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TOCYAAPCTBEHHDBHAH CTAHAAPT COIKW3A CCP

EPPOHMOBUA rO CT
Mertop onpeaenesMa CORePIKaKHA CYPbMBI 15933-16_70

Ferroniobium. Method for the determination
oi antimony content

MocraHosnenmem Hommreta CTaHAAPTOB, Mep M M3IMepuTenbHbix npubopos npmu
Cosete Mumnuctpos CCCP or 6/V 1970 r. Ne 626 cpok BBEeAEHMS YCTaHOBNEH
c 1/VIl 1871 r.

Hecobmogenue CTaHAapTa RPECNeRYETCA MO 3aKOHY

Hacroswnii crangapr pacnpocrpaHsercss Ha (eppoHuOBHE H yc-
TaHABJHBAET (DOTOKOJOPHMETPHUECKHI METOJ OnpelelieHHs COmepIKa-
HUSE cypbMbl (mpu colep:kaHuu cypeMsl ot 0,001 mo 0,10%).

MeTon OCHOBaH Ha 3KCTPAKUHH GEH30JOM HJAH TOJAYOJIOM OKDa-
UIEHHOTO B (HOJETOBBIH LBET KOMIJIEKCHOrO COEIHHEHHS [eKCaxJso-
panrumonara (SbCls)~ ¢ Kpucramninueckum (uoseToBEIM. Cypbmy
NpeABapUTe/]bHO BBIACJSIOT HAa BOIHOH JABYOKHCH Mapraua.

[Ipuvenenne MeTofa mpefycMarTpHBaeTCsl B CTAHAAPTaxX H TEXHH-
4eCKHX YCJIOBHSX, YCTAHABJMBAOMIHX TeXHUUeCKHe TpPeGOBAHUA Ha
tdeppoHUOOHIi.

1. OBUME TPEGOBAKKSY

l.1. OGmue rtpeGoBanusi K Meroay axaamsa — mo ['OCT
15933.0—70.

2. ATINAPATYPA, PEAKTMBL! M PACTEOPHI

DOTO3/EKTPOKOSOPUMETD. '

Kucnora ¢ropucrosonopoanas (naasukosas xueaora) mo FGCT
10484—63.

Kucenora asorsas nmo I'OCT 4461—67 u pasGasnennas 1: 1.

Amwuax Boauwit mo TOCT 3760—064.

Mapranen ceproxucasiit no TOCT 435—67, 10% -mbii pacTBop.

Kanuii maprannosoxucaeii no I'OCT 4527—65, 4% -mmi pac-
TBOP.

Wapanue ouyuansioe o Mepemeuarka socnpewena
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Crp. 2 TOCT 15933.16—70

Kucaora coasinas no 'OCT 3118—67 u pasbasaennas 1: 1.

Harpuii asorucrokucasiii no F'OCT 4197—66, 10%-upift pacrsop.

Kucaora cepuas no 'OCT 4204—66 u pasbaBnenHas 1:5.

Ousoso asyxaopucroe mo F'OCT 36—68, 10% -Helit pacTBOp; TOTOBAT
caenywomum obpazom: 100 2 XxJOpHCTOTO 0JIOBA PACTBOPSAIOT IPH Ha-
rpesanun B 500 ma pasGasieHHOH | :1 COMAHOH KHCJAOTHI H HOJH-
BalOT 10 1 4 BOAOH.

Mouepuna no 'OCT 6691—67, wuacbllleHHBIH pacTBOP; TOTOBAT
caenyomuM obpasom: 100 2 MoueBHHBI PacTBOPSAIOT IPU HArpeBaHHH
8 100 2 BOIBL

Kpucraainuecknii ¢uosneroswi, 0,2%-Hblit BOLHBIH pacTBOP.

Tonyon no T'OCT 5783—69.

Cypbma no TOCT 1089—62, mapku CyO.

CrangapTHbie pacTBOPH CyPBMHI.

Pactsop A; rorossit ciaepyoomum obpasom: 0,1 2 MeranaMyeckoi
CypbMBl PacTBOpPAIOT Npu cihabom Harpesanuu B 20 M4 KOHUEHTPH-
POBAHHON cepHOH  KHCJIOTH, OXJAXAAIT, [OPHAUBAIOT OCTOPOXKHO
200 ma Bomasl ¥ 80 ma cepHOd KucaoTe. [locne oxsmaxIeHHs nepesu-
BAOT PACTBOP B MepHyW KoalGy BMecTHMOCTBIO | 4, NOJAUBAT [0
MeTKH BOJOW M NMepeMelluBaloT,

1 ma pacrBopa A comepxur 0,1 me cypbMBl.

