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FTrOCYRAPCTBEHHBHA CTAHAQAPT COIK3A CCP

GEPPOHHMOBMH r O CT
Mertop onpeaenenns cofepiKakHA CYPbMbl 15933016—70

Ferroniobium. Method for the determination
oi antimony ccntent

MocraHoanenuem Kommrera CYAHRAPTOB, Mep M M3IMepHTenbHbix npubopos npu
Coeete Mmunctpos CCCP or 6/V 1970 r. Ne 626 cpok BBEAEHMS YCTaHOBNEH
c 1/VIl 1971 r.

Hecobniogenne cranpapTa npecnegyerca no 3aKoHy

Hacroawuii crangapr pacnpocrpassiercs Ha QeppoHuobuit u ye-
TaHABJAHBAaeT (OTOKOJOPHMETPHUYECKHA METOJ ONpeleeHHs cOomepka-
HUsE CypbMBl (NIpE comep:aHun cypeMbl ot 0,001 mo 0,10%).

Meroa ocHOoBan Ha 3KCTPAaKUMH OGCH30JOM HJIM TONYOJOM OKpa-
HIEHHOTO B (HOJETOBBHIH LBET KOMIMJIEKCHOIO COEJHHEHHS T[eKCaxJo-
pantumonara (SbCls)~ c xpucramanueckum QuosietoBeiM. Cypomy
NpeJBapPUTENbHO BbIAEJSIOT Ha BOXHOH ABYOKHCH Maprauua.

[IpnmeHenne Meroga npeiycMaTpuBaercs B CTAHAAPTaXx H TeXHH-
YeCKHX YCJOBHAX, YCTAHABJHBAMOUIHX TeXHUUeCKHMe TpefoBaHMA Ha
deppouuoLHIL

1. OBLUME TPEGOBAMMS

1.I. OGwmue rtpeboBadust K MeTony axaxuza — no ['OCT
15933.0—70.

2. AMMNAPATYPA, PEAKTHBL! M PACTEOPLI

DOTO3/1EKTPOKOTOPUMETP. :
Kucaora dropucroBogoponnast (mmasukosas kuciora) mo I'GCT
10484—-63.
Kucaora asorsag no 'OCT 4461—67 u pasdasnenuas |1 : 1.
Amyvuax soaustit mo FOCT 3760—64.
Mapranmen cepHokucanii mo TOCT 435—67, 10%-ubii pacreop.
'XL Kannii maprannosoxucaetii mo I'OCT 4527—65, 49%-mbii pac-

\\ TBOD.

Hapanne oPuyxansuoe

flepemeuarka socnpeleda

79




Kucnora consinaa no 'OCT 3118—67 u pastasaennas 1: 1.

Harpuit asorucroxucapit mo 'OCT 4197—66, 10%-ubiit pactsop.

Kucaora cepuaa no 'OCT 4204—66 u paszbasaenHas 1:5.

Ouioso apyxaopucroe mo OCT 36—68, 10% -Hblit pacTBOpP; rOTOBAT
caeayiomum obpasom: 100 e XJIOpHCTOrO 0OJI0OBA PacTBOPSAIOT NPH Ha-
rpeBanun B 500 ma pasBGaBiaeHHOH | :1 COJISTHOH KHCJAOTHI H HOJH-
BamT 10 | 2 BOXOH.

Mouepuna no T'OCT 6691-—67, HacbillleHHBIH pacTBOp; TOTOBAT
crexyrouium obpasom: 100 ¢ MOUEBHHBI DACTBOPAIOT IIDH HarpeBaHUH
8 100 ma BOABIL

Kpucraannueckuii ¢guoneropnil, 0,2%-Hblit BoZHBLIA pacTBOD.

Toayoa 1o TOCT 5789—69.

Cyppma no TOCT 1089—62, mapku CyO.

CrangapTHbie DAcTBOPHl CYPbMBL

Pactsop A; roropsit caeayiomum obpasom: 0,1 e MeTasaHyeckon
CYypbMEI pacTBOpAIOT npu ciaabom Harpesanun B 20 M4 KOHUEHTPH-
POBAHHON CEepPHOH KHCAOTH, OXJaXAal0T, TMPHAUBAIOT OCTOPOKHO
200 ma Boan H 80 ma cepHoi kucnorel. [locne oxnamnaenus nepenu-
BAlOT DACTBOP B MepHYIO KonGy BMecTHMOCTbIO | ., HmoauBalor A0
METKH BOAOI U NMepeMelluBalor,

! M2 pacrBopa A cozepxur 0,1 M2 cypbMbl.

