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FOCYARAAPCTBEHHDBA CTAHAAPT COK3A CCPp

'OCT
13151.11—-77

DEPPOMOINIMBAEH

Mertopn onpefencHMs COAlEPaHMA MbIllkAKA

Ferromolybdenum. Method for the determination

of arsenic content Biamen

roct 13151.11—67

NocraHoBnenuem FocypapcrseHHOro Komurera cravgapros Coeera Muuucrpos CCCP
or 22 pekabps 1977 r. Ne 3005 cpok geicrBua ycraHOBNeH

¢ 01.01. 1979 r.
no 01.01. 1984 r.

Hecobniogenue cranpgapra npecnegyercs nNo 3aKOHY

Hacrosamun crasaapt ycTaHaBauBaeT (OTOMeTpPHUECKHH MeTOoL
onpeeyeHHs COAepXKaHHA MHIUIbAKA (IIPpH MacCOBOH J0Jie MHIIbAKA
OT 0,005 O 0,05%).

Meton ocHoBaH Ha 00pa3oBaHHH MBIHIBSIKOBO-MOJHOIEHOBOH KHC-
JIOTHI H MOCJEeAYIONIEM BOCCTAHOBJEHHH ee B XJIOPDHOKHCJIOH cpele
CepHOKHCJBIM THAPAa3HHOM JO KOMIIJIEKCHOTO COeNUHEeHHs, OKpalleH-
HOro B CHHHH 1BeT. ONTHYECKYI0 IJIOTHOCTh OKpAllleHHOI'0 pacTBOpa
U3MEPAIOT HA CHEKTPOPOTOMETpe NPH Aonr 8340 HM HIAH (HOTO3JEKTpO-
KoJlopuMeTpe B oOjgactu cBeronponyckanuss 590—670 uMm. Mpimbsk
NpeBAPHTENBHO OTHAENSIOT OT MEIIAUIUX 3JeMEHTOB OTrOHKOH B
BUJle TPEXXJIOPHCTOrO MBIIUBbSAKA W3 3,0 H. PaCTBOPa COJAHOH KHCJIOTH.

1. OBLLUIME TPEBOBAHMA

1.1. O6mue TpebGOBaHUA K  METOALY anaau3a—mno [OCT
13020.0—75 co caenyioUluM I0TOJHEHHEM.

1.2. IIpo6nr or6uparor no I'OCT 20279—74 uau JAPYTHMH MeETO-
naMu, obecneynBaIUMH TOYHOCTb OTOOpA, YKa3aHHYI0O B 3TOM CTaH-
papre.

1.3. JlabopaTopuas mnpoba moaKHa OHTH TPHTrOTOBJIEHA B BHAE
TOHKOro IMOpolIKa C pa3MepoOM YaCTHL, TNPOXOAALIHX 4Yepe3 CHTO C

cetkoit Ne 016 no 'OCT 6613—73.

M3gaHue ohxuManbHOe Nepeneuyartka BoOcCnpeuieHa

*
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2. ANINAPATYPA, PEAKTUBblI MU PACTBOPDI

D O0TO3/1eKTPOKOJIOPHMETP HJIH CEKTPOPOTOMETP.

[Ipnb6op anst orroHKH Mbimbsika o I'OCT 14204—69 uau HHof
KOHCTPYKILHH.

Kucaora consinasg no 'OCT 3118—77.

Kucsora cepiass no I'OCT 4204—77 u pa3zGasseHHas 1:1.

Kucnora asorHas no I'OCT 4461—77 u pasbaByaeHHas 2:3 u | : 3.

Kucnora xnopHasd, 57 % -HeIA pacTBOP.

Kaaui 6pomucteii no 'OCT 4160—74.

