5

.

~ S

YAK 669.15/293-198 : 546.19.06 rpynna B19
FTOCYAAPCTBEHHBMH CTAHAAPT COI3A CCP

GEPPOHNMOBUA FOCT
Metop onpefencHMs CORCPIKAHMS MbilibsKaA 15933 -1 5 — 70

Ferroniobium. Method for the determination
of arsenic content

MocraHosnewnem Komutera CTaHQApPTOB, Mep K M3MepuTensHnix npubGopor npu
Cosetre Muunctpos CCCP or 6/V 1970 r. N2 §26 cpoK BEEACGHHA YCTAaHOBNEH
c 1/VIl 1971 r.

Hecobmopgexie cravfapra npecnefyercs No 3aKOHy

Hacroawmuilt cramnapr pacnpoctpaHnsercs Ha ¢eppoHHOOHH H yc-
TaHapJuBaeT (QOTOKOJOPHMETPHUYECKHH METOJ, ONpelejeHHs Cogepka-
HUS MblUbAKA (NIpH cofep:xanuu muiibaxa or 0,001 o 0,010%).

Merox ocHOBaH Ha 00pa3oBaHUU MOJUOAEHOBOU CHHU B pe3ytb-
TaTe B3AUMOJEHCTBUS IATHBAJEHTHOrO MBbIIIbsiKAa ¢ MOJHOIeHOBO-
KHCJIBIM dMMOHHEM B NPUCYTCTBHHM BOCCTAHOBHTeNEH,

MplbAK OTAEASIOT OT CONYTCTBYIOIMUX 3JEeMEHTOB OTTOHKOH B BU-
Je TPeXXJIOPHCTOr'0 MBIILIbSIKA.

Ilpumenenye MmeTona NpegycMaTpPHBAETCs B CTaHAaprax M TeXHHU-
YeCKUX YCJAOBHAX, VYCTAHAaBJMBAIOUIHX TeXHU4YecKHe TpeOOBaHHSI HA
$epponuobuii,

1. OSLUIME TPEBOBAHMA

1. O6mue  tpeboBanua K Meroay anaausza — 1no [OCT
15933.0—70.

2. ANMMAPATYPA, PEAKTHBbLI M PACTEOPDI

Annapar IAsi OTTOHKH MBIIIbsSIKA (CM. YEpTex).
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FOCT 15933.45—70 Crp. 2

I—IUCTUANAUHOHHAN Koi6a BMECTHMO-
cTbio 100 Ma; 2—HacaZka ¢ KaneabHOH
BOPOHKOHN; 3—InedierMaTtop ¢ COENMHH-
TeJbHOA TpyGKOoH; 4—3MeeBUKOBBIE XOJO-
AHNbHUK;  5—6ap6aTep;  6—npoGUpKa-
TNPHEMHHK; 7—3JIeKTPOIJANTKA.

IMaarunnosas vamka Ne 5 mo 'OCT 6563—58.

Kucnora ¢ropucrosogopogsasi (miaaBukoBas Kucaora) mo [OCT
10484—63.

Kucaora azorrast no [OCT 4461—67.

Kucnora cepnas mo I'OCT 4204—66, pasSasaennas.1:1, u 6 H
pacrtBop.

Kauauii 6pomuctsiit no TOCT 4160—65.

I'mapasun coasnokucawiit mo FOCT 5856—65.

Tunpasun ceporuciaelil no 'OCT 5841—65.

Hartpus ruzpar oxucu (uatp enkumit) mo I'OCT 4328—66, 40 u
5% -HbBll pacTBOPHL. ‘

Cnupr stuioBb pekTudukoBauuwil no FOCT 5962—67.

®enoadpranens no N'OCT 5850—51, 19%-uplit cnupToBOll pacTBop;
TOTOBAT CJAeAyloluM o6pasoM: 1 e deHondrasenna pacTBOPSIOT B
600 M2 3THI0BOTO CIHPTA U CMeWHBAIOT ¢ 40 M4 BOAHL

Kannii mapranuoBokucasii no I'OCT 4527—65, 0,1%-ubiit pac-
TBOD,

AMMmonni MonntaeHoBokucanit no 'OCT 3765—64, 19%-ubiii cse-
JKEMPUTOTOBJEHHbIE pacTBop B 6 H pacTBOpe CEPHOH KHUCAOTHI

Oaoso mByxaopucroe mo I'OCT 36—68, 0,5%-Hblil cBexenpuro-
TOBJICHHBIH BOJHBIH pacTBOpP.

