacOBOE CTEKIIO
OOMBIBAIOT IrOpsSTYEH MOAKUCICHHOM BOIOM.

PacTBOp HeHTpanu3yIoT coMsHON KHCAoTol (puMepHo 25—30 cM’), npwimBaloT 30 cM? KOHLIEHTPHPpO-
BaHHOM CEpHOI KHCJIOTHI, epeEMEIIIMBAIOT M BbINIAPUBAIOT IO BBUIEJEHHSI T'YCTBIX MApOB CEPHOIO aHTHAPHAA B
TedeHue 3—5 MuH. [Toce OXIKACHNS CepHOKUCIILIE COTH PacTBOPSIOT NPU HarpeBaHuH B 150—200 cM? Bompl.

KpeMHUEeBY10 KBCIOTY 0ThWILTPOBBIBAIOT Yepe3 GUILTp «Oenad eHTa». OcaoK NMPOMBIBAIOT ropstyeii
COJISIHOM KHUcoTOM, pasbaBneHHOHM 2:100 g0 oTpMIATEIbHOW peakuMHM NPOMBIBHBEIX BOL Ha Xesie3o (1o
peaklMy ¢ pOAaHUCTBIM aMMOHHUEM), 3aTeM 3—4 pa3za ropsideii Bofoil 0 OTpULIATEIbLHON peaKUMi Ha HOH
xJopa (11po6a ¢ a30THOKHUCIBIM cepeOpoM).

Q@unbTpaT ¥ NPOMBIBHEIE BOABI MEPEeHOCSAT B CTakaH, B KOTOPOM BeJIU oInpedencHHe. PacTtsop
BBITIAPHBAIOT [0 BhIIEJICHHS TYCTBIX MapOB CEPHOTO aHTHApHAA B TeueHne 3—5 MHUH. CepHOKHCIIBIC CONM
pacTBopstioT B 150—200 cm? Boabl pu HarpeBaHMM, NpwiMBaloT 10 cM? pacTBopa XeJlaTHHA, epeMellH -
BalOT, AAlOT NMOCTONATE B TEIJIOM MecTe 5—7 MHH, (PWILTPYIOT U IPOMEIBAIOT. [{ONIONHUTENBbHO BhIACIEHHBIN
0caloK NPUCOEAUHSIOT K OCHOBHOMY OCallKy KpeMHUEBOH KUCNOTH. O0beAHEHHbIe GUILTPHI ¢ OcaTKaMHy
MOMELIAIOT B IJIATHHOBEII TUTelb, BRICYLIMBAIOT, 030JI10T B NpoKaymBaloT npu 1000 °C. Turens ¢ ocagkom
OXJIAXIAIOT, OCaloK CMadMBalOT ABYMS KalUIIMM COJSIHOM KMCJIOTBI, MpPHWIMBAIOT 5 cM? MeraHona M
BBITIAPUBAIOT JOCYXa Ha cinabo HarpeToil IUINTe, 3aKphiToit acbecToM. O6pabOTKY METAaHONOM MOBTOPSIIOT
elle ABa pa3a. BricyleHHbI ocanok npokanusaloT nipu 1000—1100 °C 1o nocTosHHON Macchl.

Turens ¢ ocagKoM OXJIaXIAIOT ¥ B3BELIMBAIOT. OCaloK CMaYMBAIOT 2—3 KAIUISIMHM BOAbl, AOOABASIOT NAThH
KATIE/Th CEPHOM KUC/IOTE], 5—6 cM® PTOPUCTOBONOPONHOM KUC/IOTE M OCTOPOXHO BLIIAPHBAIOT COAEPXHMOE
TUVISI IO yAATeHWs] TIapoB CEpHOM KHcAoThL. 3aTeM Turesb npoKanusaior rpu 1000—1100 °C no noctossHHOI
Macchl. [TapauienbHO BeOyT KOHTPOJIBHOE OIpele/ieHHe MAacCOBOM NONM KPeMHUSI B PEaKTHBaX.

