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TOCYARAPCTBEHHBHA CTAHAAPT COO3A CCP
L

®EPPOHMOBMA rOCT
Meropg onpeaenesiua cogepiKaria CyPbMBbI 15933-16 - 70

Ferroniobium Method for the determination
oi antimony ccntent

NMocraHosnennem Kommrera CTaHfapToB, Mep W M3MepuHTenbHbix npu6opoe npu
Cosere Munuctpos CCCP or 6/V 1970 r. Ne 626 cpok BBeAeHMs YCTaHOBNEH
c 1/VIl 1971 r,

Hecobnmofexue craHpapTa npecnegyerca N0 3aKOHY

Hacroswmuii crangapt pacnpocrpaHsiercs Ha ¢eppoHHoOUH U yC-
TaHaBi1uBaer (QOTOKOJOPHUMETPHUECKHH MeTo[ OnpelesieHHs cOJepxKa-
HAS CypbMbi (IpH coAep:kauuu cypemut or 0,001 mo 0,10%).

Meron ocHOBaH Ha 3KCTPaKuUMH OeH30JIOM HJIH TOJAYOJOM OKpa-
HIeHHOro B (HOJETOBBIH LBET KOMIIEKCHOIO COeXMHEHHsl [eKCaxJio-
pantumonara (SbClg)~ ¢ kpucramianueckuMm QuoseroBeiM. Cypbmy
NpeaBapHTE/]bHO BBIZEJSIOT HAa BO(HOH JIBYOKHCH Maprasnoa.

[IpuMeHeHHe veTola NpeaycMaTpHUBAaeTcss B CTaHAAPTAaX M Te\HH-
YeCKHX YCJOBHSIX, yCTAHABJHMBAIOIIHX TeXHHUecKHMe TpeOOBaHUs Ha
tdeppoHuOGHIL.

1. OBULME TPEGOBAHMY

1.1. O6mue TpeGoBanua K Merony axaausa — no I'OCT
15933.0—70.

2. ATINAPATYPA, PEAKTHEL! M PACTEOPhHI

D0TO3MEKTPOKOAOPHMETP.

Kucnora dropucrosozopoanas (nmasukosass kucaora) mo I'GCT
10484—63.

Kuciora aszorsag no I'OCT 4461—67 u pasfasaennas 1:1.

Awmvinax Boaueiit no FOCT 3760—64.

Mapranen ceprokucanii no 'OCT 435—67, 10%-ubiit pacrBop.

Kanuii vaprannoBoxkucasii no I'OCT 4527—65, 4%-ubii pac-
TBOP.

Uspanue opuymansioe repereuarka socnpewyeqa
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Crp. 2 TOCT 15933.16—70

Kucnora consinas no 'OCT 3118—67 u pasbasaennas 1:1.

Harpuii asorucrokucaeii mo 'OCT 4197—66, 10%-ubiit pactBop

Kueaora cepras nmo 'OCT 4204—66 u pas6Gasaennas 1:5.

OmnoBo asyxaopucroe no 'OCT 36—68, 10% -Helit pacTBOp; TOTOBAT
caeaywomuM o6pasov: 100 2 XJOPHCTOrO OJI0BA PAaCTBOPSIOT NPH HA-
rpeBauun B 500 ma paszBaBieHHo# 1:1 CO/MISIHON KHCJAOTBI H JOJH-
BaloT 10 1 4 BomON.

Mouepuna no 'OCT 6691—67, HacbllleHHBIH pAacTBOpP; TOTOBAT
caenyromuM obpasom: 10C e MoueBHHBI PACTBOPSIOT IIPH HarpeBaHHH
B 100 m2 BOIBHIL

Kpucrananuueckuii ¢uonerosuidi, 0,2%-Hblit BOAHBIE pacTBOP.

Toayon no TOCT 5789—69.

Cypsma no TOCT 1089—62, mapru CyO.

CrangapTHbie pacTBOPHl CYpPBMHL.

PactBop A; roroBsit caenyomum obpasom: 0,1 e merananunueckon
CypbMbI PacTBOPSIOT Hpu ciaGom Harpesanun B 20 MA KOHUEHTIDH-
POBAHHOH CEepHOH KHCJHOTH, OXJaXKAalT, MNPUAUBAIOT OCTOPOKHO
200 ma Boant u 80 ma cepuolt kucaoTe. [locne oxnma)KIeHHsT Nepesu-
BAIOT pPACTBOP B MEPHYIO KOJNGY BMECTHMOCTBIO | 4, XOJAHBAIOT 10
MEeTKH BOJOIl U MepeMeIlHBaoT.

