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MeToabl onpelefeHHs MBIIULAKA

Nickel, , nickel and copper-nickel alloys.
Methods for the determination of arsenic

OKCTY 1709

Jlata seepenus 01.01.93

Hacrosimnit cTanmaprt ycraHaBJauBaeT (JOTOMeTPHYECKHE METORH
ONnpelesieHHs] MBILIbSAKA (IPU MaccoBO# AoJe Mbilibska ot 0,0005 no
0,05 %) u aToMHO-26COPOLHOHHDBI MeTOJ ONPeAeNeHHs] MbllIbAKA (NpH
maccoBoit nose ot 0,005 a0 0,05 %) B HHKeJe, HHKeJeBbIX H MeLHO-
nukesepblx cniaBax no F'OCT 492 y TOCT 19241.

1. OBUIHE TPEBOBAHHUA

O6wue tTpeGoBaHus K MeToAaMm aHajusa — no FOCT 25086 ¢ no-
nonnenneM no pasa. 1 TOCT 6689.1.

2. 3KCTPAKUHOHHO-$OTOMETPUYECKHHA METOL
ONPENEJMEHHS MbIIIbSAKA

21. CyumHoCTb MeTOjaa

"MeTon OCHOBaH Ha O6pAa30BAHHHM JKEJTOTO MbilllbSIKOBOMOJHGAEHO-
BOrO KOMIIJIEKCA C HOCJEAYIOLIHM BOCCTAHOBJIEHHEM €r0 CePHOKHCJIHIM
THAPA3HHOM [0 MBIIIbSIKOBOMOJHOAEHOBOH cHHH. MeTox BKJIOUaET
OTAENEHHEe MBIUIbSIKA OT OCHOBHBIX KOMIIOHEHTOB CIUIABOB COOCaXkie-
HHEM C THADPOOKHCBHIO JKeJe3a C IOC/eAylollell 3KCTpaKiiuell B Buje
Hopupa Mbilibsika (I11) yeTLIPEXXJNOPHCTHIM YFJIEPOJOM H PE3KCTPaEK-
1 HeH ero BOAOH.

22 AnnapatTypa, peakKTHBH H PacTBOpH

POTOEKTPOKOJOPHMETP HJIH CHEKTPOPOTOMETP.

Kucnora azotHas no F'OCT 4461 u paz6aBaennas 1:1.

Kncaora coasnas no [OCT 3118 u pazGasnennas 1:1 u 1:3.

‘

Hananue odHUHAAbLHOE
© H3anareabctBo cranaapros, 1992

Hacrosumuii cTaHRAPT He MOXKeT GblTb MOMHOCTHIO MAM YACTHYHO BOCNDOH3BEAER,
THPaXKHPOBAK K pacnpocrpaHen Ges paspewenns Mocctanrapra Poccun’
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CMech KHCJOT AJsi PAaCTBOPEHHS: KOHUEHTPHPOBaHHblE a30THa# U
COJISIHASA KHCJOTHl B COOTHOLLEHHH 1:3.

Kucaora cepuas no T'OCT 4204 u pasbasaennas 1 4u3 MoJab/am3
pactBop.

Kucnora ¢ropucroBogoponnas no FOCT 10484,

Amwmuax Boaneii mo FOCT 3760 u pas6asaennsrii 1:50.

Bomopoxna nepekucs mo 'OCT 10929,

Kanuit fionucreiit no T'OCT 4332, pacTBOp B KOHIIEHTPHPOBAHHOH
COJIAHOH KHcJoTe: | r #oZHCTOro Kanus pactBopsiioT B 60 cM® KoH-
HEHTPHPOBAHHOH COJISIHOH KHCJOTHI; FOTOBAT B JeHb NPHMEHEHHS.

TIpoMBIBHOH pacTBOP: TPH YACTH pacTBopa HOJLUCTOrO KaJHsi CMe-
HIMBAIOT ¢ OJHOMH 4acTbIO BOAH.

CnupT 3TUOBBIA peKTH(pHKOBaHHbm texuuuyeckuii mo FTOCT 18300.

Tuapasuu ceprokucaetit no JOCT 5841 u pactBop 1,5 r/am8.

Ammonunii MonubaesoBokucanii no FOCT 3765, pacreop 10 r/am3
8 3 MOJIb/AM3 PACTBOpPe CEPHOM KHCJOTH; MOTOBST H3 NMEPEeKPHCTaJJIH-
30BaHHOTO MNpenapara. Hepexpncmnnnsaumo MOJUOAEHOBOKHC/IOIO
ammonust npoBoadar no F'OCT 6689.7.

Cwmech peaknuoHHasi: K 50 ¢m® pacTBopa MOJHGAEHOBOKHC/IOrO
aMMOHHS npuOaB/sioT 5 cM® pacTBOpPa CEPHOKHUCAOrO THAPAsHHA H
AOJUBAOT BoAoH Ho oO6bema 100 cm?; roTOBAT B AeHb NPHMEeHEHHS.

KBacubl xenesoammonnitupte no HTJL, pactBop 100 r/am3.

10 r kBacuos pacTBOPSIOT MPH ~ HarpeBaHHH B 70 cM® BoABL M
5 cm? KOHIle}{TpHpOBaHHOH a30THOH KHCJIOTBHI, PacTBOP (QHALTPYIOT H
pasbaBasor Bogoid ao 100 cmd.

Kanuit mapranuoBokuciaeit mo FOCT 20490, pacteop | r/amd.

Cepe6po asotHokHc0e 1o TOCT 1277, pactop 10 r/am’.

Harpus runpookncs no TOCT 4328, pactsop 100 r/am3.

Penondraneun, pactsop 10 r/aM3 B 3THIOBOM CIIHPTE. nis

AMMoHHi Hagceprokucanii 1o TOCT 20478.

Yraepon yernipexxyaopucrtoiii no FOCT 20288

AHrHAPHA MBIUbSKOBHCTHIH,

~ CranjapTHble pacTBOPbLI MblllIbSKA.