24. O6paboTKa pe3ynbTaToOB

2.4.1. MaccoByio A0JII0 KpeMHus B deppobope (X) B NMpoLieHTAaX BEMHCIAIOT 1O GopmMyie

_ l(m; —my) - (my —m,)] 0,4674 - 100
m

X

5

rae m; — Macca TMIVI ¢ OCaZKoM ABYOKUCH KPEMHHS € TIPUMECSAMY, T;
m, — Macca TUIVISA ¢ OCAIKOM Iocjie 06paboTKH hTOPUCTOBOAOPOAHON KUC/IOTOH, T;
my — Macca THIVISI ¢ 0CaJKOM KOHTPOJILHOTO OIIbITa, T,
m, — Macca IycTOro TUIVISL [UIs1 KOHTPOJIBHOTO OMbLITA, T
0,4674 — ko3¢ ¢HULUEHT TepecyeTa AByOKHCH KPEMHHUS Ha KPEMHUIA;
m -— Macca HaBeCKH, T,
2.4.2. HopMBl TOYHOCTH U HOPMATHBBI KOHTPOJS TOYHOCTH TIPH OIIPENEeIEeHNH MAacCOBOM IOJIU
KpeMHHMs TIpUBENEHEI B TaOIHIE.

%
JomyckaeMoe pacxoxXgeHune
TorpemHocTh De3yJILTATOB
Maccosas 10151 KpeMHHSA Pe3YJITaToB PE3YJILTATOB JABYX aap Mlgeyz:mw( ap m"inpgwm naﬁi?piaoﬁgm
aHaJM3a
aHATH3OB onpeneneHUul onpeieNe Ui M aTTecCTOBaAHHOIO
3HaYeHUA
Ot 0,5 mo 1,0 BI04, 0,04 0,05 0,04 0,05 0,03
B. 1,0 » 2,0 » 0,06 0,07 0,06 0,07 0,04
» 2,0 » 5 » 0,09 0,11 0,09 0,11 0,06
» 5 »10 » 0,13 0,17 0,14 0,17 0,09
» 10 »20 » 0,22 0,28 0,23 0,28 0,14

(N3menennan penakous, Usm. Ne 2).
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3. ®OTOKOJIOPUMETPUYECKUA METOJ ONPEIEJIEHUSA KPEMHHUSA

31. CymHocThr MeTORA

MeTtox OCHOBaH Ha peakllMM 0Opa30oBAHHA XeJTOH KPeMHEMOJIHONEHOBOM TeTePOINOIMKHCIIOTH C
TIOCJICAYIOIUM BOCCTAHOBJIEHUEM €€ CMECHIO KHUCIIOT aCKOPOMHOBOH M IMMOHHO# 10 MOJIMONCHOBOH CHHH
M U3MEPCHHH ONITHYECKOH IJIOTHOCTH TPH IJIMHE BOJHH 725 HM wau ot 620 go 700 HM.

(Aamenennas pegakmma, M3m. Ne 1).

32. AnnmapaTypa, PeaKTHUBB M pPacTBODPBH

CnekrpodoToMeTp Wi HOTOINEKTPOKOJIOPUMETP.

Kucnora consnast o TOCT 3118, pactsop 3 mMonb/am3.

Kuciaora 6opnast o TOCT 9656.

Kucnora ackopbunopasi.

Kucnora nuMoHHas.

CMech BOCCTAaHOBUTEJIbHASl; OTOBAT cleaylolnM obpa3oM: 1 T acKopOMHOBOH M 5 T' JMMOHHOM
KWCJIOTHI pacTBopsioT B 100 cM3 Bombl.

Kasnuii-sarpuii yriekuciasiii 6e3sonusiii mo FOCT 4332,

Harpust nepokcun.

Kpemuus asyokucek no 'OCT 9428, npokaneHHas.

AMMoHuit MonubaenoBokucpiii o NOCT 3765, pacTBop ¢ MaccoBoii Aoneil 5 %, cBeXENPUTOTOB-
JICHHBI.

CMech IS CIUIABJICHUS] TOTOBAT CJIEAYIOLIMM 06pa3oM: IBe YacTH YIVIEKHUCIIOro Oe3BOMHOIO KaJius-
HaTpUs CMEIIMBAIOT C OOHOM 4YacTbhlo OGOPHOM KHUCIOTHI M ONHOM YacThIO NEPOKCHIA HATpHsa. XOpOLIo
TIepeEMEIIHBAIOT.

Kannii maprasuosoxucibiii o TOCT 20490, pactsop 0,05 Monb/om3.

