roct
DEPPOBOJIbDPAM 146 38.4—-81
Mero,q onpepeneHMa KpemHusa (CT C3 B .

Ferrotungsten.

Method for the determination of the silicon 2202—80)

BaameH
rOCT 14638.4—69

flocranosnennem locypapcreenHoro kommurera CCCP no crangapram oOr 19 MioHA
1981 r. N2 3027 cpok fencTBMA yCTaHOBNEH
’ ¢ 01.01.1983 r.

Ao 01.01.1988 r.

Hecobniogenme cranpapra npecnefyercs no 3aKOHy

Hacrosamu#i cranfapr ycTaHaB/uBaeT rpaBHMETPHYECKHH cepHo-
KHCJBIH METOJ ONpeneJesdus MacCOBOH J0JH KPeMHHS B JAHAlla30HE OT
0,15 1o 3,0% B deppoBoabdpame.

MeTon OCHOBaH Ha BBHIAEJEHHH KpEeMHHS B BHJAe KpPeMHLeBOl Ku-
CJIOTHl, C NPHMEHEHHeM B KayecTBe KOaryJssHTa KeJaTHHA,

Ocaaok KpeMHHEBOH KHCJOTH COBMECTHO C OCaJKOM TPEeXOKHCH
BosbdpaMa OTOUILTPOBLIBAIOT M olpelesneHue 3aKaHYHBAIOT TIpaBH-
MeTpHYECKAM METOJOM.

Crangapt noasocreio coorpercryer CT C3B 2202—80.

1. OBWME TPEBOBAHMUSA

1.1. O6umine TpeboBavug K Merofiam ananusa — no I'OCT
13020.0—75.
1.2, Jla6oparopHas npoba n0JXKHa ObITh TIPHIOTOBJIEHA B BHIE

TOHKOrO IOPOlIKa ¢ pasMepoM 4acTull, IPOXOAAILHUX Yepe3 CHTO ¢ CeT-
koii N¢ 016 nmo 'OCT 6613—73.

2. PEAKTUBbI U PACTBOPbL!

KucJyora conﬂﬁaﬂ no 'OCT 3118—77 u pasbasaennas 1:50.
Harpus nepekucs.
Kucsiora asornas nmo 'OCT 4461—77.

AS G5

U3panne oduuHanbHoe MNepeneuatka socnpeuieHa
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JKeaatud no ['OCT 11295—76, C¢BeKeNPHUTOTOBJEHHBIN 4,0y -HbllE
pactBop: 1 r KejaaruHa nomemawmT B koaby ¢ 200 cm® xosnoxHoH Bo-
IBl ¥ JIAIOT CTOATH OPH KOMHATHON TeMIepaType B Teuelne 25—30 muH,
nepeMelnnBasi pacrBop 3—4 pasa. [locne uero pactBop HarpeBaioT
npu temmneparype 50—60°C mo mOJHOro pacCTBOPEHHS KeJaTHHA.

Kucaora ¢ropucrorogopornas no F'OCT 10484—78.

3. NPOBEAEHHWE AHANMU3A

Hagecky ¢eppoBoabdpama maccoii 1 r nomematr B GpaphopoBuit
THTeJb U TPOKaJHBaoT B Mydesne npu temneparype 800°C B Teuenne
2 y, Bo u3bexaHue clieKaHUs HaBecKy uepe3 O MHH OT Hayaja IpoKa-
JHUBANKA OCTOPOIKHO MEPEMEIIHBAIOT KOHIOM CTaJbHOH TPOBOJIOKH.
[TepeMelinBaHue MOBTOPAIOT 2—3 pasa B TeUEHHE BCEr0 BPEMEHH IIPO-
KaJMBaHusi, 3aTeM HaBEeCKYy KOJIHUECTBEHHO IepPeHOCAT B CTaKaH BMe-
ctumocTbio 600 cM3 u nmpuausaor 50 cM?® COJNSTHOH KHCJOTHL.

11pu ompesesnieHHH KpeMHHA B (peppoBosbdpaMe, N0JIydeHHOM aJlio-
MHHOTEPMHUECKHM - cllocofOM H CcofepxkamuM OGoJsiblioe  KOJHYECTBO
AJIOMHHHS, HaBeCKy pasJaraloT CIJaBjeHHEM C NMEePEeKHCbIo HaTpHs.
Jlas sToro HaBecky o6pasua ¢epposoibdpama, paBnyno 1 r, momema-
IOT B HHKEJEBHIH HJAH KeJe3Hbl Turejb, B KOTODOM HAaXOLHTCH
8—10 r nepexkucu HaTpus- CHayaJaa cOAepPXKHUMOE THIJISA OCTOPOXKHO HA-
rpesator npu Temnepatype 300—400°C, a 3aTteM THreib MOMELIAOT B
Mydesab, Harpetblii 10 temnepatypel 650—700°C u cnjasasioT npH
3TO#l TeMmmeparype B TeueHHe 5—6 MuH. THreab ¢ IaBOM OXJIaXKAaloT,
MOMeIaloT B CTAKaH H3 IIOJHATHJAeHAa BMecTHMocThio 400 cm®, mpHau-
BaoT 80 c¢m3 Boabl. CTakKaH NPHKPHIBAIOT Y4aCOBHIM CTEKJOM H MJ1aB
BHIIIle/1a4HBalOT 6e3 HarpeBaHHUA.