PactBop A: 0,132 r MblIUbSIKOBHCTOrO @HTHAPHIA PACTBOPSAIOT NIPH
narpesanuu B 10 cM3 pacTBOpa rHAPOOKHCH HaTpUs, NepeBOAAT PacT-
BOp B MepHylo Koa6y BMecTHMOCTbIO 500 cM3, HefiTpanusyoT no de-
HoJTa euny consiHoit KucaoTol (1:3) M AONMBAIOT BOLOH 10 METKH.

1 cm® pactBopa A comepxkut 0,0002 r mpiIbAKa.

Pacteop B: 25 cm® pactBopa A nepeHocaT B MepHyI0 KoJa6y BMec-
THMOCTbIO 500 cM3 i 10UBAIOT 10 METKH BOLOH.

1 cm® pactBopa B comepxkut 0,00001 r MblwbsKa.
«»23. IlpoBeneHnue aHadH3a

.. 23.1. dan cnaasos, codepmauyux menee 0,1 9 - KPEMHUSR U: He- CO-
deprauyux xpom u eoabd)pam
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Hagecky cnutaBa (cM. Ta6s. 1) nomeulaloT B cTdKaH BMeCTHMOC-
Thio 250—300 om3, nobaBaswor 20—30 cM? asornolt kucaorwt (1:1),
HAKPBIBAIOT Y4COBBIM CTEKJOM, CTEKJSIHHOH WJH NJaCTHKOBOH mjiac-
THHKOfl H pactBopsloT npu HarpeBaHuu. [locse pacTBopenysi HaBeCKH
4acoBoe CTEKJIO MJIH IIJAacTHHKY M CTEHKH CTakaHa ONOJaCKHBAIOT BO=
A0H, pacTBop pasbaBasiorT Boloi Ao 120—150 cM3, no6Gasasior 1 cmd
pacTBopa XeJIe30aMMOHHIHEIX KBAacCHOB (NMPH MaccoBOH 1oJe XKeJje3a
B cnJjaBe Gomee 0,1 % xesesoaMMOHHBHBE KBacubl He 106aBisioT),
narpeBator 10 60—70°C u ocax1alOT THAPOOKHCh XKese3d, 0OCTOPOXK-
HO L002BJSis KOHUEHTPHPOBaHHBIE aMMUaK Jo o06pa3oBaHHsa pacTBo-
PUMBIX aMMHAUYHBIX KOMIJIEKCOB HHKeJsT H MelH H CBepX 3TOro elle
5—6 c¢m® H30LITKa aMMHaKa.

Tabauna i

Macca Mepuast <oaga AJTMKBO A%

Maccosast goast Melilbsiia, % CUAABA, T BYECIUMUCTLIO, wacTh

’ cm? pacrsopa, cM?

Or 040005 po 0,0015 BKJIOH. a — Beer pactsop

Cu. 0,0015 » 0,005 » 1 — Been pacisop
> G005 » 0,01 » 1 50 20
> 0,01 » 0095 > 0,5 50 20
» 0,025 » 0,05 > 0,5 100 20

Pacteop BeAepxKHBalOT B Teuenne 30 mun npu 6070 °C pas xoa-
IyJsAI0MH OcafKa THAPOOKHCH »kede3a. OcajoKk OTQHALTPOBLIBAIOT Ha
QHUALTP CPeAHEH MJIOTHOCTH, CTAKaH H 0CaloK MpOMbIBalOT 6—8 pas
ropstuM pactBopom ammuaka (1:50), pactBopsioT Ha (GuabTpe 25 cM
ropsiueli cepHo#l KHcJa0Thl (1:4), cobupas pacTBOP B CTaKaH, B KOTO-
POM NPOBOAMJOCH Ocaxpaenue. PuAbTP 5—7 pas NpoMLIBAIOT ropAdeh
BOJOH (ecsau B cIJiaBe MPHCYTCTBYEeT MapraHell, TO NPH PAacCTBODEHHH
ocalka B CTakaH A00aBJSIIOT HECKOJBKO Kaleb NePeKHCH BOAOPOAA).
Ocaxpenne, GuibTpoBaHHe, NPOMHBaHHe H PacTBOPeHHE OCaaKa
IPOBOAAT TPHAKAH. PacTBOp ymapHBalOT AO NHOsABJeHHA Oesoro 1biMa
cepHoii KucaoTH. [locse OXJaXkKAEHHs ONONACKHBAOT CTEHKH CTAKaHA
BOJOI H MOBTOPAIOT ylapHBaHue JO MOsiBIEHHS GeN0ro IbiMa CepHOMN
KHCJOTH, 3aTem aofaBasor B crakal 0,2—0,3 r cepHOKHcaOrO rufipa-
3uHa W HarperatorT 5—10 MuH.

[Ipu maccoBo¥ noje Mblubska B cniaBe MeHee 0,005 % ocrartor
nocJe BHIIIAPHBAHHS PacTBOPAIOT B 15 ¢M® BOAH, pacTBOp NMOMemiaioT
B JeJIHTeJbHYI0O BODOHKY BMecTHMOcTblo 250—300 ¢m® 1 onoaacku-
BalOT CTEHKH cTakaHa 5 cM® BOJHL

[Ipu maccoBoii nosie Mbiulbsika B cnyaBe cBuiue 0,005 % B crakan
po6GaBasior 35—40 cM3 BOALL, pacTBOP NOMELIAlOT B MEPHYI0 KoJ6y
(cM. Taba. 1) u pas6aBasAlOT 10 MeTKH BOAOH. AJNMKBOTHYIO 4acTh —
20 cm® noMelaloT B JENHTEJbHYIO BODOHKY BMeCTHMOCTbIO 250—
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—300 cm3, jgo6apasior 60 cM® pacTBOpa HOAHMCTOrO  KAaJif,
30 cM® YeTHIPEXXJOPUCTOTO YIVIepoda H SKCTParHpywT MEIIbAK B Te-
yeuue 2 MuH. OpraHuyecKufl CJOH IOMELIAalT BO BTOPYIO JEJNHTE/b-
HYI0 BOPOHKY BMecTHMOCTbIO 100—150 cm3, a B mepBywo J00aBJsiiOT
15 ¢M3 YeTHIPEXXJIOPUCTOrO YIVIEPOAA H INOBTOPSAIOT SKCTPAKUHIO elie
pa3. DKCTpakTH OODbeJUHSIOT, IPOMBIBAIOT B TeueHHe 2 MHH 20 cm?
NPOMBLIBHOTO PACTBOPA M IOMeLlAOT OPTaHHYeCKHH CJIOH B TPeTbIO Je-
JHTEJbHYIO BOPOHKY BMecTHMOCTbIO 100—150 cM3, B Hee po6aBasior
15 cM® BOAB ¥ MPOBOAST PE3KCTPAKUHIO MblUIbsKa B TeUEHHE 2 MHH,

