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a0copOnEoHHbI METOABI ONpeaejicHA BHCMYTA 14047 .4—78

Lead concentrates. Determination of bismuth content.
Photometric, polarographic and atomic

absorption methods
OKCTY 1725

NMata sBenenns 01.01.80

Hacrogmuit ctaHaapT pacIpoCTpaHSIETCs Ha CBUHIIOBBIC KOHIICHTPATHI BCEX MAapOK U YCTAaHABIMUBACT
hoToMeTprueckue, moasporpadpuiecKuii U aTOMHO-a0COPOIMOHHBIN METOIBI OIIPCACICHUS MAaCCOBOM
nonu BucMmyTa ot 0,001 mo 0.5 %.

(3MeHennas penakmusa, M3m. Ne 1).

1. OBIIIUE TPEBOBAHUS

1.1. Obmume TpedoBanmsa K MeTony a"Hammza — 1o ['OCT 27329.
(U3MeHennas penakmusa, M3m. Ne 3).

la. TPEBOBAHUSA BE3OIIACHOCTMH

la.1. TpedoBanuga 6e3onmacHocT — o 'OCT 14047.5.
(BBenen aonoanuTeanno, M3m. Ne 2).

2. @DOTOMETPUYECKUHN METO/I (ITPU1 MACCOBOMU JTOJIE BUCMYTA
ot 0,001 no 0,03 %)

MeTon ocHOBaH Ha OOpa30BaHMM OKPALIEHHOTO B KPaCHO-OpPaHXKEBbIM 1[BET KOMILIEKCHOIO COCI-
HEHUSI BUCMYTA C KCUJICHOJIOBBIM OPAaHXEBBIM MOCIC MPCABAPUTEIBHOIO OTACICHUS BUCMYTA OT COITYTCT-
BYIOILIUX 3JIEMEHTOB B BUJIE JUITWIAUTUOKapOaMaTa M (hoTOMEeTpUPOBAHUMN.

2.1. AmnmapaTtypa, MaTepHMaJdb M pPEaKTHUBH

2.1.1. Jlnga mpoBeacHUS aHaIu3a IMIPUMEHSIIOT:

cieKTpodoToMeTp UIH (POTOITEKTPOKOIOPUMETP;

kucnoty azotHyto mo I'OCT 4461, pactsop ¢ (HNO,)=0,1 mons/mM> (pH 1+0,1) u pazbaBneHHyIO
1:1, MpOKUIISI4EHHYIO 10 YAAJICcHUSI OKMCIIOB a30Ta;

kucaotry conssuyio mo 'OCT 3118;

KMCJIOTY BUHHYIO (BUHHOKaMeHHY1I0 Kuciaoty) mo I'OCT 3817;

KUCJIOTY ackopouHoByio (BUTaMuH C), pactsop 100 r/aM3, cBeXePpUTOTOBIECHHBIN;
amMmuak Boaubli mo 'OCT 3760;

mTunaTHokapoamat Hatpus o F'OCT 8864, pactsop 10 r/mm>;
KCHJICHOJIOBBII OpaHXeBbIi, pacTBop 1 r/am3;

KPE30JIOBBII KpacHHIi, pacTsop 1 r/aM3 B pacTtBope crmipta 200 r/mm3;
Kanuii muanucTeil Texunyeckii o ['OCT 8465, pactsop 200 r/mM3;
CIIUPT STUJIOBHIN PEKTU(PUKOBAHHBIN;

U3nanue opunuaibHoe 1lepeneyaTka BoCHpeneHAa

© HM3znarenbCTBO cTaHmapToB, 1978
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Ilepensnanve ¢ U3MeHeHUSIMUA
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cob fUHaTpueBas >TwieHIMaMAH-N, N, N’, N’-TeTpayKCyCHOM KMCJIOTHI, 2-BoaHas (TpWIOH b) 1o
T'OCT 10652, pactsop 100 r/mm3;

XJIOpOoPOpPM (TPUXIIOPMETAH );

BUCMYT Mapki Bu(00 vy Bu(O nmo I'OCT 10928;

CTaHIApPTHBIC PAaCTBOPHI BUCMYTA:

pacTBOp A; TOTOBAT caenyrolmM oopazoM: 0,1000 r BucMyTa pacTBOPSIOT TIpH HarpeBaHuu B 20 cm?
pa30aBieHHbBIN 1:1 a30THOM KMCHOTHI. PacTBOp KMIISATAT OO VAAJICHUS OKHUCIOB a30Ta, OXJIAXIAlOT M
TIEPENUBAIOT B MEPHYIO KOJIOY BMecTUMOCTBIO 1000 cM?, ipubasnsioT 125 ¢cM’ MPOKHUIITIEHHON U OXJTaX-
IEHHOW a30THOM KHCJIOTHI, IOJABAIOT BOAOU 10 METKH U MIEPEMEINMBAIOT.