Avmonnii MoaubaenoBokucanii no 'OCT 3765—72, nepekpucrad-
JIH30BAHHBIH H3 CIOHPTOBOro pacrtBopa. llepekpHcrajyiH3anHio NpoH3-
804AT ciaelyolUuM oOpasoM: 200 r MoauOAEHOBOKHCJOIO aMMOHHSA
PpacrBopsawT B 400 Ma Boawl npu HarpesaHuu ao 80°C. Pacteop ¢uib-
TPYIOT 4epe3 IJOTHBIH (QHIBTD, oXJaxnaiT, npuaubaioT 300 Ma 3TH-
JIOBOIO CHHpPTa, NepeMeUInBalOT H 4Yepe3 | 4 OCajoK IOJ BaKyyMOM
OTQHIBTPOBHIBAIOT HA (HUJABLTP CpedHEeH IVIOTHOCTH, NOMEIIEeHHHH B
BOpOHKY broxHepa. Ocaiok NpoMbIBalOT 2—3 pa3a 3THJIOBLIM CIHp-
TOM H BBHICYIUHBAIOT Ha BO3JIyXe.

I'nppasun cepHokucanii mno 'OCT 5841—74 wu 0,15%-Hb1it pac-
TBOP.

CMech XJopHoMoJsiHOdaTHAsl; TFOTOBAT CJaeAyOUHM obpa3oMm: S5 r
MosinOagaTa aMMOHHS pactBopsAwT B 100 MJa BOABLI NIPpH HarpeBaHHH H
oxJqaxaalwT. B crakad BMectuMmocThio 1 a1 Bausaior 500 M BOAH,
Jo6asasdoT 230 MJ XJOPHOH KHCJAOTH IJIOTHOCTHIO 1,51 r/cm3, nepe-
MEIIHBAIOT M MocCTeneHHO (npH B36aJTHIBAHHH) BBOISIT PAacTBOpP MO-
Jubgara amMmoHufa. [lepeHocaT pacTBOp B MepHYIO KO0y BMeCTHMO-
CThi0 1 JI, HOJIUBAIOT MO0 METKH BOJAOH H TIepeMelIHBaloT. PeakTusn
cogepKHUT npubausurenoHo 0,4% TpexokucH wmoaubaeHa B 2 H. pac-
TBOpEe XJIOPHOH KHCJIOTHI.

I'mapookuck Hatpus (Hatp exkuit) no 'OCT 4328—77, 5%-Hul#
pacTBOpP.

Cnupt stuaoBHH pekTHdHKOBaHHBIN no ['OCT 5962—67.

CranapTHble PAacTBOPHl MBIIIbIKA.

PactBop A; roroBat caeanyiomuM obpasoMm: 0,132 r TpexokucH
MBEILIbAKA pacTBOpsAOT B O Ma 5%-Horo pacTtBopa THADOOKHCH HaT-
pus, pa3basasioT BoaoH A0 200 ma M npuOaBAAIOT CEPHYIO KHCJOTY,
pa36aBsieHHy1o |:1, Do HeliTpanbHON peakUHH MO JakKMycy. PacTBop
nmepejHBalOT B MepHYK Koa0y BMecTHMOCTbIO | J, monuBaloT BOAOH
IO METKH H mnepeMelllBaloT.

1 ma pacteopa A cozepxurt 0,0001 r MpiIpsaKa.

Pacteop B; rorosar caeayiomum ob6pa3om: 10 M pacrBopa A mno-
MeIlaloT B MepHVIo Koa0y BMectiMocTbio 100 MJa, AOJHBAIOT 10
METKH BOJIOH H MepeMellIHBAaloT.