OpraHnuecKHil CJI0H CAHBAIOT B 4eTBEPTYIO AEJHUTENBLHYIO BOPOHKY
BMecTHMOCTBIO 100—150 cM® u HOBTOPAOT PEIKCTPAKIUHIO B TeX XKe
ycioBusix. BoJHble peKCTPaKTHl NOMEWAOT B MEPHYI0 KO0y BMeCTH-
MocTbio 50 cMm3, 100aBJsAIOT N0 KaNJAM PacTBOP MapraHIOBOKHCIIOIO
KaJiusi JJO YCTOMUHBOH pO30BOH OKPAacKH, KOTOPYIO pas3pylianT, JHA0-
GaBJiAsi O KamsM PacTBOP CEePHOKHCAOTO ruApasuna, Jo6aBasiioT
4 cM® peakIMOHHOH CMeCH H KOJ0Y C PACTBOPOM MOMeUlaloT B KHUIIA-
myio Bojasinylo Oanio, Cuyctss 10—15 MuH, pacTBOp oxJaxAalT, 10-
JIHBAIOT [0 METKH BOJOH B H3MEPSIOT ONTHYECKYIO IVIOTHOCTb PacTBopa
Ha (OTOJEKTPOKOJOPHMETPe C KPACHBIM CBETOMHIBTPOM B KIOBETE C
TOJUIMHOH Torjollamuiero ceer ¢aosi 1 ¢cm. PactBopom cpaBHeHus
CJYKHUT PACTBOD KOHTPOJBHOTO OIBITA.

2.3.2. Haa cnaasos ¢ maccosor doaeti kpemuus cevitue 0,1 Y

HaBecky cnnaBa (cm. Ta6.. 1) momeulaloT B IJIaTHHOBYIO UYallKy,
po6asiasor 20—25 cm® asotHoii kKHcaoTh (1:1), 1—3 cm?® dropncro-
BOJIOPOJHOH KHCJOTH H pacTBOPsAIOT npu HarpeBanuu. Ilocie oxnax-
JEHHMsT CTEHKH YallKK ONOJACKHBAIOT BOLOH, [00aBisiior 5 ¢M3 KOH-
LEHTPUPOBAHHON CepHOM KHUCJIOTH M PacTBOP yIapuBalOT L0 Hayaja
BhilesieHUs 0esoro JAbiMa cepHOH KHCJOTH, Hallky ox/axkAaloT; OINo-
JIaCKHBAIOT CTEHKH BOJOH H HOBTOPSAIOT ynapuBaHHe A0 HauyaJja Bblje-
JeHds Gejoro AbiMa cepHoit KucjaoThl. llocie oxsaXKJaeHUS OCTaTOK
PacTBOPSIIOT NpH HarpeBaHuu B 35—40 cM® BoAHl, NOMeIAIOT B cTaKaH
BMecTHMOCTbIO 250 cm3, pasbasisioor Bogoi Ao 120—150 cm®, Harpe-
Baior Jo0 60—70°C u ocaxzgalT I'4JPOOKHCH KeJjie3a, OCTOPOXKHO JO-
6assissi aMMHaK A0 06pa3oBaHHsl PACTBOPHMbIX aMMHMAYHBIX KOMILJICK-
COB HHKCJSA H MeAHd W CBepx 3Toro eille 5—6. cM® H36BITKA aMMHUaKa.

JaJiee aHasius BelyT, Kak yKas3aHo B 1. 2.3.1.

2.3.3. Aas cnaasos, colepicaujux Xpom

Hagecky ensnaBa (cm. Ta6J. 1) moMellaloT B NJIATHHOBYIO YalUKy,
noGasagior 20—25 cM® asorHoi Kucaotsl (1:1), 1—2 cm® dropucro-
BCJOPOLHON KHCJAOTBl H PACTBOPSAIOT IPH HArPEBAHUH.

ITocne oxnmaxJieHHs CTEHKH YallKH OINO/AaCKHBAIOT BOAOM, A00aB-
Aa101 10 cM® KOHHEHTPUPOBAHHONH cepHOW KHCJAOTH M PacTBOP ymapH-
BAIOT 110 HAU4/1& BbIACJACHUS 6esor0o AblMa CepHOH KHCIOTLL. Yallky ox-
AaXKAAN0T, DHONACKHUBAIT CTEHKH BOJON H MOBTOPAIOT yHapHUBaHHe [0
Havdjia BBIfeneHHs Oesoro AblMa cepHol Kucaotwl. [locne oxnaxne-
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HHSI OCTaTOK PacTBOPAIOT NPH HarpeBaHuM B 35—40 cM® BoAb, pacT-
BOp MOMeLAlOT B crakaH BMecTHMOCTbI0 300—400 cm® u paszbaBJsiior
Bogofi no 200 cm3, no6GaBislOT pacTBOP a30THOKHCJOrO cepebpa:
15 ¢cM® — npu HaBecke cnjiaBa 2T, 8 cM® npu  HaBecke 1 T H
4 cm® — npu HaBecke 0,5 r. BBoasT 5 r HaACepHOKHCIOro aMMOHHS
(Znst oxkuCJIeHUA XpoMa), PacTBOP HArpeBaOT [0 KUNEHHS U KHIATHT
A0 MOJHOI'O Pa3joKeHHsT HaJCePHOKHCJIOr0o aMMOHHA (X0 IOJHOTO
npekpalleHds BbifiesieHHsi Ny3BIPHKOB KHcJopofa). PacTtBop oxnax-
nawT g0 60—70°C, ononacKHBalOT CTeHKH cTaKaHa BoAof, Ao6asJsi-
for 1 cM® pacTBOpa Kesle30aMMOHHHHEIX KBAaCIUOB H 0CaXkAalOT THAPO-
OKHCh 2eJle3a, OCTOPOXKHO A00aBnAsl KOHLIEHTPHPOBAHHBIE aMMHak
A0 00pa30BaHHA PACTBOPHMBIX aMMHAUYHBIX KOMIITEKCOB HHKEJNSI H Me-
LU ¥ cBepXx 3Toro 5—6 ¢M® ammuaka B usbutoK, [anee ananaus seayr,
XaK yKasaHo B 11.2.3.1.

