TOCYAAPCTBEHHBDH CTAHRBAPT COK3A CCP

OEPPOHMOBMH FOCT
MeTop onpeAencHMA COACPIKAHMS MBIUBLAKA 15933 -15 — 70

Ferroniobium. Method for the determination
of arsenic content

flocranosnennem Komurera cTaHfapTos, mep M M3mepuTensHeix npubopoB npmu
Cosere Muunuctpos CCCP or 6/V 1970 r. N2 §26 cpok BECAGHWA YCTAHOBNEH
c 1/VII 1971 r.

Hecobniofienie CTaHAAPTA NPECReAYeTCH NO 3aKOHY

Hacroamuit crasgapr pacnpocrpaHsercs Ha (eppouuobuii u yc-
TaHapJIuBaeT (POTOKOJOPHMETPHUCCKHN MeTOJ OlNpeleseHHs COAepKa-
HUA MbIIIbAKA (NpH coaepxandu Mpimbsgka or 0,001 mo 0,010%).

Merox ocHoBan Ha o0pazoBaHud MOJHOJEHOBOH CHHH B Peayltib-
TaTe B3AUMOMAEHCTBUA [ATHBAJEHTHOrO MBIIbSKA ¢ MOJUDIEHOBO-
KHCJBIM dMMOHHEM B IPHCYTCTBHM BOCCTAHOBHTE/IEH,

MpBHUBAK OTZEASIOT OT CONYTCTBYIOI{HX 3JeMEeHTOB OTTOHKON B BH-
7€ TPeXXJIOPHCTOI'O MBIIIbSIKA.

IlpumeHeHye MmerTOZA NPEAYCMATPHUBAETCH B CTAHAAPTAX U TEXHHU-
YeCKHX YCJI0BHAX, YCTaHAaBJAMBAIOLIMX TexHHYecKHe TpeOOBaHUS HA

$epporuobuii.
1. OSLUIME TPEBOEBAHMSA
[.1. O6mue rtpebopanust kK wMeroay anaamsa — no [OCT
15933.0—70.

2. ATINAPATYPA, PEAKTMBbI M PACTEOPDI

Arnnapar AAs OTTOHKH MBIIIBSIKA {CM. YyepTex).
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l—IDHCTHANAUHOHHAN KoJ6a BMeCcTHMO-
crbio 100 Ma; 2—Hacagka ¢ KaneasHoll
BOPOHKOH; J3—HNednermatop ¢ COETMHH-
TeJbHOH TPYOKOH; 4—3MeeBHKOBEIE X0J10-
BHAbHMK;  S5—GapGarep;  6—upolupka-
IPpHEMHHK; 7—3/eKTDPOIJINTKA.

IlnarunHoBas yamxa Ne 5 no FOCT 6563—58.

Kucnora ¢ropucroBonopoisas (maaBHKoBad kucaora) mo [OCT
10484 —63.

Kucaora asornas no FOCT 4461 —67.

Kucnora cepras no ['OCT 4204—66, pas6asaennas.1:1, u 6 n
pactsop.

Kauauit 6pomucreiii no FOCT 4160—65.

['unpasun coaanoxucanii no FOCT 5856—65.

['unpasun ceprokucaselit no 'OCT 5841—65.

Harpus ruzpar oxucu (marp exxmit) mo I'OCT 4328—66, 40 wu
5% -HbBIl pacTBOpHL W

Coupr sTHI0BHIEA pektwbukoBauuuil no [OCT 5962—67,

Genoagranens no F'OCT 5850-—51, 19%-uplit cnupToBO# pacTBOP;
FOTOBAT cAeAylomuM obpasom: 1 2 deHoadrasenHa pacTBOPAIOT B
600 M. 3THIOBOTO CIUPTA H CMelUBAIOT ¢ 40 Ma BOIHL.

Kann#i mapranuoBokucawt no [OCT 4527—65, 0,1%-mwiit pac-
TBOD.

AmMonruii MoauGaeHosokucanit no FOCT 3765—64, 19%-untit cse-
XKENPHUTOTOBJEHHLIE pacTBOp B 6 H pacTBOpe CepHOM KHCJOTHI.

Onoso nmByxaopucroe no I'OCT 36—68, 0,6%-unifi cBexenpuro-
TOBJ€HHBIH BOIHBIA PacTBOP.

Hatpufi MBIIbSIKOBHCTOKHCIBIH, CTAHAAPTHLIE DACTBOPHL.