1 ua pacrBopa A cogepxur 0,1 me cypbMbl.

Pactsop B; rorossit caexylomuMm o6pasom: 1C0 ma cranzaprHOro
pactBopa A HaauBalT B MepHyl KOOy BMecTHMOCTbiO 1 4, ZOMH-
BalOT 10 METKH COJNgHOH Kucjaoroil, paszfasiennoit |:10, n mepeve-
wnBaT. PactBop TOTOBAT B A€Hb NPHMEHEHHS.

I ma pacrBopa b cogepxur 0,01 sz cypbMbL.

YuuBepcanpHas HHAMKATOpHAsS 6ymara.

[Nnatunoras yamka Ne 5 no 'OCT 6563—58.

3. NPOBEAEHME AHAJNIM3A

Hasecky ¢epporunobusi 1 2 noMemjaloT B IJATHMHOBYIO YalIKy,
CMaYuBaIOT BOJON, NPUJIMBAIOT 5 MA (OTOPHCTOBOAOPOXHOH KHUCIOTHI
¥ OCTOPOXKHO, 10 KamisM, u3berass BCHeHWBAHHS, NPHOABASIOT KOH-
HEeHTPHPOBAHHYIO A30THYIO KHCJOTY AO MOJHOIO DACTBOpPEeHUs HaBec-
xd. Ecan neo6XoauMo, TO YaWiKy NOXOIpPEeBalOT A0 HOJHOrO pPacTBo-
penust HaBeckd. [locme pacTBOpeHHsl cojepXKHMOe daIIKH CVBIBAIOT
BOMOK B cTaxkad BMectumocTtbio 250—300 ms, pacTBOpP HeHTPATH3YIOT
pas6asienubiM | :1 aMMHaxkoM [0 BeIMAJEHHs 0CalKa, KOTOPBLIA pac-
TBOpsitoT pasbaBienHoir 1:1 asorHoit KucaOTOH, NpHOaBAsis ee 10
pH 2 no yHuBepcaibHOIl MHIHKATOpHOH Gymare. 3areM pacTBOGp Ha-
rpeBaloT A0 Kuneuus, npuausaior 10 ma 10%-Horo pactsopa cepHO-
KHCJIoro Maprasua, 2 ma  4%-HOro pacrsopa MapraHUOBOKHCJIOTO
KaaMsg ¥ Kunstsat B TeueHue 7—10 mun. Ocajgok IBYOKHCH Mapras-
ua U MeTacypbMsIHOH KHCJIOTH OTQHJIbTPOBHIBAIOT Yepe3 IJIOTHBIH
¢uapTp H npombiBaior 5—6 pas ropsivedt Bogo#. IIpombIThIE Ocamok
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FOCT 15933.16—70 Crp. 3

pacTBOpAIOT Ha GuabTpe ropsayeit pasbasiaenHol 1:1 coMAHOR KHC-
noroft, po0aBiasigs Ha QUABTP HECKOJbKO Kamedr 10%-Horo pac-
TBOPA a30THCTOKUCAOrO0 Harpus (ANS JyYylUero pacTBOPeHUs MABY-
oxuch MapraHua). PHAbTP NPOMBIBAIOT NATH Pas COJSAHON KHCJIOTOH,
pazfbasaennofi 1:1, u 3—5 pas Boxo#, cobupast oCHOBHON pacTsop
H NPOMBIBHEIE BOIBI B CTaKaH, B KOTOPOM INPOHCXOAMJIO OCAXKIEHHE.
K pacrBopy npunuBaior b ma pasbasieHHOHl 1:5 cepHOH Kucjaors
H BBIapHBaOT cojepxumoe crakaHa a0 7—I10 ma. Eciau ocratox B
crakaHe OyfeT uMeTb TeMHHBIT 1Ber, TO npubasiasior 7—10 kanean
A30THOH KMCJOTHI M CHOBA BBINAPHBAIOT A0 NOSBJEHHS NMAPOB CePHON
Kkucaorel, ITocae OXJaxKAeHUS pACTBOPSIOT COJH DU HArpeBasHHH B
10 Mz pas6GasieHHoi 1:1 COJNSHOH KHCJIOTH, NPHJAHBAOT 1 M.l
10%-Horo pacrBopa XJIOPHUCTOTO 0JIOBA ([Js BOCCTAHOBJIEHHS »KeJje-
3a), nepevemuBaioor, npuausaior | ma 10%-moro pacrsopa asotu-
CTOKHMCAOrO Hatpust (/s OKUCJHCHHS CYPBMBI) M OCTABJSIOT pacTsop
Ha O MUH.