2.3.4. Hasa cnaasos, codepacawuy sorbppam

Hasecky cniaBa (cM. Ta6a, 1) moMemaior B cTaKaH BMECTHMOCTHIO
250 cm®, pob6aBasiror 60—80 cM® cMecH KHCJAOT IJf  PAacTBOPEHHS H
npu HarpeBaHuu pactsopsioT. K pacTBopy nobaBasiior 5 cM? KOHHEHT-
PHPOBAHHOH CepHOH KMCJAOTH M ymapusaioT no 10—12 c¢m3. Pacrteop
pasbasasior 30 cM3 BOAH ¥ BLINABUINH OCAJOK BOJL(PPaAMOBOR KHUCJIO-
Thl OT(U/IBTPOBLIBAIOT Ha ABOHHOH MIOTHHI ¢uiabTp. CTakan H oca-
JOK npoMbiBaloT 5—6 pa3 ropauei consHoii kucaotoi (l:1). Ocamok
¢ uapTpoM BBIOpaAcHBAIOT, a K GuAbTpaty Ao6aBasiioT 1 cM® pacTBO-
pa XeJe30aMMOHHHHBEIX KBacuoB, HarpesalT Ao 60—70°C u ocaxia-
IOT FHADOOKHCH XKeJle3da, OCTOPOXHO Jo0aBjassg aMMHak Lo obpasoBa-
HUSI aMMHAYHBIX PacTBOPHMBIX KOMILJIEKCOB HUKEJs H MeAH M CBepX
atoro 5—b6 cm® H3bniTKa ammuHaka, Ilanee aHaqu3 BelyT, KaK yKasa-
HO B 1L, 2.3.1,

2.3.5. ITocrpoenue epadyuposounoeo epagpuxa

B cragausl, BMectumoctbio 1o 250 cm?, nomewaior 0,5; 1,0; 2,0; 3,0,
5,0; 6,0 cM® craHmapTHOro pacrtBopa b wMbubfika, [A0GaBAAOT A0
10 cM® KOHUEeHTPUPOBAHHOH a30THOH KHCJOTHI M BHIIAPHBAIOT AOCYXa
Ha BoAsiHOH OaHe,

OcraTok pactBOpsiioT B BOJe, PAaCTBOp pas3baBAAlOT BOAOH A0
120—150 cMm?, pobGaBasior mo 1 cm® pacTBopa 2Kesle30aMMOHHIHBIX
KBacLoB, HarpeBawT 10 60—70°C u ocaXAaloT THIPOOKUCH XKeJe3a
aMmmuakoM. [anee aHaau3 BelyT, KaK yKa3aHo B m. 2.3.1 1npu macco-
BOH JoJie MblIubsika MeHee 0,005 % .

24. O6pa6boTka pPe3yJAbTAaTOB

2.4.1. MaccoByio nog0 Mpilbsika (X) B NPOLEHTaX BBLIYHC/AAIOT O
dopmyJe

m
X 1>;100 ’
rje m; — Macca MbllIbsKa, HalileHHas MO TPaiyHPOBOUHOMY rpad:i-
Ky, T;
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m -— Macca HaBeCKM CIJiaBa, COOTBETCTBYIOLlasi a/JHKBOTHOHR
4acTH pacTBOPA, T.

2.4.2. PacxoxXJAeHHs pe3yJbTaTOB Tpex RapajJebHBX onpejene-
Huit d (moOKasaTeJb CXOAHMOCTH) H Pe3yJbTAaTOB ABYX aHaJH30B D
(nokasaTtesb BOCHPOH3BOJHMOCTH) He AOJIKHBI NPeBLILIATL 3HAYEHHH
JONyCKaeMblX pacxoxAeHHi, IPHBEAEHHBIX B TabJ. 2.

Ta6bauua 2

Jlonyckaemsle pacxoxpenust, %
MaccoBan Jons MEHUBIKA, % '
; : d D

Or 0,0005 xo 0,001 Brumou. 0.0002 0.0003
Cs. 0,001 » 0,005 » . 0.0008 0,001
» 0,005 » 0,01 » 0.0015 0.002 .
» 0,01 » 0,02 » 0,004 0.006

» 0,02 005 » 0,007 0.01

2.4.3. KOHTpOJb TOYHOCTH pe3yJbTATOB aHaju3a  NPOBOAAT 1O
TocyaapcersennbiM crangaptieiM afpasnam (I'CO) wanm nmo orpacie-
BBHIM cTaHAapTHeM obpasuam (OCOY, uay no cranfapTHEIM 06pasuam
npeanpustua(COIT) Hukens, HuKeseBbIX WM MeJHO-HHKeJeBHIX CIJa-
BoB, yTBepxkaeHHbim no TOCT 8.315, unn Merofom 106aBOK, HJH CO-
IIOCTaBJeHHEM pe3yJ/bTaToB, NMOJYYEHHBIX aTOMHO-aGCOPOLHOHHBIM Me-
togoM, B coorsercTBur ¢ TOCT 25086.