1 M3 pactBopa A comepxut 0,1 Mr BUCMYTa;

pacTBOp B; roToBAT cieayiommM o0pa3oM: OTOMPAIOT TTUTIETKOM 5 CM?> pacTBOpa A B MEPHYIO KOJOY
BMeCTUMOCTBIO 100 cM3, 1OoMUBAIOT BOLOM 1O METKU W TIEPEMELLINBAIOT.

1 cM3 pactBopa b comepxur 0,005 Mr BucMmyTa.

(M3menenHada penaxkmus, M3m. Ne 2, 3).

22. IlpoBegeHune aHaalu3a

2.2.1. HaBecky CBHHIIOBOTO KOHIleHTpaTa Maccou 0,2500—1,0000 r (B 3aBUCMMOCTHA OT COAEpPKAHUSI
BHCMYTa) TIOMEILAIOT B KOHUYECKYIO KOOy BMeCTUMOCTEIO 250 cM? 1 cMaumBaioT 1—2 cm? Boapl. [Tpubasisior
10—15 cM> comsiHOM KWCHIOTBI M PAacTBOPSIIOT TIpH CJaOOM HarpeBaHWM B TeueHHMe 10—15 MWH, 3arem
TIPWINBAIOT 5 CM° a30THOM KHUCIOTHI ¥ BEITIApUBAIOT pacTBop 10 1—2 cM3. Ecii Tipu 3TOM 00pa3yeTcs KOpOoieK
Cephl, K PacCTBOPY IIPUIMBAIOT HECKOIBKO Pa3 a30THYIO KUCIIOTY A0 MOIMHOTO OKUCICHUS SJIEMEHTAPHOM CEPHI.
Jlayee TIprOaBISIOT 5 CM> a30THOM KHMCIOTHI M BBITIAPWBAIOT PACTBOP 10 COCTOSTHAS BIAXKHBIX conei. K ocTtaTky
OT BBIIIAPUBAHWS TIPWINBAIOT 2—3 CM> a30THOIM KMCIIOTHI, HarpeBaioT 1—2 MUH, TIpUOaBIsIoT 25 ¢cM> BOIBI U
cHoBa HarpeBaloT 10—15 MuH ipu TeMmmeparype, 6u3koM K kuneHuto (70—80 °C).

ConepXAMOe KOJOBI OXJIaXIAIOT, TIPHUOABIISIIOT 5 CM? pacTBOpa aCKOPOWHOBOW KWUCIOTHI, 5 T BUHHOM
kucioTel B 10—15 cM? pacTBopa TpunoHa b, mepeMelmBas mocie NpruOaBIeHNs KaXIOro PEaKTHBA.

K pacTBOpY IpHUOABIISIIOT HECKOIBKO KaIle/Ihb MHAMKATOPA KPE30JI0BOro KPpaCHOrO, HEUTPATU3VIOT aMMU-
aKOM 1O TIEpeXoda OKPAacKH PacTBOpa M3 PO30BOM B (PHOJETOBO-CAHION W TIPUOABISIOT B W30BITOK 2 CM>
amMMmuaka. [Ipm 3ToM pH pactBopa norkeH ObITh 11—12. ConepxxuMoe Ko0bI THTCHCUBHO TIEPEMEIITUBAIOT 10
PACTBOPEHHS CyIb(aTa CBUHIIA, OXJIAXIAIOT, TIEPETABAIOT B ICJIUTETHHYIO BOPOHKY BMECTHMMOCTEIO 250 cM° 1
OOMBIBAIOT CTEHKHM KOJIOBI MUHWMAIBHBIM KOJHWYECTBOM BOABI. K pacTBOpY TpWIMBAIOT 5 c¢M> pacTBoOpa
IIMAHUCTOIO KW M TI0 UCTeYyeHUH 1—2 MWH — 3 CM> pacTBOpa IMSTWIIUTHOKapOaMaTa HaTpug u 15 cm?
xsopodopMa. ConepxkmMoe BOPOHKM BCTPAXMBAIOT 2 MMH W TIOCJE pacClavuBaHUS XKWIKOCTEN CIMBAIOT
OpraHAYECKH CJION B APYIVIO IEUTEIBHYIO BOPOHKY BMeCTHMOCTRIO 100 cMm>.