[To BhEAYHBAHHH NJAaBa THreNdb H3BJEKAIOT, MPOTHPAIOT CTEHKH
€ro CTEeKJSHHOH NaJOYKOH ¢ Pe3sHHOBHIM HAKOHEUHHKOM H OOMBIBAIOT
BONOl. B CTeKJSHHBIH cTakaH BMecTuMocThio 400 cM®  momemaroT
60 cM® CONSTHOH KHCJOTH H BJHBAIOT PacTBOpP H3  NOJHITH/AEHOBOTQ
cTakKaHa, onoJsiackuBas ero b—6 pas BoaoH.

ConsTHOKHCJBI pacTBOp, NMOJYUEHHHIA IOC/He pPacTBOPeHHS  HIR
CIJIaBJeHHsI HaBeCKH, NMPHKPHIBAIOT YaCOBHIM CTEKJIOM, IOMENIAIOT Ha
IVINTY H YMEPEHHO HArpeBaloT A0 00pasoBaHHA KeJITOrO 0CaiKa BOJIb-
¢pamoBo#t KucjaoTel. CHHMAIOT €O CTaKaHa 4acoOBOE CTeKJO, PacCTBOp
BRIMAapuBaoT A0 o0b6bema 10—15 cm3, npunusaior 10 cm® a30THOH KH-
CJIOTHI, KHIATAT B TedeHHe 5 MHH M OCTOPOXHO npuausBant 30 cM¥
cepHoil KHCJIOTH. PacTBOp BHINAPHBAKOT [0 BHAEJEHHS NapoB CepHOM.
KHCJIOTH, KOTOPHIM JaI0T BHAENATbCH B TedeHHe 4—5 MuH. Crakan
OXJaXai0T, OOMBIBAIOT CTeHKH HeOOJbIIHM KOJHYECTBOM BOIH M pa-
CTBOD CHOBa BBINAPHBAIOT A0 BBIIEJIEHHS MapoB CEPHOH KHCJIOTH, KO- -
TOPBIM JaI0T BBIAENSAThCS B TeueHHe 2—3 MuH. ColepXuMOe CTaKaHa
oxJaxpaior, npuauBaior 10 cm? congnol kucaorTe 100 cM3 TemJyok;
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MeLIHBaHHH,

K pactBopy ¢ temneparypoit 60—70°C npuausaior 10 cMm3 pacrso-
pa KeJaTHHa, XOPOIIO NEPeMEeUIHBAIOT B TeueHHe 1—2 MHH H uepes
10 muH ocaJlok BoJibGPAMOBOH H KPeMHHEBOH KHCJNOTH OT(HILTPOBHI-
BalOT Ha QHUJILTP CpejHell NJIOTHOCTH B NMPHCYTCTBHH He6OJBLIOrO KO-
JuyectBa 6e330/bHOH (UABTPpOOyMaxkHOH MaccH. OcaJoKk NepPeHOCAT
Ha ¢uapTp U npomuBawr 10—12 paz pasbaBiieHHOA COJAHON KHUCJO-
TOR M noj KoHel 3—4 pa3a ropsueil Boaodl. DUJAbTp ¢ 0CaKOM OCHOB-
HOH MacChl KPeMHHEBOH KHCJIOTH COXPaHSIOT AJiA nmocnenylomwesd obpa-
60TKH.

OUabTpaT K NPOMBIBHBIE BOAH NMOMEILAKT B TOT K€ CTaKaH, B KO-
TOPOM NPOBOJHUJOCH BhHIJeJeHHe KpPeMHHEeBOH KHCJOTH, TPHJHBAIOT
5 cm® a30THOH KHCJIOTH M PacTBOD BEIIIZpHBAIOT A0 BHIAEJEHHS MapoB
CEPHOHN KHCJOTHI, KOTOPHIM JaIOT BhIAENSATHCS B TeueHUue 4—5 muH. Co-
JepKHMoe CTaKaHa oxJaxaaior, npunusatot 10 cM® cCOMSIHON KHCIOTHI,
100 cm® Tensiofi BOABI ¥ PacTBOP HarpeBaloT A0 PacTBOpPEHHA coJel.