3. POTOMETPUYECKUY METOJ ONPEAEJEHHSA MbIIIbAKA

3.1, CymHocTh MeTOHA

MeTon OCHOBAH Ha O6Da30BaHHH KEJITOr0 MbILIbSKOBOMOJHOAEHO-
BOr0 KOMILIEKCA € NOCJeAYIOUIHM BOCCTAHOBJEHHEM €TO CEPHOKHC/IBIM
rHApasHHoM B cjaaBOKHCIOM pacTBope A0 MBIIIBEAKOBOMOJIHO A HOBOR
cuny, [lpeaABapHTeNbHO MBIIBAK OT OCHOBHBIX KOMIOHEHTOB CIIJIABOB
OTAEJSAIOT COOCaXKAeHHeM ¢ FHAPOOKHUCHIO XKeJje3a ¢ NOCIeAyIHMM BhI-
JleJleHHEeM MbllllbsKa AHCTHAJALNEH TPEXXJOPHCTOro MbIbAKA H3 CO-
JISIHOKHCJIOTO, PacrBopa. . :

3.2. Anmapatypa pPeakKTHBE H PacCTBOPH

®0TO3/IeKTPOKONIOPHMETP HJIH CIEKTpodoTOMETD. :

Anmapar agas JHCTHJJISIHY MBIlIbAKA IO I 3.3.1 uaum aApyroét npu-
60p nono6HOTO THIA. :

Kucsora asotnas no TOCT 4461 u pa36aBaennasn 1:1.

Kucsora consinaa no I'OCT 3118 u pas6aBaennas 1:1 u 1:3.

CMmech KHCAOT AJs PACTBOPEHHS: OLHY YacTb- KOHIEHTPHPOBAHHOM
A30THOM KHCJOTH CMEUIHBAIOT ¢ TPeMsl 4acTsMH KOHILEHTDHPOBaHHOH
COJISIHOH KHCJOTHI.
" Kucnora cepnas mo T['OCT 4204 u pasGapnewnas 1:4, 115 H
3 moab/amd. L o '

Kucaora gropucrosojopoanas no FOCT 10484,
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Ammuak soaubii no TOCT 3760 u pasGasaennnii 1:50.

Boaopona nepekucs no TOCT 10929,

Cuoupr stusoBmil pekTuduroBanublii mo FOCT 18300.

Tuppasun ceprokucantii no FOCT 5841 u pacreop 1 r/amé,

Kauauit 6pomucteiit kpucraanuueckui no FOCT 4160.

Ammonuit mMosu6aeHosoxkucawi mo F'OCT 3765, pactBop 10 r/amd
B 3 MOJb/AM? pacTBOpe CeDHOH KHCJOTH: TOTOBAT H3 HepeKpHCTal-
Ju3oBaHHOro mnpenaparta. Ilepekpucrannusanuio MoanbIAeHOBOKHCIO-
ro amMmmoHnus npoBoasat no 'OCT 6689.7,

CMmecb peaklHOHHasi cBexKenpurotosjeHHas: 50 cM® pactBopa MoO-
AubJeHOBOKHC/IOrO aMMOHHs pa30aBJasaioT Bofoh Ao 150 cm®, npubas-
Jasor 50 cM?® pacTBOpa CePHOKHCJOIO THAPA3HHAa H  JAOJHBAIOT BOAOH
a0 500 cm®,

KBacubl enesoamMonuivie no HTI, pacrsop 100 r/am?
(mpurortosJaeHue no 1. 2.2).

Cepebpo asotnokucaoe no 'OCT 1277, pactop 10 r/amé,

Hatpus rugpookuce no I'OCT 4328, pacrsop 100 r/nm®.

Denoadranens, pactsop 10 r/aimM® B 3THIOBOM CHHpTE,

Awmmonuft naaceprokucaniit no FOCT 20478.

AHrHAPHA MBIIILSIKOBUCTBIN,

CraHgapTHbie PacTBOPL MBIUbsKa (APHTOTOBJAeHHe 1O 0. 2.2).

3.3. IlpoBengeHHe aHaJaHu3a

3.3.1. Hagecky cmniiaBa (cMm. Tabua. 1) pacTBOPSAIOT H  BBHIAEJAIOT
MBILIBSIK COOCAXKIEHHEM C THAPOOKHCBIO KeJjie3a, KaK yKasaHo B
n. 2.3.1. Ocrartok moc/e ABYKPaTHOrO ymapHBaHHA A0 BhieseHHs Oe-
JIOTO JBIMA CEPHOHl KHCJOTHL OXJAaXKAAKT M OCTOPOKHO DPAaCTBOPSIOT B
20 cM® BOAHL

B neperonuyio konby / annapara (uepTeX) nmomeuialot 2 r cepHO-
_KHCJoro THApasuHa u | r 6pOMHCTOrO Kajlus, B MPHEMHHKH O H 7 3a-
auBaoT 25—30 cm3 u 10—15 ¢M® BOALI COOTBETCTBCHHO, A00aBJASIOT B
KaX/IB{ MPHCMHHK Mo 1—2 kanju mepekHCH BOAOpOAa W cOOHpAIOT
annapatT B COOTBETCTBHH C 4ePTEKOM.

AnanusupyeMbiii pacTBOp uepe3 KamejbHYIO BOPOHKY Z NOMEILAIoOT
B neperohHyio kojby I. CTakaH OMo/JacKHBAKOT KOHUEHTPHPOBAHHOH
COJISTHOH KHCJOTOH M PacTBOP NEPEHOCST Uepe3 BOPOHKY 2 B K040y 1.
B xon6y I yepe3 BopoHKy 2 po6aBasioT 50 cM® KOHLECHTPHPOBaHHOH
COJISTHOH KHCJOTHI M OTTOHSIIOT TPEXXJIOPHCTHIA MBILIbSIK NPH Harpesa-
uuu. Orrousior %4 mepBoHauadbHOro obbeMa pacrBopa B Kosbe [
IpH PaBHOMEDHOM KHIMeHHH (AJs obeclieueHHss PABHOMEPHOrO KHIICHHSA
B K016y 1 noMelat0T HECKOJBKO CTEKISTHHBIX 6YCHHOK).

[To OKOHYaHHH OTrOHKH AOCTHJIJIAT H3 NPHEMHHUKOB & H 7 00beldn-
HSIOT B 3aBHCHMOCTH OT MaccoBOfi JA0JIM MbillbfKa B cHJaBe: B cTa-
KaH BMecTuMocTbIO 100 cM3, ecam mbitiibsika Mexee 0,005 %, wuau B
pepHy1o Koab6y (cM. Taba. 1), ecau Mbibsxa 6oaee 0,005 % .