K BOZHOMY pacTBOpY MPUIMBAIOT 3 CM> pacTBOpa JUITHIIATHOKapOaMara Hatpus, 15 cM3 ximopodop-
Ma U SKCTPAKIINIO TIOBTOPSIOT.

K 00betMHEHHBIM 9KCTpaKTaM npuauBaioT 10 cM? pa3basneHHO 1:1 a30THOI KMCIIOTHI, BCTPSIXHUBAIOT
COACPKMMOE BOPOHKM 2 MMH H IIOCJE pacClIavBaHUS XMJIKOCTEM BOJHBIM CJIOM CIMBAIOT B CTakKaH
sMecTMOCTRIO 100 cM3. K opranmueckoMy pacTtsopy npwmBaioT eme 10 cM? paszdasienHoi 1:1 a3oTHOM
KUCJIOTH ¥ PEIKCTPAKIINIO TIOBTOPSIIOT.

O0BbeIMHEHHBIE a30THOKUCIIBIC PACTBOPHI BHIIAPUBAIOT B CTAKAHE ITOYTH JOCYXa (HE IepecylnBasi),
puarBalOT | ¢cM3 a30THOM KWCIOTHI W BhIMIapuBaHue TOBTOPAIOT. K ocratky mpwmmsaiotr 10—15 cm?
pacTBopa a3oTHOM KUCIOTH 0,1 MOIb/AM>, HarpeBaloT COAEPXKMMOE CTaKaHa TMOYTH OO0 KUTICHHS, OXJIaX-
IAl0T, TIEPEMABAIOT B MEPHYIO KOJIOY BMECTUMOCTBHIO 50 cM?, mOMMBarOT 1O METKHM PACTBOPOM a30THOM
kucaoTsl 0,1 MoIs/IM> ¥ TIepeEMELIMBAIOT.

PactBop UIBTPYIOT B CYXOM CTakaH, OTOpachIBas TepByIO Mopivio duiabTpata. PUIsTpOBaHNME
MOXHO He ITPOBOIMTH, a OTOMpPaATh OCTOPOXKHO PAacTBOP HajJ OCAaAKOM. AJNMKBOTHVYIO 4acTh pacTBOpa HeE
oonee 20 cM3, comepxkaiyro 5—30 MKr BHCMyTa, TIEPEHOCIT B MEPHVIO KOJOY BMECTHMOCTBIO 25 cM?3,
noBomAT a0 ooweMa 20 cMm> pactBopa azorHoM kwciotrel 0,1 Moib/mMm>, mpubasisiior 1 cM? pacTtBOpa
AaCKOPOMHOBOM KHUCJIOTH U IIEPEMEINMBAIOT.

Yepes 5 MUH K pacTBOpY MpuOasmsioT mureTkoil 0,5 ¢cM? pacTBopa KCHIEHOJIOBOTO OPaHXEBOTO,
IOJTABAIOT 0 METKH PacTBOPOM a30THOM KucaoThHl 0,1 MOJB/IM> U THIATENHHO TMEPEMEIMBAIOT, TIPH 3TOM
pH pactBopa momxeH OvbITH 1+0,1. Yepes 15 MUH HU3MepsioT ONTHYECKYIO IUIOTHOCTB pPacTBOpa Ha

(hOoTOZNEKTPOKOIOPUMETPE MU Ha CIIEKTpodoTOMeTpe TIpH JJTMHE BOJIHBI 536 HM B KIOBETAX C ONITHUMATh-
HOM TOJIIMHOM TTOTJIOLIAIONIETO CBET CIos. PaCTBOPOM CpaBHEHUS CIYKMUT PaCTBOP KOHTPOJIBHOM ITPOOHI,
MPOBESACHHOU 4epe3 aHaAIN3.

MaccoByio OO BUCMYTa VCTAHABIMBAIOT TTO TPAIYHPOBOYHOMY TpadHKy.