CraHaapTHbIC PACTBOPBI KPEMHMUSL,

PactBop A; roroBaTr caemyoimum obpaszoM: 0,215 r npokasieHHOM OBYOKHCH KpeMHHS CIUIABISIOT B
IJIATUHOBOM THIJIE C 2,5 T YIVICKHMCJIOTO HaTpUs W BHILEIAYHBAIOT IJIaB B pacTBOpE ¢ MaccoBoi xoneii 1 %
COJIbI, 3aTeM TMIEPEHOCST PACTBOP B MEPHYI0 K06y BMecTHMOcThIO 1000 cM3, 1onMBAIOT IO METKM PacTBOPOM
¢ MaccoBoii Jonel 1 % yIyIeKMCIoro HaTpHst M XOpollo TlepeMeluBaloT. PAaCTBOp XpaHST B IONUSTHIEHOBOM
mocyze.

1 ecm3 pactBopa A comepxwut 0,0001 r kpemuuUsA.

Ot6upator 100 cM? pacTBopa A, YCTAHARIMBAIOT MACCOBYI0 KOHLEHTPALMIO TPABUMETPHYECKMM
METOAOM: COJITHOKHMCJIOTHBIM, XJIOPHOKHC/IOTHBIM WIM CEPHOKWCIIOTHBIM C JBOHHBIM BLITAPUBAHHEM.

PactBop B; roroBar crenyomuM o6pasoM: 10 cM? pacTBopa A IIOMELIAIOT B MEPHYIO KOJIGY BMECTH-
MocTbio 100 cM?, monMBalOT NOo METKM pacTBOPOM C MaccoBoii noneit 1 % yIeKucioro Harpusi M
TIepeMelIMBaIOT.

1 cM3 pactBopa B conepxut 0,00001 r kpeMHuMs.

(N3menennas pepaxkiua, M3m. Ne 1, 2).

33.1lpoBeneHnmne aHaausa

3.3.1. Hasecky ¢eppobopa Maccoii 0,1 r moMeIaioT B CTEKIOYTJIEPONUCTLIH WIN XeJIE3HbIH TUTEIb,
CMELIMBAIOT ¢ 2,5 T cMecH [UIA CIUIaBpieHusa. THrenb noMelaloT B 6ojiee XONMOAHYIO YacTh MydeabHON nedu
M KPYTOBBIMH ABIKCHHMSIMH TIEPEMELINBAIOT COAEPXKUMOE THUIVISI A0 PacIUIABICHUS CMeCH. 3aTeM NpONBH-
raloT THTENh B TOPSAYYIO 4acTh MydesbHOIM NIeYH M npoBoI ST cinapieHue npu 800—850 °C B TeyeHune 5 MuH.
OxJIaXIEHHBI THIeIb MOMELIAIOT B TOJMITHICHOBHIN cTakaH, npwinBalor 80 cM® ropsyero pacTsopa
conHoii kuciothl. [locne pacTBOpeHHs TU1aBa K pacTBOpY NMpHOABJISIOT NSATh Kaneb pacTBOpa NepMaHra-
HaTa KaqusA (4718 TIOJHOTO pa3JIOXeHHsl INEepeKHCH BOAOpOAA), NMEPEHOCAT pacTBOP B MEPHYIO KoJOy
BMECTHMOCTELIO 250 cM3, TepeMBaloT PacTBOP B CTAKAH, B KOTOPOM BEIM PACTBOPEHUE.

AJIMKBOTHYIO YacTh pacTBopa 3—5 cM? noMewalor B MepHy1o Kon6y BMecTHMOCTbIo 100 cM3, mpmwiu-
BawoT 50 cM> Bombl, 5 cM? pacTBopa MONMOGIEHOBOKHCIIOTO aMMOHMs, IepeMelluBaloT u depe3 10 MuH
TIPWIKBAIOT 5 cM? CBEXEMPUTOTORIEHHON BOCCTAHOBHTENLHOM cMecH, NOBOAAT A0 MeTku Bomoi. Yepes
40 MMH M3MepSIOT ONMTHYECKYIO TUIOTHOCTh PAacTBOpa Ha (DOTO3JICKTPOKONIOPHMETPE C KPACHBIM CBETO-
$uarTpoM (npy inHe BoHE! oT 620 go 700 HM) wiu cnekTpodoToMerpe (IIpH [UTHHE BOIHB 725 HM). B
KayecTBEe pacTBOpa CpaBHEHUS! MPUMEHSIIOT PAacTBOP KOHTPOJIBHOTO OMBITA. MaccCOByIO I0MI0 KPeMHHUS
HaXOJAT IO IPpaIyHpOBOYHOMY TpaduKy.