Hartpu#l MBIIBSIKOBHCTOKHCABIN, CTAHAAPTHBIE DPACTBOPHI,

Pactop A; rorossar cienywomum o6pasom: 0,132 2 MBIUbAKOBH-
CTOKHCJOrO aHTHApHZA pacTBopsiior B 5 ma bHY-Horo pacreopa
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Crp. 3 TOCT 15933.45—70

€1KOro HaTpa B MepHOH KouaGe BMmecTHMOCTbIO 100 ma, npuGasasior
30 ma Boawi, 3arem KobaBasor pasbasieHnyio 1:1 coasiHyio Kuc-
JIOTY 10 cnaboKUCA0H peaxkuHH N0 JAKMYCy M AOJAHBAIOT BOLOH 0
METKH.

I ma pacTBopa A cozepxuT | Me MbIIbSIKA.

Pacrsop b; roromar caemyiomuM 06pasom; OTGHPAIOT NHNETKOM
I sa pacrsopa A B mepHyio KoaGy BmectumocTbio 100 M4 M jouau-
BAIOT 10 METKH BOIOM.

1 ma pacreopa b cogepxur 0,01 me MblIbsIKa.

Kucnora consnas no 'OCT 3118—67, pasGapaennas 1: 1,

3. MPOBEAEHUE AHANMU3A

Hasecky ¢epponnobus 1 e momemaor B NJIaTHHOBYIO YalKy,
CMauuBAalOT BOXOH, 100aBAAIOT 5—7 MA (GTOPHCTOBOMOPOLHON KHC-
JIOTLL U OCTOPOXHO, NO KalulsM, NPUAHBAIOT 5 MA KOHIEHTPHUPOBAH-
HOIl a30THON KHCJOTbl. 3areM xo6asuasiior 10 ma pasGasienuoi 1 : 1
CEePHOH KHCJOTBI H BbINADHBAIOT PACTBOP A0 Hauala BbIHEJCHUS Na-
poB cepHoro auruapupa. Ilocie oxaaxkmeHHst 06OMBIBAIOT CTEHKH YaHl-
KH 5—10 M2 BOObI M CHOBA BEIIADHBAIOT PacTBOP 1O BbiAEJEHUS
napos CepHoro aHruApuaa. Ilocae oxsaxJeHus OCTOPOXKHO NpPHJH-
BAIOT 15 M4 KOHUEHTPHPOBAHHON COJISHONH KHCJOTHL M MEPEHOCST CO-
A€pHKHMOE YAalIKH BMECTe ¢ OC4IKOM B JHCTHIISLHOHHYIO KOAGY
BMeCTHMOCTbIO 100 ma. CreHkn vaumiku oBmbiBaloT 15 ma Bomn. B
KoJI0y nobasasor 0,5 e Gpomucroro Kajius, 0,5 2 CePHOKHCIOro WM
COJIIHOKHCJIOTO THApasuHa, 4—6 uit. ¢apdopoBbix OyCHHOK, 3aKphI-
BalOT KoAOy npoOKOH ¢ OTBOLHOH TPYOKOH, COeXHHEHHOH C XOJO-
AHIbHAKOM, CTaBAT HA IUIHTKY W OTTOHAIOT TPEXXJODHCTBIl MBIILIbSK.
Hucruaasr cobuparor B Koa6y BMmectuMocTbio 100 x4, B KOTOpYIO
Hanuto 10 ma BOABI M omymleHa OTBOAHAS TPYGKa XOMOAMJIbLHHKA.
OTronky npomomxaior A0 Tex IOp, HOKa B KOJIOY-TPHEMHUK He nepeii-
JeT %/3 nepBoHauaAbHOro 06beMa.

IonyyeHHBI  JHCTHIJAT HEATpaNH3yloT 1o (eHoADTATCHHY
40%-HbIM pacTBOPOM €JKOro HaTpa A0 MAaJIHHOBOH OKDACKH H 3aTeM
MOAKHCISIOT 6 H pacTBOPOM CEePHOH KHCJIOTHI IO 06eciBeYHBaHHUS.
ITocre oxmaxnenus npubasasiior no xamasm  0,1%-Hbli pacTsop
MapraHiOBOKHCJIOrO KaJ/Hs [HO0 YCTOHUHBOH pPO3OBOH OKDACKH, HeHC-
yesawmled B TevenHe | mus npuGaBAAOT 4 MA MOJNHGIEHOBOKKCIOTO
AMMOHHSI U MEMJIEHHO, IO KamasaM, npuausaior 0,5%-ubiit pacTsop
XJIOPHCTOTO OJIOBA 10 HCYE3HOBEHHS PO3OBOI OKPACKH MapraHiloBO-
KHCJIOTO KaJMud H 1 Ma B u3BHITOK.