(N3Menennas peaknus, M3m. Ne 2, 3).
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2.2.2. g MOCTPOEHUS IPaAyUPOBOYHOIO rpadMka B IIECTh MEPHBIX KOJIO BMECTUMOCTBIO TIO 50 cM?
nmoMernarotT 1, 2, 3, 4, 5 u 6 cM3 ctaHmapTHoro pacteopa b, uto coorsercTsyer 5, 10, 15, 20, 25 u 30 MKr
BUCMyTa. CenapMasg KoJ0a CIYXKMUT Ul IMIPOBEACHUS KOHTPOJBHOIO OIbBITa. BOo BCe KOMOBI IMpHUOABISIOT
pacTBop a30THOM KMcnoTe 0,1 Moib/mM3 10 06beMa 20 cM3, mpuauBaloT 1o 1 ¢cM3 pacTBopa aCKOpOWHOBOM
KHCJIOTHI ¥ TiepeMeInrBaloT. Yepes 5 MAH K pacTBopaM nipuoasistioT 1o 0,5 cM? pacTBopa KCHIEHOJIOBOTO
OpaHXEBOIO, JOJUBAIOT IO METKHM PacTBOPOM a30THOM KucaoTel 0,1 Monb/IM? M CHOBa IepeMEILNBAIOT.

Yepe3z 15 MUH m3MepsioT ONTHYECKYIO TUIOTHOCTh PAacTBOPOB Ha (POTO3JIEKTPOKOIOpPHUMETPE WM
CIIEKTPOPOTOMETPE, KaK VKas3aHo B 1. 2.2.1.

PacTBOpoM cpaBHEHUS CIIVKUT PacTBOP KOHTPOJBHOIO OIIBITA.

Ilo HaViaeHHBIM 3HAYCHUSIM ONTHUYECKOM IUIOTHOCTA M COOTBETCTBYIOIIMM WM KOHIICHTPAIIUSIM
BACMYTa CTPOSAT TPagLyHPOBOYHBIA rpaduxk.

(N3menennada penakuus, M3m. Ne 2).

2.3. ObpadboTKa pe3VIBbBTAaTORB

2.3.1. MaccoByio gomo BUCMyTa (X) B IIpOLIEHTaX BEYMUCILIOT MO popMyne

¥ = m, - V- 100
V,-m-10°°

e m, — KOJMYECTBO BUCMYTA, HallIeHHOE 1O TPaiyMpPOBOYHOMY IpadMKy, MKT;
V — 00BpeM MEPHOI KOJIOBI, CM>;
V, — o0BbeM aTMKBOTHOM Y4aCTH PacTBOpa, CM>;
m — Macca HaBeCKM KOHIIEHTpATa, T.

2.3.2. JlomyckaeMoe pacXoXICHUE MEXIY pe3yIbTaTaMU NapalyieJIbHBIX OITPEacIeHUMN M IOITYCKAEMOE
pacxoXaeHue MeXOy pe3yabTaTaMM aHajlu3a TIpU JOBepUTEIbHOM BepoaTHocTH P = 0,95 He nomxHO
MIPEBHIIIATH BEIMYUHBI, VKa3aHHOM B Tao. 1.

Taoauima 1
%

MaccoBast 1015 BUCMYTA

JlonmycKaeMoe pacxoXaeHHE MEXy
TMapaIeABHBIMY OTIpeAeICHAAMA

JlomycKaeMoe pacxoXAeHUE MEXY
pe3yJIbTaTaMHA aHAIU3a

Ot 0,001 mo 0,005
Cs. 0,005 » 0,008
» 0,008 » 0,01
» 0,01 » 0,03

0,0005
0,0015
0,0025
0,004

(N3mMeHennas penakmusa, M3m. Ne 3).

0,001
0,002
0,003
0,005

3. ®OTOMETPUYECKUHN METO/I (ITPU1 MACCOBOMU JTOJIE BUCMYTA

ot 0,03 no 0,4 %)

MeTon OCHOBaH Ha 00Opa30BaHUHA OKPAIICHHOTO B XEJTHIM 1IBET KOMITJICKCHOTO COCAMHECHUS BUCMYTA
C TAOMOYECBUHOM MOCIE MPEABAPUTECILHOTO OTIACICHUS BUCMYTA OT MEINAIOIIUX SIEMEHTOB OCaXICHUEM
VIJICKACIABIM HaTpUEM U (POTOMETPUPOBAHUM.