K pacrBopy ¢ remmneparypoii 60—70°C npuausator 10 cm® pacrt-
BOpa XKeNaTHHA, NMepeMelliuBaloT B Teuende 1—2 MuH u yepe3d 10 muH
0Ca/1I0K KPEeMHHEBOH KHCJIOTH OT(QHJbLTPOBHIBAIOT Ha (HABTP CpelHCH
nA0THOCTH. OCafoK KONHYECTBEHHO NEPeHOCAT Ha (QUABTP U IPOMBIBA-
10T ero 8—10 pa3 ropsAvuelt paszGaBjieHHOH COJIIHOH KHCJOTOH H TOK
KOHel| 3—4 pasa ropaueil BOXOH. -

QUABTPH ¢ OCHOBHBIM M AONOJHHUTEJbHO BBIIEJEHHBIM OCAaIKOM
KPeMHHEBOH KHCJOTHI NOMELIAT B TJIaTHHOBLIH THreNb, CyHIAT, OCTO-
POXKHO 030JSI0T H HPOKAAUBAIOT B Teuenue 40—5H0 MHUH NpH Temnepa-
type 1000—1100°C. [Tocse oxnaXXaeHHsA B THUreNb C OCaAKOM A0DOaBJsA-
IOT HECKOJIbKO KaneJb CepHOH KHCJOTH, CYlIaT ¥ NPOKAJHBAIOT IIpH
temiepatype ot 750 u 800°C B TeueHue 30 mun. 3aTem, nocae oxjaax-
JeHHusI, THreJb C OCAaJKOM B3BeIIMBAIOT, NMPHOABASIOT HECKOJLKO Ka-
nejib BoAk, 10 Kanmeab cepHOH KHMCJAOTHL, 5—6 ¢M3 pacTBOpa (GTOPHCTO-
BOJOPOLHON KHCJOTHI H OCTODPOIKHO BHIIAPHBAIOT N0 IOQJIHOrO yaaJde-
HUsl cepHOH KucaoThl. CyXoif OCTaTOK NPOKaJHBAIOT NpPH TeMIepaTrype
750---800°C B TeueHue 30 MHH, OXJIa’KJAI0T H B3BElIHBAIOT.

4, OBPABOTKA PE3YJIbTATOB

4.1. MaccoByw poawo kpemHusi (X) B NPOUEHTAaX BBIUHCASIOT IO
dopmye

X — [(my—m3) — (mg—m,)]-0,4674

3

m
rie my — Macca THIVIS C OCajJKOM JABYOKHCH KDeMHHSI A0 oOpabot-
KH (pTOPUCTOBOJOPOAHOM KHCJIOTOH, T;
My — Macca THINIS C OCTaTKOM nocjie o6paboTku (GpTOPHCTOBOAO-

POAHOE KHCJOTOH, T;
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reg T odddiAd 1lJdia L ULaAnUN Uil puabinul v o vilblla Ild odl pao®
HeHye PeaKTHBOB 10 06paboTku dTOPHCTOBOJOPOIHOH KHC-
JOTOH, T}

M4 — MAacca THIJISA ¢ OCTATKOM KOHTPOJBHOIO ONEITA HA 3arpss-
HeHHe PEaKTHBOB INocje o6paboTKH (GTOPHCTOBOZOPOLHOK
KHCJIOTOH, T;

m — Macca HaBeCKH, T;

0,4674 — xkoahduuueHT mepecyera ABYOKHCH KpEMHHH Ha KpeMHHuH.

4.2. AGCOMIOTHEIE JlonyCcKaeMble pacXOXACHHs Pe3yJbTaTOB Mapal-

JeJbHBIX onpeneseHHl He AOJKHBI NMPeBHIIAThL 3HAYEHHUH, YKa3aHHBIX
B Ta0aule.

A6coI0THBIE IONYCKAEMEle

MaccoBag noas KpemErg, % pacxoxaenus, %

Or 0,15 g0 0,25 0,04
Cg.0,25 » 0,50 ' 0,05

» 0,50 » 1,00 0,07
T » 1,00 » 3,0 0,10
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Namenenne Ne 1 TOCT 14638.4—81 depporoanpam. Metol onpepeneHnsi KpeMHUR

Y1BepxKneHo u BeenerHo B AeiictBue lloctanoBnennem ToCylapCTBEHHOrO KOMHTET2

CCCP no cranpapram ot 30.01.87 Ne 158
HNara seenenns 01.01.88

[Toa nauMenoBanueM crauaapra npoctaBuTh koa: OKCTY 0809.
Pasnen 2. 3amennto cioBa: «0,5 % -ublll pacTBop» Ha «PacTBOP ¢ MacCOBOH KOH-

nenTpauunelr 5 r/amds,
(Il podoascenue cm. ¢, 52)

s




(ITpodoamcenue usmenenus k FOCT [4638.4—81)

[Tyukr 4.2 (Kpome TalJHLUB) H3JOKHTbL B HOBOH pelakuuu: «4.2. AGCOMOTHHIE
PacxoKIeHHs De3yJbTaTOB TNapa/el]bHHX ONpeleleHHN He AOJMKHBl  [IPEBHIATh
JAONycKaeMbIX 3HAYEHWH, YKa3aHHBIX B Tabuawnues.

(MUYC Ne 5 1987 r.)