Pacreop B; rorosar caeayiomum o6paszom: 100 ma cranzaprioro
pacTBopa A HanMBalOT B MepHYI KOJAOYy BMeCTHMOCTbIO 1 4, monu-
B2IOT 10 MeTKH COJAHO# KucJjoroil, paszbasaennoit |:10, n nepeme-
mnBaieT. PacTBop TOTOBAT B A€Hb IPUMEHEHHS.

I ma pacrBopa b cogepxur 0,01 #2 cypbMbL

YuuBepcasbHast HHAMKATOpPHAsS Oymara.

Tlnartunoras wamka Ne 5 no TOCT 6563—58.

3. NPOBEOAEHME AHANIM3A

Hasecky ¢epporrnobusi 1 e nomemlanoT B NJAATHHOBYIO YaIlKYy,
CMaYyHBAIOT BONOMH, NPUANBAIOT O MA DTOPUCTOBOJAOPOXHON KHCAOTHI
¥ OCTOPOXKHO, 10 KamisiM, unaberast BCHEHUBAHHS, NPUOaBIAOT KOH-
HeHTPHPOBAHHYIO A30THYIO KHCJIOTY A0 NOJHOTO PACTBOpEHUs Hapec-
k. Ecan neobxomuMo, TO YaliKy DOAOIPEBAIOT O MHOJHOLO pacTBoO-
perust Hasecku. [locae pacTBOpeHHUA CONepKUMOE 4YallKH CMBIBAKOT
BOAOI B crTakaH BMecTuMOCThi0 250—300 ms, pactBop HEATPANHIYIOT
pasfaBaenusiM | ;1 aMMHaKOM [0 BBIMAJEHHA 0CALK4, KOTOPBLIA pac-
TBOpAOT pasfamnennoil 1:1 asorHOfl KucAoToH, NpubaBaAs ee 10
pH 2 no yHuBepcanpHOHl nHHAHKaTOpHOH GyMare. 3areM pacTBGp Ha-
rpesaioT Jn0 xunedud, npuausaior 10 ma 10%-goro pacTsopa cepHO-
Kucaoro mapranua, 2 ma  49%-Horo pacrsopa MapraHUOBOKHCIOTO
KaJaust H Kundarst B TeueHue 7—10 mun. Ocagok ABYOKHCH Mapras-
U2 ¥ MeracypbMsiHOM KHCIOTH OTQUABTPOBHIBAIOT uepe3 MJOTHBIK
¢uapTp ¥ npombipaoT 5—6 pas ropsaded Boxo#. IIpoMbiThIi OCaLOK
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fOCT 15933.16—70 Crp. 3

pacTBOpsilOT Ha (GunbTpe ropsyedl pasbasiaenHoi 1:1 consHON KHC-
notoll, no6aBass Ha QUJABTD HecKoabko Kameab 10%-Horo pac-
TBOpPA a30THCTOKHCJIOTO HATpus (MJAS JNY4IWEro pacTBOPEHUs HABY-
okycu Mapranuna). OuabTp HPOMBIBAIOT NATH Pas CONAHON KHCIOTOH,
pasGasaentoft 1:1, u 3—5 pas Boxo#, cobupast OCHOBHOH# pPacTBOP
M IIpOMBIBHBIE BOLBl B CTaKal, B KOTOPOM NpPOMCXOAHJO OCaXKIEHHE.
K pacrBopy npuauBaiorT 5 a4 pa3bapjeHHoil 1:5 cepHOR KUCAOTH
¥ BBIMADHBAIOT COJepXHMOe crakaHa a0 7—10 ma. Ecau ocrarox B
craxade OyJeT WMeTb TeMHBII LBeT, To npubasisior 7—10 xamneap
A30THOH KHCJOTH H CHOBA BBIMApPHBAIOT O NOSBJEHHS NMapoB CEPHOM
kuegaoThl, Tlocse oxga)KAeHUs pAacTBOPSIOT COJNH I[IPH HarpeBaHHH B
10 ma pas6asjeHHON 1 :1 COJNSHOH KHCJOTHI, NDPHJIHBAOT 1 M
10%-H0ro pacrsopa XJOPUCTOTO 0J0Ba (A BOCCTAHOBJEHHs »KeJe-
3a), nepevemuBaior, npuaupamor | ma 10%-Horo pacrsopa a30TH-
CTOKHMC/IOTO HaTpust (IJIsi OKHCACHHS CYPBMEI) H OCTaBJAAIOT DACTBOP
Ha b MuH. :