3.1. AmmapaTtypa, peakKTHUBHB PacCcTBOPH

T mpoBeacHUS aHAIW3a IIPUMEHSIOT:

CIICKTpOOTOMETP WU (POTOITCKTPOKOIOPUMETP;

kuciaorty azotHyio mo I'OCT 4461, pazoasnennyio 1:1, 1:9, 1:200;

kucaotry conssuyio mo 'OCT 3118;
KHACIOTY BUHHYIO (BHHHOKaMeHHYI0 Kiucaoty) mo 'OCT 5817 u pactsop 250 r/mm>;
ucMyT Mapk Bu00 u Bu0 o I'OCT 10928;

riapa3uH cepHokucabiii o 'OCT 5841, pactsop 10 r/mm3;

HaTpyui yraeKAcapii 10-sogubiii mo 'OCT 84, pacTtBop C (% Na,CO;-10H,0) = 2 mons/nm?;

tnoMoueBrHY TIo 'OCT 6344, pactsop 100 r/nM3, cBeXeTIpHUrOTOBICHHBIN;

cTaHaapTHHI pacTop BrcMyTa: 0,1000 r BICMyTa pacTBOpSIIOT TIpH HarpeBaHWH B 50 cM> pa3baBieH-
HOM 1:1 a30THOM KMCIOTHI, pacTBOP KMITATIT IS VIAJCHUS OKMCIOB a30Ta, OXJIAXIaloT, MEpeIUBaAIOT B
MEPHYIO KOOy BMecTUMOCTRIO 1000 cM3, 1OIWBAIOT BOXOI 1O METKH W TIEPEMEIINBAIOT.

1 M3 pactBopa conepxut 0,1 Mr BUCMYyTa.

(N3menennas penakuusa, M3m. Ne 2).
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32. [IpoBegeHue aHaalm3a

3.2.1. HaBecky cBuHI1IOBOro KoHIleHTpaTra Maccoi 1,0000 r moMe1maioT B KOHMYECKYIO KOJIOY BMeC-
TUMOCTBIO 250 cM?, mpunuBaoT 15—20 cM? CONAHOM KHUCIOTHI M PACTBOPSIOT MPH CIaOOM HarpeBaHWH B
TedyeHue 15—20 MUH.

Jlasiee IpUIMBAIOT 5 CM> a30THOM KHUCAOTHI W BBIMApUBAIOT pacTBop 10 1—2 cM>. Ecam mpu 3TOM
o0pas3yeTCss KOPOJEK Cepbl, K PACTBOPY MNPUIMBAIOT HECKOJIBKO pa3 a30THYI0O KHUCIAOTY OO ITOJHOIO
OKUCJICHMsI BJeMeHTapHoi cepsl. K pacTBopy HOOaBAAOT 5 CM? a30THOM KWCJIOTHI, BBITTAPUBAIOT [0
COCTOSIHMSI BJIAXXHBIX COJIEM, TIPWIMBAIOT elle 2—3 cM> a30THOM KHCJIOTHI M HarpesaioT 2—3 MWH, TIPHIIH-
BaioT 30 cM> BOIBI M CHOBa HarpesaloT 5—10 MUH nipu TeMrmepaTtype, omn3koit Kk kuneHuio (70—80 °C).
PacTBOop OMABTPYIOT B MEPHYIO KONMOY BMecTUMOCTREIO 100 cM’, ocanok Ha (pUAbTpe MPOMBIBAIOT pa30aB-
aeHHoM 1:200 a30THOM KMCIIOTOM, paCTBOP B KOJIOE JOMMBAIOT TOM XK€ KMCIOTOM IO METKH U TIepEMEIITNBAIOT.

OTOHpaoT AIMKBOTHYIO YacTh 5—25 ¢M? pacTBopa (B 3aBUCUMOCTH OT COLEPXKAHMS BUCMYTA) B CTAKaH
BMecTUMOCTEIO 100 cM?, HEMTPAIM3YIOT paCTBOPOM VIVIEKMCIIOTO HATPHS IO TIOABJICHWSA OCaIKa W TIPHIIH-
BaioT eie 1 cM? B n30bITOK. ComepKiMOe CTaKaHa KATIITAT 1—2 MAH ¥ TTOCJIE OCEIaHMsI OCaIKa OTIAECISIIOT
IIPO3pPAYHYIO XKUIKOCTD ACKaHTaIMeHd yepe3 puabTp. OCamoK B CTAKAHE U 9aCTh €r0 Ha PUIBTPE paCTBOPAIOT
B 10 cM? paszbasieHHOI 1:9 a30THOI KHCIOTHI, IPUJINBAIOT 5 CM> pacTBOpa CEPHOKMCIIOTO THApa3hHa |
KATTATAT 1—2 MuH. OXJIaX1a0T, pacTBOP MEPEIUBAIOT B MEPHVIO KOJIOY BMECTUMOCTBIO 50 cM?, 0OMBIBAIOT
CTEHKH CTakaHa 5 cM? TOM XK€ KHMCJOTHI, TPUJINBAIOT 5 ¢CM> pacTBOopa BHHHOM KHMCHOTHI, 10 cM> pacTBopa
TUOMOYEBUHEI. [1py 00pa30BaHMM OCaaKa PacTBOP HArpeBalOT Ha BOASIHON OaHe 4O MOJHOIO €ro pacTBO-
peHusd. I1ocne monydeHus IIpo3pavyHOro pacTBOpa KOOy OXIMaKIAI0T, COACPKAMOE €€ pa30aBIIsIIOT 10 METKHU
pa3baBieHHON 1:9 a30THOM KUCIOTOMU M IIepeMEINUBAIOT.