3areM pacTBOp MEPeHOCAT B JAeJUTEIbHYI0 BODOHKY BMECTHMO-
ctpio 100—200 M4, o6mbiBaoT crenku crakaHa 10 uaz pasbarieHHOH
l:1 conmsiHON KHCJOTH, MNPHJIMBAIOT | M4 HACBHIEHHOIO PAacTBOpa
MOYEBHHHBI /5 CBA3bIBAHHS H30BITKA a30THCTOKHUCJAOrO HATpuA, 1 M4
49%-HOoro pacrsopa GTOPUCTOrO HATPUS H TIATENLHO NEPEeVIENIHBAIOT.
[Tocne storo npunuBat 40—50 ma BoAbl GrICTPO He HepeMeluuBas,
npubasasior 10 kanens 0,2%-HOro pacTsopa KPHCTAMIUYECKOro (PUO-
aerosoro u 150 ma Tonyona wam OeH307a, 3aKPHBAIOT BOPOHKY
npo6kofl W BCTPSXMBAOT B Teuenue | mur. Toayonbromy CJOIO RAIOT
OTCTOATHCH, BORHBIH CJOH CJAMBAIOT depe3 KpaH, a 4epe3 BepxHee
OTBEPCIHE BOPOHKM CJAHBAIOT TOJYOJBHBI cJ10H B cyxylo NpoBHPKY
1 TJIOTHO 3aKPBIBAIOT e€ NPOOKOM.

OnTHuecKyIo MJAOTHOCTD IKCTPAKTa H3MepPHioT HAa (OTO3JEKTPOKO-
JOpHMeTpe ¢ KpacHBM cBeTOPUJILTPOM (00s1acThb CBETONPONYCKaHKA
610—660 ux) B KiOBEeTe C TOJUIMHOK ca0sl 20 Mm.

B kauecTBe pacTBOpa CPABHEHHS HCIOJNB3YIOT 3KCTPAKT KOHTDPOJb-
HOTO OIBITA.

3.1. Tocrpoenne KaaubpoBOUYHOro rpaduKa

B kon6wl unu cTakalel BMecTuMocThbio no 100 msa orvepHBawT
nunetkoit 1,0; 2,0; 3,0; 4,0; 50 ma craugapraoro pacreopa b uro
coorsercreyer 0,01; 3,02; 0,03; 0,04; 0,05 se cyppmul. B oxud crakan
cypbMy He mpuGasiasiior. 3ateM Bo Bce Kosibwl npubasasior no 10 ma
pas6asaennod 1:1 coasmolt kucaors, no 1 ma 10%-roro pacrsopa
XJIODHCTOTO 0JI0BA, NepeMellnBaloT U npuausaior mo | sa 10%-moro
pacTBopa a30THCTOKHCJIOTO HATPHs, IIOCJTE 4ero OCTABJSIOT PacTBOPHI
Ha b mun. lanee mocrynaiot, Kak ykasaHo B pasi. 3. Ilo palineHHbIM
3HAYEHUSIM OITHUYECKHX IJIOTHOCTEH M COOTBETCTBYIOLIMM HM KOHILEH-
TpauHUsIM CYPbMBI CTPOAT KAMHGPOBOUHBIN rpadux.
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Crp. 4 FOCT 15933.16—70

4. MOAQCYHET PE3VJIbTATOB AHANK3A

4.1. Conepxanue cypoMbl (X) B npoueHTax BHYHCASIOT MO ¢op-
MyJse:
__ g-100
G - 1000’
rge:
g — KOJIMUEeCTBO CypbMBbl, HaHJeHHOe MO KaJuOpPOBOUHOMY Trpa-
¢buky, B M2,
G — HaBecka, COOTBETCTBYIOIIAasi aJHKBOTHOH 4YacTH pacTBopa,
B3ATOH JJIs1 KOJOPHMETPHPOBAHHUS, B 2.

4.2. JlonyckaeMble pacXoxkKAeHHs MeXAY pe3yabTaTaMH aHaJau3a
He JIOJI2KHBI NPEBLIIIATh BEJHYHH, YKa3aHHbIX B TabJulle.

NlonyckaeMbie PaCXOXKAEHHS
Coaepitanue cypbMH B % MEX(IYy KPailHUMH pe3y/bTara-
MH aHaau3a B abc %

Ot 0,001 zo 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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