] ma pactBopa b coxepxur 0,00001 r mbeImbsAKa.
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3. NPOBEAEHME AHAJNN3A

3.1. Maccy HaBecKH ¢eppoMonubaeHa onpeneysiloT B 3aBHCHMO-
CTH OT COJepKaHHUS MblLIbsKa no tabJ. 1.

Tabauua |

Maccorasi Aons MbllbAKa, % Macca HaBeckH deppoMonuOoeHa, r

w el —-————-——-—-—-—_—-—-ﬂ—_—ﬁ—-—_-_i——-_ﬂ—_—_—_—.—-_____

Or 0,005 no 0,010 0
Cs. 0,010 . 0,020 0,25
. 0,020 . 0,050 0

HaBecky ¢eppoMosnbaeHa noMeulalor B CTakaH BMECTHMOCTBIO:
250 Mg, npuauBanT 30 MJI  a30THOH KHCJAOTH, pa3baBieHHOH 1:3,

CTaKaH HaKPHIBAIOT YaCOBLIM CTEKJOM H pacTBOPAIOT HABECKY IIpH
yMepeHHOM HarpeBaHuHu. Ilocse pacTBopeHHsI HaBeCKH CO CTaKaHa
CHUMAIOT YaCOBOE€ CTeKJ0, KOTOpOe IpeABapUTEJbHO OOMBLIBAIOT He-
OOJBIIHM KOJHYECTBOM BOAbI, HNpHAHUBAIOT 10 MJa CepHOH KHCJIOTHI,
pas6aBJsienHod 1:1, ¥ BHIIAPHBAIOT N0 NOSBJEHHS IIapOB CEPHOH KHC-
JIOTHI.

CoaepXHMOe CTaKaHa OXJaXAaloT, OOMBIBAlOT CTEHKH CTaKaHa
BOJOH W BHOBb BHIIIADPHBAIOT PacTBOP [0 MOSABJEHHSA INapoOB CEPHOH
KHCJOTHL. Ilocje oxJaKJaeHHsI pacTBOpa MNPHUJIHBAIOT 15 MJ CONsIHOH
KUCJAOTBL U 50 Ma BoAbl. PacTBOp KOJHYECTBEHHO NMEPEHOCAT B JHCTHJI-
JSUHOHHYIO KOJOy, cTakaH onoJsiackuBaloT 10 MJ CONSIHOH KHCJOTHI,
NPHUCOENHHAS ee K OCHOBHOMY pacTBOpy. B IHCTHIJISUHOHHYIO KOJOY
npubasasior 0,5 r 6pomucroro kaJjus, 0,0 r CEpPHOKHCJIOrO THAPAa3HHA
H MeI/JA€HHO OTTFOHSAIOT XJOPHCTHIMI MBIbAK. JLHCTHANAT coOHpaloT B
cTaKaH-PHEMHHK, Kyfa mnpeiBapHTenbHo BaAMBaOT 90 Ma Boabl. OT-
FOHKY NMpPOJOJIKAlOT AO TeX Iop, MOKa B NPHEMHHK He Tepeijer /3
nepBOHa4YaJbHOro oobeMa pacTBoOpa.

IucTunnst nepeHocat B crakaH BMecTHMOCTbIO 300 Mu. CTeHKH
NMpHEMHHKAa OMOJAacKHBaloT 15 M/ a30THOH KHCJIOTH, pa30aBieHHOH
9.3 He60JbIIHM KOJHUECTBOM BOJABI OMOJacKHBAlOT O6apborep, cOOH-
pasi POMBIBHYIO XKHIKOCTb B TOT XK€ CTakaH. PacTBOD BHINIADHBAIOT
nocyxa (mpu ciaboM HarpeBaHHH), a 3aTeM BHIACPKHBAIOT B CyLIHJIb-
HoM 1wkady npu 130+10°C B Teuenne 30—40 MuH. K cyXoMy ocTaTkKy
npu6apasior 20 Ma XJIOpHOMOTHOAATHOH cMecH H 1 MJa pacTBOopa cep-
HOKHCJIOTO THAPA3HHA, HAaKPBIBAIOT CTaKaH 4acOBHIM CTEKJIOM H Harpe-
BAalOT PACTBOp Ha KHNsuledi BOAsHOi GaHe B TeueHHe 15—20 MHuH.
PacTBOp 0X/aX[aloT, I[E€pPEeHOCAT B MepHYI0 K00y BMECTHMOCTHIO
50 MJI, OMOJACKUBAIOT CTEHKH CTAKaHOB XJIOPHOMOJHOAATHOH CMeECHIO,
JIOJIHBAIOT 3TOH Ke CMecChblo 10 MEeTKH H NepeMelInBaloT.