B kon6e pacTBOp ZOMUBAIOT A0 METKH BOAOH H NepeMellHBaloT.
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2 3 SN

1 — neperonras xon6a; 2 — kanejbHast

BOpPOHKa; 3 — TpyGkKa C THAPO3aTBODPOM;

4 -— XOJOAMJbHHK; § — INPHEMHHK; 6 —

THAPO3aTBOP; 7 —— KOHTPOJILHLIH NpHEM-
HHK

B 3aBHCHMOCTH OT MacCOBOH JOJIH MBIIbKAa KO BCEMY DPaCTBOPY
HJIH ero aJHKBOTHOH 4yacTH, 0TOOpaHHOl corjacHo TabJga. 1, nmomelreH-
HO# B cTakan BMecTHMOcThio 100 cM8, no6aBasiior 5 cM® KOHIEHTPHPO-
BaHHOH a30THOH KHCJIOTBL H BHIHADHBAIOT NPH YMepPEHHOM HarpeBaHHH
nocyxa. CrakaH ¢ CyXHM OCTAaTKOM MOMEINAOT B CYLIHJIbHBI mKad
U octaBasioT Ha 1 u mpu 130 °C.

K oxnaxneHHOMy ocTaTKy npubaBisiior 35 cM® peakiHOHHOH cMme-
CH, HAKPBIBAIOT CTaKaH YAaCOBBIM CTEKJOM H HarpeBaiOT Ha BOASIHOH
6ane npu 100 °C B teuenne 10 muH, [Tocsie oxmaxKaeHHs PacTBOpP Ie-
PEHOCAT B MepPHYIO KoJ0y BMecTHMOCTbIO 50 cM, A0JHBalOT peaKILHOH-
HOH CMEChIO 0 METKH H IlePeMelIHBaloT.

HM3mepsioT ONTHUECKYIO IJIOTHOCTH pacTBopa npu 750 uau 660 HM
Ha CIeKTpodoToMeTpe HIH (POTOIEKTPOKOJOPUMETpE.

PacTBOopoM CpaBHEHHSI CJYKHT PACTBOP KOHTPOJIBHOTO OIBITA.

3.3.2. laa cnaasos, codepacaujily Kpemrnui

Hagecky cniiaBa (cm, Taba. 1) pacTtBOpsilOT, Kak  yKa3aHo B
o, 2.3.2, BEIEJSIOT MBIIbSK COOCAXKAEHHEM ¢ THIPOOKHCHIO XKejesa H
ocajfok oOpabaTbBaloT, Kak ykasaHno B 1. 2.3.1, Ocratok mocsae ABy-
KPaTHOro ynapuBaHHus A0 6e/0oro AbIMa C CepHOH KUCJIOTOH OXJaaxKAa-
10T, OCTOPOIKHO P2CTBOPSIOT B HeGOJLUIOM KOJIHYEeCTBE BO‘lbl H jajee
awanus BeAyT, KakK yKasaHo B 1. 3.3.1.
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3.3.3. lasa cnaasos, codeprcaujux xpom

Hapecky cnnaBa (cM. Ta6a. 1) pacTBopsilOT, KaK yKa3aHo B
0. 2.3.3, ¥ BBLACIAIOT MBIIUbSIK COOCAaXKAEHHEM C PHAPOOKHCHIO KeJe3a,
Kak ykasaHo B n.2.3.1.0cTaTok nocJe ABYKPaTHOTO yNapHBaHHS C cep-
HO¥ KHCJIOTOH OXJaXKJal0T H OCTOPOXKHO pPacTBOPSIOT B HeGOABLIOM
KOJIHUeCTBe BOALL Jlajee aHa/ H3 BeAyT, Kak yKasaHo B m. 3.3.1.

3.3.4. Aas cnarasos, codeprcaujux sorvppan

Hasecky cmiaBa (cm. Ta6a. 1) pacTBOpsAIOT, OTAENASIOT BoJbdpaM,
KaK yKa3aHo B II. 2.3.4, U BbLAEJSIOT MBIIbAK COOCAXKAEHUEM € [HAPO-
OKHCBIO XeJjle3a, KaK ykasaHo B 0. 2.3.1.

Ocratok noc/e ABYKPATHOIO BbiaPHBAHHS C CEDPHOH KHCJIOTON OX-
JaXAaT U OCTOPOXKHO PAacTBOPSIIOT B HeGOJBIIOM KOJHYECTBe BOJLL
Ilanee ananu3 BeAyT, Kak yKasado B 1. 3.3.1.

3.3.5. Hoctpoerue epadyuposounoeo epagpuxa

B crakanb BMectuMocThI0O o 100 eM? momemator 0; 0,5; 1,0; 2,0;
3,0; 4,0; 5,0 u 6,0 cM3 crangaptHoro pactsopa b wmuimbsaka. Bo Bce
CTakaHbl 106aBASIOT M0 5 ¢M® KOHIEHTPHPOBAHHOH a30THOH KHCJOTHI
H BBIIAPHBAIOT PACTBOPH JocyXa Ha BoAsiHOM GaHe. CTakaHHL ¢ CYyXHM
OCTA4TKOM IIOMeLIaloT B CYWIHJABHHH WKad U OCTaBJAAIOT HA | 4 mpH
130°C u nanee ananus BeAyT, Kak ykKasaHo B m. 3.3.1, MJs cIaaBoB ¢
MaccoBO# noneft Mblubsaka MeHee 0,005 % . PacTBopoM cpaBHEHHS Cy-
JKHT PAaCTBOP, HE COAEPKALUUA MBIIbSKA.

34. O6pab6oTKa pe3yJabTaTOB

3.4.1. Maccosylo nonio Mbilbsika (X) B mpOLEHTAaX BBIYHCJISIOT MO
tHopmyJie

i X m, X100
s
rae m; — Macca MblIbAKa, HalleHHas 1O T'PaAyHPOBOYHOMY rpadu-
Ky, I;
m — Macca cClHJjaBa, COOTBETCTBYIOLLasA AJHUKBOTHOH YacTH pa-
CTBOpa, TI.