3areM pacTBOP MepPeHOCAT B [JeJHTEJbHYI0 BOPOHKY BMECTHMO-
cteio 100—200 ma, o6umbiBaoT cTeHkM crakada 10 ma pasbasneHHOH
l:1 conanofl KuCJOTB, NOpHJAMBAOT | M4 HACHIIEHHOIO pacraopa
MOUYEBHHBl A/ CBA3BLIBAHHS H30BITKA A30THCTOKHCJIOro HATpus, | M4
49%.-Horo pacrBopa (GTOPUCTOTO HATPHUS H TINATEJNHHO MMEPEMEIIHBAIOT.
ITocne 3toro npuausawr 40—50 ma BOAL ‘OLICTPO He NepeMEIUHBAs,
npubasasor 10 xaneas 0,2%-#H0ro pacrsopa KpHCTaAJHUECKOro ¢uo-
agerosoro u 15,0 ma ToAyosna uam OeH30J4, 3aKPLIBAIOT BOPOHKY
npoBxofl ¥ BCTPSXMBAWT B Teuenne ! mun. TogyoAbHOMY CJIOIO AAIOT
OTCTOATHCS, BOIHBIM CJOH CJAMBAIOT uepe3 KpaH, a 4uepe3 BepxHee
OTBEpPCTHE BOPOHKH CJAMBAMOT TOJYOJBHBI cJ0fl B Cyxylo NpOOHPKY
H IJIOTHO 3aKPHIBAIOT ee NpOOKOH.

OnTHYeCKYi0 NAOTHOCTH 3KCTPAKTa H3MEpSiOT Ha (POTO37EKTPOKO-
JIOpHMeETpPe ¢ KpacHbiM cBeToduabTpoM (06JaCTb CBETONPONYCKAHUA
610—660 #xm) B K10BETE ¢ TOAIMUHON ca0s 20 M.

B kauecrBe pacTBopa CPABHEHHS HCHOJB3YIOT SKCTPAKT KOHTPOJb-
HOTO ONHITA.

3.1. ITocrpoenune KkaasubOpoBOUHOTO rpaduka

B xonfwl wnu crakaHel BMecTHMOCThIO Tio 100 ma orMmepuBawOT
nunerkoit 1,0; 2,0; 3,0; 4,0; 5,0 ma crauwpaprHoro pacrsopa b, uto
coorsercreyer 0,01; 0,02; 0,03; 0,04; 0,05 me cyppmul. B onun crakan
cypbMy He npubasiasior. 3areM Bo Bce KogaOw npubapiswor no 10 ma
pasbasnennofi !:1 coasnol kucaore, no 1| ma 10%-moro pacrsopa
XJOPHCTOTO OJIOBA, NepeMellnBaoT U npuiusaimor mo 1 ma 10%-roro
pacTBopa a3OTHCTOKHCJOTO HATPHdA, ITOCTE UYero OCTaBJISIOT PaCTBODHI
Ha 5 mun. Janee mocrynaior, Kak ykasaso B pasi. 3. [To HaiineHHbIM
3HAYEHUSIM ONTHYECKHX IJIOTHOCTEH M COOTBETCTBYIOINMM HM KOHLEH-
TPALHSIM CYPbMBI CTPOSIT KAJTHOPOBOUHBIH Tpathuk.
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Crp. 4 FOCT 15933.16—70

4. NORCYHET PE3VIIbTATOB AHANM3A

4.1. Conepxanue cypoMbl (X) B NpOUEHTaX BHIYHCASIOT N0 ¢op-
MyJe:
__ g-100
G- 1600’
rae:
g — KOJIMUeCTBO CYPbMBl, HaHIeHHOe N0 KanuGpOBOUHOMY Trpa-
duxy, B M2,
G — nHaBecka, COOTBETCTBYIOIAasi aJMKBOTHOM 4YaCTH pacTBopa,
B3ATOH AJI51 KOJIOPUMETPHPOBAHHS, B &.
4.2. lomyckaeMble pacXOXKIEHHs MEXAY pe3y/dbTaTaMi aHaau3a
He JNOJKHBI NPEeBbIIaTh BEJHUYUH, YKAa3aHHBIX B TalJHLE.

JlonyckaeMble PaCXOXKXEHHS

ConepixaHHe CYPbMH B % MEXY KPailHUMH pe3yJbrata-
y

MH aHaau3a B alc. %

Or 0,001 xo 0,002 0,0003
Cs. 0,002 , 0,005 0,0005
», 0,005 , 0,010 0,0010
» 0,010 , 0,020 0,0020
» 0,020 , 0,050 0,0050
., 0,050 , 0,10 0,0080
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