OnTHyecKyl0 NJOTHOCTb pacTBOPOB H3MepAKOT Ha CrieKTpo¢doTo-
MeTpe NpH Aonr 840 HM HAH  QOTO3JEKTPOKOJODHMETDE B ob6/1aCTH
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ceetonponyckanua 590—670 uM. B KauecTBe pacTBOpa CpaBHEHHS HC-
OJIb3YIOT BOAY.

CopepxkaHHe MBbIIIbAKA HAXOAAT MO TrPagyHPOBOYHOMY rpadHKy cC
Y4YeTOM NONPABKH KOHTPOJIBHOTO OIIBITA.

3.2. [locTpoeHHe rpafAyHpoBOUHOTro rpaduxa

B nsarp crakaHoB BMecTHMoOCTbIO 1Mo 50 MJa nomemalor 1, 2, 3, 4
U 6 Ma craupaptHoro pactBopa b. lllecTtoit ctakaH, He colepiKaliHi
CTAHJApPTHOro pacrBopa b, cayKHUT AJA NPOBeAEHHA KOHTPOJBLHOTC
ONbITa Ha CoAepXKaHHe MBIIIbSKAa B peaktuBax. IIpubaBasiOT B Kax-
AL CcTakaH mo 15 My a30THOH KHCJAOTHI, pa3faBjeHHOM 2:3, BhiNa-
PHBAIOT PAcTBOPHI MOYTH JOCYXa H BHAEPIKHBAIOT B CYLIHJbHOM LUKA-
¢y npu 130+=10°C B Tteuenne 30—40 muH. [lanee aHa/JIH3 BeAYT Kak
ykaszaHo B 1. 3.1. [lo HaliieHHHIM 3HAYEeHHAM OMNTHUECKHX MJOTHOCTEWH
CTPOSAAT rapAyHPOBOUHHIA rpadHK.

4. OBPABOTKA PE3YJILbTATOB

4.1. MaccoByi0o noJ0 MbIIbAKA (X) B INPOUEHTAX BLIYHUCASIOT IO
dbopmyJie

¥ = m-100

m,y

rape m — Macca MBIlIbsiKa, HaWjJeHHass 10 rpaiyHPOBOYHOMY rpagHu-
Ky, T;
m; — Macca HaBecCKH, T.
4.2. AGcosloTHBEIE OONMycKaeMble pAaCXOXIEHHS MeXIy pe3ylbTa-
TaMH IapaJJeJbHbIX ONpejeseHHH He JOJKHBI NpEeBHIIATb 3HaUeHHH,
VKa3aHHbIX B TabJ. 2.

Tadbauuwa 2

AGCONIOTHRIE AONYyCKaeMbie

MaccoBasi OOJs MbllIbsika, % DacXOMAEHHA, %
Or 0,005 no 0,008 0,003
Cs. 0,008 , 0,020 0,005
. 0020 . 0,050 0,008
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Usmenerne Mo 1 TOCT 131511177 deppomoanbaen. Merox onpepenenns copep-
XEAHHS MBIIIbAKA

Yreepxneno u BBeicHO B AelictBHe IlocramoBaendeM IOCYAapCTBEHHOr0 KOMHTETa
CCCP no cranpapram or 03.12.87 N 4366

JXara meeneuusg 01.01.89

[Ton wauMeHoBaHHEM cTaHzapTa npoctaBATh k041 OKCTY 0809.