PacTsop mepenocsit B MepHylo KonGy BMecTHMOCTbIO 100 44, 10-
JAHBAIOT IO METKM BOZOH W uepes 30 MuW H3MEPAIOT ONTHYECKYIO
IIOTHOCTE PACTBOpa Ha (OTO3JEKTPOKOJODHMETPE ¢ KPACHHIM CBe-
TOQUABTPOM (MaKCHMYM CBETONpONycKaHus 640—700 HM), B KIOBeTe
C TOJNIIHHON ca09 50 mm.
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FOCT 15933.45—70 Crp. 4

PacTBOpOM CpaBHEHHS CHYXKHT BOIA.

OnHOBPEMEHHO MPOBOAAT KOHTPOJbBHBIA ONBIT HA 3arpsisHeHHe
pPEaKTHBOB.

3.1. MocTpoenue xanubGpoBouHOro rpacduka

B iluecTb CTAKAHOB HJM KOHHYECKHX KOJO BMECTHMOCTBIO 1O
100 M4 NpPHAMBAIOT NHIETKOH HJIM MHKPOGIOPETKOM IO 0,5; 1,0; 1,5;
2,0; 2,5; 3,0 M2 crangapTHoro pacrsopa b, npubasasior mo 10 sz
Boabpl U no kKamnasam 0,1%-Hblll pacTBOp MapraHUOBOKHCJIOLO KaJjausd A0
HeHCcuesaloLiero B TedeHHe | Mun DO30BOTO OKDalIHBaHHs. 3areM
npubasasiior no 4 Ma MONHOAEHOBOKHCJIOIO aMMOHHS H MEIJIEHHO,
o kamasaMm, 0,5%-Hblil pacTBOpP XJOPHCTOTO 0J0Ba A0 HCUE3HOBEHMS
po30BOH OKpacku M | Ma B M3OBITOK. PacTBop nepenuBaloT B MEPHYIO
KoJa0y BMectumocTbio 100 M, TOJMBAIOT JO MeTKM BOLOH H mepewe-
muBatwoT. ONTHYECKYIO NJIOTHOCTh PACTBOpa H3MepsAloT Ha (orosiex-
TPOKOJIOPHMETPE, KaK YKa3aHO B pasi. 3.

Tlo HalifeHHBIM 3HAYEHHSIM ONTHUECKOH IVIOTHOCTH C YYeToM IIo-
NpaBKH KOHTPOJBHOrO ONMBITA M COOTBETCTBYIOMIMM MM KOHUEHTpa-
UHUAM MBIIIbSAKA CTPOAT KaJuGpoBOUHBI rpadHK.

4. TIOACHET PE3YNLTATOB AHAJNIM3A

4.1. Comepxanue Mblmbpaka (X) B NpOmEHTax  BBIUUCAAIOT IO
opmynam:
NpH NOCTPOEHHH KanubGpoBOUHOTO rpaduka

g - 100
G- 1000’

rae:
g — KOJIMUECTBO MBILIbsKA, HallleHHoe M0 KaauOpoBOUHOMY rpa-
¢uKy, B M2,
G — HaBecka B e,
Py CPABHEHUH CO CTAHIAPTHBIM PACTBOPOM MBILIbAKA

g (D — Dy) -100
(Dy=Dy) -G ’

X, =

rae:
g — KOJHYeCTBO MBIlIbKAa B CTAHIaPTHOM pacrBope B &
D — onruyeckas MJIOTHOCTb HCHBITYEMOTO PACTBOPA;
D — ontnyeckas TWJIOTHOCTh pAacTBOpPA KOHTPOJLHOI'O ONLITA;
D, — ontHYeckas MJIOTHOCTh CTAHAAPTHOTO PacTBOPA;
G — HaBecka npo6Hl B 2.



Crp. 5 TOCT 15933.15—70

4.2. [TonyckaeMble DacXOXIEHHs MeXAy pe3yJbTaTaMH aHAalH3a
He NOJIXKHbI IPEBLIIIATh BEJIHYHH, YKa3aHHBIX B TabJuie.

Honyckaemule pacxomxienus
ConepiaHue Msllubfika B % MEeXAY KPaliHUMU pe3yabTaTa-
MM aHanusa B abc. %

Ot 0,001 go 0,003 0,00050
Cs. 0,003 , 0,005 0,001
. 0,005 , 0,010 0,002
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