Pactsop A; rorosar caeaywomum obpasom: 0,132 2 MBIUbAKOBH-
CTOKHCJOrOo  aHrHipujpa pacteopsiior B 5 M4  5%-Horo pacrtBopa
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€1KOro HaTpa B MepHOH KoJabGe BMecTumocTelo 100 ma, npubapasior
30 ma BoAbl, 3areM jo6aBasior pasGasaennyo 1: 1 CONIAHYIO KHC-
J0TYy 1O cnabOKHCIOH peaxuuH IO JaKMyCy H AOJAHBAIOT BOLOH 10
METKH.

I ma pactBopa A cogepkuT | Me MBILLIBbSIKA.

PacrBop B; rorosar creaywomuM o6pasoM; oT6HpAIOT NHNeTKOM
I ma pacrsopa A B Mepuyio konby BMectumocteio 100 m4 H nouu-
BAiOT IO METKH BOJOH.

| ma pacteopa b coaepxur 0,01 mz MblLuIbsaKa.

Kucnora consnas no 'OCT 3118—67, pasGasiennas 1 : 1.

3. NPOBEAEHME AHATNM3A

Hagecky ¢epponnobus 1 2 moMemiaior B MJAaTHHOBYIO YaukKy,
CMauHBaIOT BOAOH, 100aBAsOT 5—7 Ma HTOPHCTOBOLODOLHON KHC-
JIOTBL W OCTODOXKHO, MO KAaIJAM, NPHAHBAIOT 5 MA KOHLEHTPHUPOBAH-
HOHl a30THOH KHcaOThl. 3areM xobasusiior 10 ma pasbaBiennoi | : 1
CePHOH KHMCJOTH H BLINAPDHBAIOT PACTBOP [0 HayaJa BHILeJEHHS Ia-
poB cepHoro anruapuzaa. Ilocae oxaaxkaeHus OOMBIBAIOT CTEHKH Yalll-
KM 5—10 ma BOZbI H CHOBA BHIIAPHBAIOT PacTBOP O BhiAeJeHHs
napos cepHoro auruapuna. Ilocie oxJa)KAeHHS OCTOPOXKHO NpPHJH-
BAOT 15 M4 KOHLEHTPHPOBAHHOH COJIAHOH KHCJOTBHI H NepeHocsr co-
A€pKHMO€ YallKH BMeCTe ¢ 0C3aJKOM B IHCTHIISIHOHHYIO KOABy
BMectuMocTeio 100 ma. CreHku uamiku ofMeiBamoT 15 ma moawn. B
kondy nobasasior 0,6 2 6pomucroro kanus, 0,5 2 CepHOKHCIOrO WK
COJISIHOKHMCJIOTO THApas3uHa, 4—6 mr. papdopoBblx OYCHHOK, 3aKpH-
BalOT KOOy mpoGKo# ¢ OTBOAHOH TPYOKOH, COeIHHEHHON ¢ XOJO-
AMJIDHHKOM, CTaBAT Ha IJHTKY H OTTOHSIIOT TPEXXJOPHCTHIH MbILIbSK.
Juctuansar cobupawr B Koaby BMecTaMocTbio 100 Mma, B KOTOpYIO
Haauto 10 M2 BOALI WM omymleHa OTBOAHAA TPYGKAa XOMOAHJIbHHKA.
OTronky npopo/mKkaior A0 Tex HOp, H0Ka B KOJIGY-NPHEMHHK He nepef-
JeT ?/3 NepBOHAUAJBHOro 00beMa.

IlonydyeHHBIl  IHCTHAAAT HEUTPaMH3yIOT 10 GeHOAPTASEHHY
40%-HBIM pPacTBOPOM €IKOro HATpa A0 MAJHHOBON OKPAaCKH H 3areM
MOAKHUCJSIOT 6 H pacTBOPOM CEPHON KHCAOTH KO obeciBeYuBaHUL.
[Tocne oxnampenus npubGasasior no xamiasm  0,19%-HbIi pacTeop
MapraHnoOBOKHC/IOTO KaJusl MO YCTOHYHBOH DO3OBOH OKpAaCKH, HeHC-
uesalouled B TeueHHe | mun npuHGaBASIOT 4 MA MOJHOIEHOBOKHCJIONO
AMMOHHSI M M€NJIEHHO, 10 KamiaMm, npuausait 0,5%-ublil pacTsop
XJIOPHCTOTO 0JI0BA O HCYE3HOBEHHA DO30BOIl OKPACKH MapraHLOBO-
KHCJOTO Kaaus u 1 ma B u3OHITOK.