Pacteop bB; rorossar caegyoomum obpasom: 100 ma cranzaprHoro
pacrtBopa A HaJlHBAalOT B MepHyH Koaly BMecrHmocTbio 1 4, goau-
BAIOT 10 METKH COJNAHON KHcJIOTO#H, pa3zbasaenHoit |:10, n mepeme-
uruBaicT. PacTBOp TOTOBAT B A€Hb NIPHUMEHEHHS.

I ma pacrBopa b comepxur 0,01 m2 cypbMBL

VHuBepcanbHag HHAMKATOpHAs Oymara.

[Trartunopas uvamka Ne 5 mo TOCT 6563—58.

3. MPOBEOEHME AHANMU3A

Hagpecky ¢epponnobusi 1 e noMemialor B NJaTHHOBYIO YalliKy,
CMauuBaIOT BOAOH, HPUJAHBAT O MA (BTOPUCTOBOAOPOAHON KUCJHOTHI
M OCTOPOXKHO, N0 KamjasM, uaberasi BCHeHHBaHHHA, NPUOABIAAIOT KOH-
LeHTPHPOBAHHYIO A30THYIO KHCJAOTY [0 MOJHOTO DACTBOPEHHs HaBec-
k. Ecan HeobXomuMmo, TO 4YallKy NOAOIPEeBalotT A0 IOJHOro pacrso-
peays Hapeckd. [locae pacTBOpeBHd COJllepXKUMOE dYallKH CMBIBAKOT
BOLOI B craxkad BMectumocTbio 250—300 ma, pacTBOp HEATPAJH3VIOT
pasfapaeHHblM | : 1 aMMHakoM A0 BhIM@JEeHHHA 0cajdka, KOTOPHIH pac-
TBOpAOT pasbarmenHoit | :1 asorHofi Kucaorol, npubaBasAs ee A0
pH 2 no ynupepcanpHOll MHAMKATOpHON OyMare. 3arteM pacTBep Ha-
rpesaloT N0 KuneHus, npuausawmt 10 ma 109%-soro pacrsopa cepHO-
KHcaoro Mmapranua, 2 ma  4%-Horo pacrsopa MapraHiOBOKHCJOrO
KaJqusg " KANATAT B TeueHHe 7-—10 mun. Ocanok ABYOKHCH Mapran-
2 H MeTacypbMsHOH KHCJIOTH OT(QHUABTPOBBIBAIOT 4epe3 NJAOTHHIH
¢uapTp H npoMbialT 5—6 pas ropsued BoAOH. IIpOMBITHIA OCaxOK
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pacTBopAlT Ha QuaeTpe ropsdedl pasdasieHHOH 1:]1 consgHOH KMuC-
noToll, nobapaas Ha GUAbTP HecKoawko Kkamenbp 10%-Horo pac-
TBOpAa Aa30THCTOKHCJOTO HATpUs (ANS JAy4YIUEero pacTBOPEHUsT ABY-
okucu Mmaprania)., OuabTp NPOMBIBAIOT NSTh Pa3 COMAHON KUCIOTOH,
pasGasaennoil 1:1, u 3—5 pas Bomoi, cobupasi OCHOBHON pPACTBOP
M NPOMBLIBHBIE BOJAbI B CTakal, B KOTOPOM INPOHCXOJHJIO OCaXIeHHE.
K pacrsopy npuaumBaioT 5 s pa3babBieHHOl 1:5 CEpHOH KuUCIOTHI
M BLIAPHBAIOT COJcpiKuMoe cTaxkaHa go 7-—10 ma. Ecnm ocrarox B
craxade OyAer HMeThb TeMHBII uBer, To mpubasjsior 7—10 kamneab
A30THOH KHCAOTH H CHOBA BBINAPHBAIOT A0 NOSBJIEHHS MapoB CepPHOH
xucaore, [locse oxJa)KJIeHUs pAacTBOPSIIOT COJH I[IDH HATPEBAHHH B
10 ma pasbGapiennoft 1:1 coJssHOH KHCJIOTBL, [pHAXBAOT 1 M4
109 -H0ro pacTBOpa XJIOPUCTOTO 0JIOBA (/AJs1 BOCCTAHOBJEHHS KeJe-
sa), nepevemuBaior, npuausatoor 1| ma 10%-"Horo pacreopa a3oTH-

CTOKMCAOrO HAtTpua (IJsi OKUCJAEHHUS CYPbMBI) H OCTABAAIOT PACTBOP
Ha D MUH. '