[lo BceMy TeKCTy cTaBfapTa 8aMeHHTb €ARHBHOHNI MJ Ha cM? g Ha aMmS

BBoauas 4acTth, 3aMeHHTb ¢lJ0Bai «B3 3,5 H. pactBopa» Ha <«H3 3.5 Moab/ams
D aoTBOpay.

Pasnen 1, 3amenuts cchaxgB: [OCT 20279—74 nma TOCT 26201—84, TOCT
6613—73 wa 'OCT 6613—86.

Pa3nen 2, 3aMennTh cJ10Ba B CCHAKY: «0,15 %-HHA pacTBOp» Ha «pacTBOP C Mac-
coBofi koHmeutrpauuelr 1,5 r/am3»; «0,4 % Tpexoxuck MosHGAERa B 2 H. pacIBOped
Ha «4 r/aw® TpexoxkHcH MoauOaeHa B 2 Moab/nM® pacrBopes; «5%-umfi pacTBop» Ha
«DacTBOp ¢ MaccoBoft KoHueHTpanneR 50 r/fam®»; 'OCT 3765—72 ua I'OCT 3765—78
HCKJIOIUTR ¢NOBa; «nJioTHOocThio 1,51 r/cM®» B «5 9% -HOro»:

ONHHHAALATHH, ABEHAANATHHA al3alk H3JOXKHTb B HOBOA pemakuuH: «Hartpus
raapooxkucs no I'OCT 4328—77, pacTBop ¢ MaccoBo#l KOHUeHTpauHeR 50 r/aM3

CnupT 3THNOBHA peKTHPHKOBaHHBIA TexHHYecKHA mo TOCT 18300—S87s.

[Tyukr 3.1. [locnenuuit a63au. 3aMeHuTb cJ0BO; «Coxepxauue» Ha «Maccys,

[TyHkr 4.2 H3/J0XHTE B HOBOf pefakuuu: «4.2. AGCONIOTHHIE PACXOXKIEHHS pe-
SyJbTaTOB TPEX NapajJeJbHHX ONpelesieHHH He MOJKHH MNpeBHINATh HAONYyCKaeMhX
BHaYeHHUH, YKa3aHHHX B TabJ, 2

Tabaunma 2

Maccosan nons MuillbAKa, % AGCONIOTHBIE JONYCKaeMble PaACXoKIeHIIA, %
Or 0,005 no 0,010 BxaI0U, 0,003
Ce. 0,010 » 0,020 > 0,005
» 0,020 » 0,000 » 0,008

(MYC Ne 2 1888 r.)



COAEP)XAHHNE

TOCT 13151 277 ®eppomoanbacH Metoa onpeaeseHus COACPXKAHHA BOJb-

bpaMa [
T'OCT 13151 3—77 deppomonubaen MeTon ONpelesenHst CoAepXKaHHdg yrJe-

poaa 5
1 OCT 13151 6—77 @eppovonubaen Meton omnpelenacHus cojepxaHus Qoc-

popa 7

I'OCT 13151 7—77 ®eppoMonulaen Merog onpelesaenud CoAepKAHHA Mean 13
FOCT 13151 8—77 ®Deppomonubaen MeToanl olpeaeseHUd COACPXKAHHA LHH

Ka, CBHHIIA H BHCMYTa 16
[OCT 13151 9—77 ®Peppomoaubier Mertoq olnpeAeaeHud COAep:KaHUA oJoBa 22
OCT 13151 10—77 ®eppomonnbaen MeTor onpeleseHHs] COAEPXKAHHA CYPb

M bl 20
I'OCT 131561 11—77 ®eppomonubien Meron  omnpeneseHHs  COleprKdAHNA
MbllIbSIKA 28

Penakrop 7. B Cve a
Texwnuueckut pepakrop B [0 Cuuprosa
Koppextop A C UYenvoycosa

Cnano B HaC 040178 Hoagn B nmeu 170378 20 m a1 209 v u~ra a Tup 10000 Ilena 10 Kom.
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