Pacrsop neperocar B mepnyio kon6y BmectumocTbio 100 M4, 1o-
JMHBAIOT N0 METKM BOAOH ¥ uepe3 30 Mun H3MePSIOT ONTHUECKYIO
MJIOTHOCTE pPACTBOPA Ha (OTO3JEKTPOKOJODHMETPE C KPACHLIM CBe-
TOQHABTPOM (MAaKCHMYM cBeTOnponyckauus 640—700 HM), B KlOBeTe
C TOMLIKHOA cios1 S0 MM.
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PacTBOpOM CDaBHEHHS CAYKHUT BOJA.

OmHOBPEMEHHO INPOBOAAT KOHTPOJBHBLIH ONBIT Ha 3arps3HeHHe
peaKTHBOB.

3.1. [Toctpoenue xanuOPOBOYHOTO rpadHka

B lecTb CTAKAHOB MJAM KOHHUECKHX KOJAO BMECTHMOCTbIO IO
100 M4 npuamBaloT mumeTkol WM MukpoGoperxod mo 0,5; 1,0; 1,5
2,0; 2,5; 3,0 ma cramgaprTHoro pacrsopa b, mnpubasnasor mo 10 ma
oAbl # mo kanasMm 0,19 -Hel pacTBOp MapraHuOBOKHC/AOIO Kanaus A0
HeHCye3alliero B TedeHHe | MuUM PO30BOrO OKDAUIMBAHHA. 3areM
npubapasiior no 4 Ma MOAMOIEHOBOKHCJIOTO AMMOHHMS H MEI/IEHHO,
mo kanaaMm, 0,5%-HBlil pacTBOpP XJOPHCTOTO 0/0Ba N0 HCUESHOBEHHA
p030BOH OKpack# H | sa B H3ObITOK. PacTtsop mepenuBaioT B MEPHYIO
KoJa6y BMecTHMOCThbio 100 M4, TOMHBAIOT 10 METKH BOJOH H Iepeve-
musawT. OUTHYECKYI0 JOTHOCTL PacTBOpa HaMepsioT Ha GoOTo3Nex-
TPOKOJIOPHMETPE, KaK yKa3aHo B pasi. 3.

[To HalifeHHbIM 3HAa4eHHSM ONTHUECKOH INJIOTHOCTH C YYeTOM IIO-
NpaBKH KOHTPOJBHOTO ONBITA H COOTBETCTBYIOHIHM HM KOHUEHTpa-
UHMAM MBILIbAKA CTPOAT KaauGpPOBOUHBIN rpadHx.

4. MOACYET PE3VALTATOB AHANIM3A

4.1. Comepxanue Mblmbsika (X) B mpomeHTax  BBIYHCJAAIOT IO
Ppopmynam:
NPH NOCTPOEHHH KaAuOpOBOUHOrO rpadHka

g - 100
G-1000°

rae:
g — KOJHYECTBO MEIIBSAKA, HalileHHOe 10 KaJauOpOBOYHOMY rpa-
QUKY, B Me;
G — uaBecxa B 2
MpH CPABHEHHI CO CTAHAAPTHBIM PACTBOPOM MBIIILAKA

X, = ¢(D—Dy 100
(D2—Dy) - G
rze:
g — KOJHYeCTBO MBILIbSIKA B CTAaHIAPTHOM pacTBOpe B ¢&;
D — ontuyeckas NMJOTHOCTb HCHLEITYEMOIO PacTBOpa;
D) — onrtuyeckas TJIOTHOCTH pacTBOpa KOHTPOJBHOIO ONBITA;
Dy — onrtHueckas MJIOTHOCTb CTAHZAPTHOTO PacTBopa;
G — HaBecka npoObl B 2.



4.2. JlonyckaeMbple pacxOXKIEHHs MeXAy pe3yJbTaTaMH aHa/JH3a
He NOJI)KHBI PEBBINIATh BEJTHUMH, YKA3aHHBIX B TabJulLe.

ComepxaHHe MHLIbAKA B %

Honyckaemble paACXoXACHUS
MeXAYy KpARHHMH pPe3yIbTaTa-
MH aHaausa B abc. %

Or 0,001 mo 0,003
Cs. 0,003 , 0,005
., 0,005 _ 0,010
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0,00050
0,001
0,002