3.4.2. PacxoxaeHHe pe3y/]bTaTOB TPexX lapajJesbHBX ONpegese-
HHA d (noKasaTesb CXOAHMOCTH) M Pe3yJbTaTOB ABYX aHanu3oB D
(mokasaTesab BOCIPOHM3BOAHMOCTH) He HOJKHbBI NIPEBHILIATL 3HAYECHHH
JOIyCKaeMBbIX PACXOXKJeHUH, NPHBeAEHHBIX B Taba. 2.

3.4.3. KoHTpOJIb TOYHOCTH pe3yJbTATOB aHajAu3a MPOBOAAT 1o [o-
CyZapcTBeHHbIM cTraHAapTHeiM obpasuam (I'CO) uau mo orpacieBbiM
crandaptibiv ob6pasnam (OCO), uau mo craHgapTHeiMm  ofpasnam
npeanpusatusa (COIT) uukesst, HHKeJEBBIX H MeAHO-HHKEJEBBIX CILIABOB,
yrBepxkAcHHBIM 1o ['OCT 8.315, niu conmocTaBjaeHUeM ¢ pe3yJbTaTa-
MM, HOJYUYCHHBIMH aTOMHO-a0COPOIIHOHHBIM MeTOZOM, B COOTBETCTBHH
¢ F'OCT 25086. ' '
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4. ATOMHO-AGCOPBLIHOHHBIA METOA ONPENEJNIEHHSA
MbIIbSKA

41, CywmuocTh MeToha

MeToa ocHOBaH Ha pPacTBOPeHUH NPOOH B KHCJAOTaX, BbLAEJEHHH
MBIIbSKA COOCAXKAEHHEM ¢ THAPOOKHCHIO XKeJse3a, PACTBOPEHHH OCaj-
Ka B COJISIHOH KHCJAOTe M U3MepPeHHH aTOMHOH aOcopOUHMH MBIMIbSIKAa B
NJAaMeHH aNeTW/IEH -— BO3AYX HJM aleTHJAEH — 3aKHCh a30Ta INpH
JAJHHe BOJHH 193,7 HMm.

42 AnnapaTtypa, PeakKTHBB H PacTBOPH

Atomno-a6copOHHOHHBIT CHEKTPOMETP ¢ HCTOYHHKOM HU3JNyueHHs
AJIsI MBIUIbSIKA.

Kucaora azornas no TOCT 4461 u pas6asaennan 1:1.

Kucaora consthas no [OCT 3118 u pas6asaennasn 1:1 u 1.5,

Cmech KHCJAOT: CMEIIUBAIOT OLHH 06beM a30THOH KHCJOTH ¢ TpeMs
o0beMamMy COSHON KHCAOTH.

Kucaora gropucrosoiopoanas no [OCT 10489,

Kucaora cepuas no [OCT 4204, pasbaBiennas 1:1.

AwmMuak soannii 1o FOCT 3760 u pasGasaennbiii 1:99.

Bopopona nepekucsk no FOCT 10929,

Harpus ruapookics no FOCT 4328, pacteop 80 r/am® cBexenpu-
TFOTOBJICHHBII,

JKeneso, BOCCTaHOBICHHOE BOAOPOAOM.

HKeaesa xqopui, pactsop: 0,75 r xkejaesa pactBopsiior B 20 cM? co-
JSHOH KHCJA0TH ¢ AoDaBJeHUEM pacTBOpa NePeKHCH BOAOPOAA, pacT-
BOP IICPEHOCSIT B MCPHVIO KOJ6V BMeCTHMOCTbIO 250 cwm® i J10JHBAIOT
BOJOH A0 MCTKII.

1 em® pacTtBopa cogepxut 0,003 r xenesa.

AHTUAPHL MBIUIbSIKOBHCTBIH,

CraupapTdblfi pactBop Mbilbsaka: 1,3200 r MBlILbAKOBHCTOTO aH-
ruapuaa pactBopstorT B 20 ¢m® pacTBopa HAPOOKHCH HaTpus, noGas-
asior 10 em3 Boan, 10 ¢M® pactBopa cogsiHON KHCAOTH (1:5), mepeHo-
CAT B MEPHYI0 K0A0Y BMecTHMOCTbIO 1 aM?® W A0JHBAIOT BOAOH A0 MeT-
KH.

" I cw”® pactBopa coaepskuT 0,001 r MbllIbsKA.

4.3. JlpoBenmenne aHaausa

4.3.1. Hasa cnaasos, codepycaujux kpemnuii He 6oaee 0,05 9

Hagecky cnsiaBa maccofi 5 r nmomemaroT B CTakaH BMECTHMOCTBIO
400 cm® y pacrBopsitor npu HarpeBauun B 40 cM® cmecn kucaor. Pact-
BOp pasbarasiiorT BoAoil Ko oObema 200 cm®, nobGasasor 10 cm® pact-
Bopa xJopHla :Kelde3da, HarpeBaloT Ao 70 °C, oCcTOpOKHO HeHTpaJiH3y-
JOT aMMHaKOM [0 06pa30BaHUs PACTBOPHMEIX aMMHAYHLIX KOMILJIEKCOB
HUKeJs # MeAu M A06aBiasiorT eule 5 cM® B uabpiTox. Pacteop Kums-
TAT W OCTaBJAOT B Temiom Mmecre Ha 30 MuH, 3aTeM (QHABTPYIOT de-
pes ¢uabTp cpeaned naotHocTH. OcaloK Ha (QHIbTPe NPOMBIBAIOT
TpU paza ropsuum pacTBopoMm ammuaka (1:99), satem zaBa pasa re-
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padet Bopoil. Ocagok pactsopsior B 10 cM® ropsyero pacrsopa co-
asue#t kucaoTel (1:1), cobupas pacTBOp B CTakaH, B KOTOPOM MpoO-
BOAHJOCHL Ocarx/JeHHe, PacrBop MepeHOCAT B MepHyl KO0y BMe-
CTHMOCTbLIO 25CM® M JOJHBAOT BOXOH R0 MeTkH. OAHOBpPeMEHHO NpoO-
BOASAT KOHTDOJIbHBII OIBIT.