3.3.2. Ilocmpoenue epadyuposounozo spaguxa

[ nocTpoeHUs rpaxyMpoBOYHOIO TrpadMKa B IATh MEPHBIX KOG M3 ILIECTH BMECTHMOCTBIO TIO
100 cM? nomewator 1,0; 2,0; 3,0; 4,0; 5,0 cM® cTanpapTHoTo pactBopa B, B ecTyio MepHyIo Konby pacTBop
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He NPWIMBAOT. B Kon6s1 npunmsator 1,5 cM3 pactBopa consHol Kucaorsl, 50 cM3 Boabl, 5 cM? pacTBOpa
MOJIMOAEHOBOKHUCIIOTO aMMOHHs, TIepeMelIMBAIOT U Yepe3 10 MMH NPWIKBAIOT 5 cM? pacTBOpa BOCCTAHO-
BUTE/IbHOW CMeCH, JOJHMBAIOT BoAoi 4o MeTKU. Yepes 40 MUH HM3MepPSIOT ONTHYECKYIO IVIOTHOCTh aHAIH-
3MPYEMOIO PacTBOpa, KaK yKasaHo Bbille. B KauecTBe pacTBopa cpaBHEHHS MPUMEHSMIOT pacTBOP LIECTOMH
MEpPHOI1 KOJIOHI.

ITo Ha¥ineHHBIM 3HAYEHUSIM ONTUYECKOHN IVIOTHOCTH CTPOST IpalyMpoBOYHEIN rpaduk.

3.3.1, 3.3.2. (A3menennas penaxumnst, Mam. Ne 1, 2).

34. O6paboTKka pe3yJIbTaTOB

3.4.1. Maccosyio gonio kpeMHuS (X) B eppoGope B MpOLEHTaX BHMUCIAIOT Mo dopMynie

_ m100
X -—ml N

Iae m — Macca KpeMHMsl, HailieHHasl N0 rpalyMpoBOYHOMY IpaduKy, T;
m,; — Macca HaBeCKH, COOTBETCTBYIOIIAA aJIMKBOTHOH YacCTH pacTBOpa, T.
3.4.2. AGCOMOTHEIE JOMYCKAeMBIE PACXOXICHHS MEXIY Pe3yALTATAMH NapajUle/IbHLIX oNpeccHui
He JOJIKHBI NPEBBIIATh 3HAYEHUH, YKa3aHHLIX B TaGimile.
(M3menennan pexaknua, Mam. Ne 1).
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HH®OPMALIMOHHBLIE JAHHBIE
. PASPABOTAH 1 BHECEH MunucrepcreoM 4epHoii Meratyprun CCCP
PA3PABOTYUKH

H.K. Maii6opoaa, B.B. Mupomsnuenko

. VTBEPXIEH ¥ BBEJEH B AEMCTBHE Ilocranosnennem ocynapereentoro komurera CCCP no
cTaugapram ot 24.08.78 Ne 2330

. Cranpapr nonsoctsio coorsercrsyer CT COB 2205—80
. BBAMEH T'OCT 14021.4—68
. CCBLNIOYHBIE HOPMATHUBHO-TEXHUYECKHUE NOKYMEHTDI

O6o3nauenrne HT/I, Ha KOTOpBIi JaHa CChUIKA HoMmep nmyHKTa
rocCt 127775 22
T'OCT 222278 2.2
IOoCT 3118-77 22,32
T'OCT 3765—78 3.2
TOCT 420477 2.2
TOCT 4332—76 22,32
T'OCT 9428—73 3.2
T'OCT 9656—75 3.2
T'OCT 10484—78 2.2
T'OCT 11293—89 22
T'OCT 20490—75 3.2
I'OCT 25207—85 1.2
TI'OCT 28473—90 1.1

. Orpanudende cpoka JeCTBUA CHATO No nporokoay Ne 4—93 Mexrocynapersentoro CoBera no cranjap-
THU3aIMH, MeTpoiorny M ceprudukamun (MYC 4—94)

. IEPEU3JTAHHE (MapT 1999 r.) ¢ M3menennamu Ne 1, 2, yrBepxKaeHnsivi B aBrycre 1981 r., mae 1989 r.
(nyC 11—81, 8—89)
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