3areM pacTBOp NEPeHOCSAT B JeJUTENbHY BOPOHKY BMECTHMO-
croio 100—200 aa, oOmeiBalorT cTeHKH crakaHa 10 ma pasbabiennoi
l:1 consgHOH KHCJOTH, NpHJAMBAOT 1 M4 HACBILIEHHOTO pacTBOpAa
MOYEBHHBI A% CBA3LIBAHUS H3OBITKA A30THCTOKHCJAOrO HATpus, 1 ma
49%-moro pacrsopa (GTOPHCTOTO HATPUA H TIIATeJbHO IEPeMeIlHBAIOT.
[Tocae storo npuausawr 40—50 ma BOABI 'OLICTPO He HEepeMEIlHBaf,
npubasasor 10 kaneap 0,2%-Horo pacrsopa KPHCTAMIHYECKOro (UO-
aeroporo # 15,0 ma Toayosnma Hau OEH30JA, 3aKPHIBAIOT BOPOHKY
npobKoll 1 BCTPSIXMBAWT B Teuenune ! mux. ToayonbHOMY €JIOK0 AQAIOT
OTCTOATHCSI, BOAHBIA CJOH CJAMBAIOT Hepe3 KpaHd, a uepe3 BepXHEe
OTBepCTHE BOPOHKH CJAHBAIOT TOJYOJBHHIT CJ0H B CyXylo NpOBHPKY
M MJOTHO 3aKPLIBAIOT ee¢ MpOOKOH,

OnTUUuecKyio MAOTHOCThL 3IKCTPAKTA H3MepsHioT HAa (OTO3AeKTPOKO-

JOpAMeTpe ¢ KPACHBIM CBeTOPUABTPOM (06/aCTh CBETONPONYCKAHHUA
610-—660 #x) B KioBeTe C TOMIHHOHA caos 20 um.

B kauecrse pactBopa CpPABHEHHSA HCHOJAB3YIOT 3KCTPAKT KOHTDOJb-
HOTO OIlbITAa.

3.1. ITocrpoenne kaaubpoBouHoro rpaduxa

B xon6wl mau craxkaHel BMmecTEMocThbio To 100 ma ormepuBaioT
nunetkod 1,0; 2.0; 3,0; 4,0; 5,0 ma cranpapraoro pacrBopa b, uto
coorBetrcrryer 0,01; 0,02; 0,03; 0,04; 0,05 se cypoMmul. B onun craxasn
cypbMy He npufasasior. 3areM Bo Bce KOgOu npubasasor no 10 ma
pazbasaenHon 1:1 coasHo#i kucaorsl, no 1 ma 10%-roro pacrteopa
XJIODHCTOTO OJIOBA, IepeMelllHBaioT ¥ npuiaHsalor mo 1| sz 10%-woro
pAcTBOpA a30THCTOKUCJIOIO HATPHUS, NOCAE Yero OCTaBJASIOT PacTBOPH
Ha 5 mun. Janee moctynaioT, Kak ykasaHo B pasi. 3. [1o makneHHBIM
3HAYEHHMSIM OIITHUECKHX IIOTHOCTEH M COOTBETCTBYIOLUMM HM KOHIEH-
TpalusiM cYPbMBI CTPOAT KaJuGpOBOYHBIA Tpaduk.

6  3ax. 865 g1l



4. NOQCHET PE3VIIbTATOB AHANM3A

4.1. Couepxanue cypbMbl (X) B npoueHTax BBIYHCASIOT o ¢op-
MyJie:

g - 100
G .1600°

rie:
g — KOJHUYEeCTBO CypbMbl, HaiiJeHHOe M0 KanuOpoOBOUHOMY rpa-
buKy, B M2;
G — naBecka, COOTBETCTBYIOLLAfA aJHKBOTHOH YacTH pacTBopa,
B3ATOH IJ11 KOJOPDUMETPHPOBAHHS, B &.
4.2. JlonyckaeMble pacXOKJEHHUs MeXKIY pe3yJbTaTaMH aHaJau3a
He JOJI2KHBI IIDEBLINIATL BEJHYHH, YKA3aHHBIX B TalJule.

HdonyckaeMble DACXOMIEHHA
Cojlepixanue CypbMH B % MEMIY KpailHHMH pe3vJbTaTa-
MH aHaau3a B alc. %

Or 0,001 no 0,002 0,0003
Ce. 0,002 , 0,005 0,0Q05
, 0,005 _ 0,010 0,0010
. 0,010 . 0,020 0,0020
» 0,020 , 0,050 0,0050
» 0’050 » 0010 0,0080
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