Wamepsior aToMHylo aGcopOUHI0 MBIUILAKA B MJIAMEHH alleTH/IEeH-
BO3/lyX U aleTH/IEH-3aKHCh a30Ta HapaJsuieJbHO ¢ FPaAyHPOBOHHBLIMH
pacTBOpaMu NpH AjauHe BOAHBL 193,7 HM.

4.3.2. Iaa cnaasos, codepacaujux Kpemuuti caoiuwe 0,05 Y

Hapecky npofbl Maccofi 5 T NoMeialoT B IJIATHHOBYIO 4alUKy H
pacTBOpPAOT npH HarpeBaHuu B 30 cm® pacTBopa a30THOH KHCJOTL!
(1:1) u 5 cM® PTOPHCTOBOAOPOAHOH KHCJIOTH. 3aTeM A00AaBAAIOT
10 cm® cepHoit kucaoth (1:1) W ynapuBalor f0 nosiBJaeHus: 6€10ro Abl-
Ma cepHol KucaoTh. YHaumky oxaaxaaior, godasasior 50 cM® Bogbl H
KHIATSAT A0 pacTBopeHuss coJgeli. PacTBop mepeHOCSIT B CTakKaH BMeC-
THMOCTbi0 400 cM3, goGaBasior 10 cM? pacTBopa XJI0pHIA Kese3a W Aa-
Jee NOCTYNAWOT, KAK yKasaHo B 1. 4.3.1.

4.3.3. IllocTpoenue epadyuposounozo epagura

B wects u3 ceMu MepHbIX K06 BMectuMocTsio 110 100 cm® nome-
wator 0,5; 1,0; 2,5; 5,0; 7,5 u 10,0 cm® crangapTHOro pacTBopa Mbl-
wbska, yto cootBercrByet 0,5; 1,0; 2,5; 5,0; 7,5 u 10,0 mr Meiubska,
JOJHBAIOT 10 METKH pacTBopoM coJsHoli kucaotel (1:5). Hamepsior
aToMHYI0 abcopOnHIO MBILIbsAKa, KaK yKasano B 0. 4.3.1. [lo noayuen-
HBbIM JJAHHBIM CTPOSAT I'PaJy HPOBOYHBIE rpad Uk,

44, Ob6paboTka pe3yabTaToOB
4.4.1. MaccoByo J0J10 MBlIbgKa (X) B NPOLUEHTaX BHIYHUCIASIOT 110
dopmyne

o (C GV

2100,
m
rae C, — KOHUEHTpaUWs MbllIbgKA B aAHAJAH3UPYEMOM  pacTBope
cnsiaBa, HaljeHHas 1o TpaayHpoBouHoMy rpaduky, r/cm3;
Cy — KOHHEHTpPaus MbLIlibsiKa B PACTBOPE KOHTPOJBHOrO OMBITA,
HalJeHHas o TpagyUpoOBoYHOMY rpaduky, r/cm?,
V — obGbem pacrsopa npobbl, cm?;
m — macca HaBeCKH NpoobHi, I.

4.4.2. PacxoxJeHHs DPe3yJ/bTaTOB Tpex HapaJjielbHbX onpejaese-
Huil d (10KasaTesb CXOAMMOCTH) M pe3yJbTaTOB AByX aHaau3oB D
(nokasate/b BOCHPOH3BOJAHMOCTH) He AOJIKHBI MPeBHLIATb 3HAUYEHHH
JOTYyCKaeMblX pacxoxAeHHH, npuBeAeHHBIX B TabJ. 2.
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4.4.3. KoHTPONIb TOYHOCTH pe3y/bTATOB aHa/JH3a NPOBOAAT TO
FocynapcrsennsiM crangapTHeiM o6pasuaM (FCO) uam mo orpacie-
BuM cranaapTHoiM obpaspaM (OCO), uaum no craHaapTHeM o6pas-
nam npeanpuatHa (COIT) HuKeNs,, HHKeNEBHX HJIH MeJLHO-HHKEJeBhX
cnaaBoB, yTBepkAcHHEM 1o ['OCT 8.315, wan meTogoM R06aBOK MM
CONOGTaBJCHHEM De3yJbTaTOB, NOJYYEHHBIX (HOTOMETPHUECKHMH MeETOo-
Lamu B cootBetcTBHE ¢ [OCT 25086.
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HH®OPMAILIUOHHDBIE NAHHDIE
. PABPABOTAH MW Buecen Muuncrepcreom meraanyprun CCCP
PA3PABOTUYUKH

B. H. ®enopos, 10, M. Jleii6os, B. I1. Kpachos, A, H, BoraHosa,
JI. B. Mopeiickas, H. A. BopoGbena

. YTBEP)XJIEH U BBEAEH B IEVCTBHE MNocranosaennem Ko-
MHTETa cTaHaapTH3auuu U Metposaorun CCCP ot 18.02.92 N 167

. BBAMEH I'OCT 6689.13—80

. CCHlJIOYHDBIE HOPMATHUBHO-TEXHHYECKHUE JLOKY-
MEHTDI

O6o3tavenne HT/L, Ha KOropeIi fada ccolsa Homep nyuicra, pasgena
I'OCT 8.315—91 2.43; 443
FOCT 492—73 BBoanas yacrte
I'OCT 1277—75 22; 3.2
IoCT 3118—77 2.2; 3.2; 4.2
IrOCT 3760—79 2.2, 3.2; 4.2 .
I'OCT 376578 22; 32
T'OCT 4160—74 3.2
T'OCT 4166—76 2.2
. TOCT 4204—77 22; 3.2; 42
I'OCT 4328—77 2.2; 3.2; 4.2
TOCT 433276 2.2
FOCT #4461—77 22, 32; 4.2
IFOCT 5841—74 2.2; 32
T'OCT 6689.1—92 Pasa. 1
TOCT 6689.7—92 2.2; 3.2
I'OCT 10484—78 2.2; 3.2, 42
I'OCT 18300—8&7 22, 3.2
IOCT 10929—76 2.2, 32; 4.2
IF'OCT 19241—80 Beoanas vacte
I'OCT 20228—74 2.2
T'OCT 20478—75 2.2; 3.2
T'OCT 20490—75 2.2
IOCT 25086—87 Pasa. 1, 243; 443
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