Yepesz 10—15 MUH U3MepsIoT ONITUYECKYIO TUIOTHOCTD pacTBOpa Ha (POTOIINEKTPOKOJIOPUMETPE WIHN
CIEKTpOdOTOMETPE ITPH IUHE BOJIHEI 454 HM B KIOBETaX ¢ ONITUMAJIBHOMN TOJIMWUHOMN MOTIOLIAIOIIETO CBET
CJIOSL pPacTBOpA.

PacTBOpOM CpaBHEHMS CIYXUT PAacTBOP KOHTPOJBHOIO OMNBITA, NMPOBEACHHBIM 4YEpEe3 BCE CTaauU
aHaJIN3a.

MaccoByIO JOMI0 BUCMYTA OMPEACIISIOT IO TPagyUpPOBOYHOMY IrpadpHKy.

3.2.2. JlomycKaeMoe pacxXoXIcHUE MEXIy pe3yIbTaTaMM NapaICIbHBIX OIIPEACICHUMN U JOITYCKAEMOC
pacxXxoXJAcHUEe MEXIy pe3yJabTaTaMM aHajliv3a IIPU AOBEpUTEIBHOM BeposaTHOCTH P = 0,95 He moXHO

MIPEBHIIATh BEIWYUHBI, VKa3aHHOM B TaOJ. 2.
Tadoauima 2%

%
JloTmycKaeMoe pacxoXacHUEe MEXKIY JloTmycKaeMoe pacxoXKacHUe MEXIy
Maccorast qofs BUCMyTa MapaJuIeAbHBIMHA OTIPEACTICHASIMHA pe3yabTaTaMHd aHaJIn3a
Or 0,03 no 0,05 0,006 0,008
Cs. 0,05 » 0,1 0,015 0,018
> 0,1 » 0,2 0,02 0,025
» 0,2 » 0,3 0,03 0,035
» 0,3 » 04 0,04 0,045
» 0,4 » 0,5 0,05 0,055

3.2.1, 3.2.2. (A3menennad penakupa, Uam. Ne 3).

3.3. O6padoTKka pe3yIbTAaTOB

3.3.1. Maccosyio nomo BUCMYTa (X;) B MPOLIEHTAaX BBIYUCIIAIOT MO (POpMYyJie, YKa3aHHOM B 11. 2.3.1.

3.3.2. PacxoxneHue MeXaAy pe3yiabTaTaMM JBYX MapaUicJIbHBIX ONpeAceHUI IIpH JOBEPUTCIBHOM
BeposiTHOCTH P = (0,95 He MOJDKHO MpeBHIIATh BEJIMIMHBI, YKa3aHHOM B Tabu. 2 (cM. m. 3.2.2).

4. TIOJISIPOTPAOGUYECKA METO/I, ONPEJAETEHUS COAEPKAHUS BUCMYTA
(TP MACCOBOJ¥ TOJIE BUCMYTA or 0,03 10 0,5 %)

MeTon OCHOBaH Ha MOJIPOrpaPUUIECCKOM OIPEACICHUN BUCMYTA Ha XJIOPUIHO-HATPUEBOM (POHOBOM
SNEKTPOIUTE TIOCIIE COOCAXKIEHMS BUCMYTa C TUIPOOKUCHIO XKele3a.

4.1. AnnmapaTtypa, peaKTUBH M PaCTBOPH

J1a mpoBeAcHUS aHAIW3a IIPUMEHSIOT:

nonsporpad mepeMeHHOro TOKa 000 Mapky Wid nojsiporpad ocipuriorpadpuyecknii tuma [10-5122;

* Tabmmta 3. (Mckmodena, U3m. Ne 1).
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kucaoty a3otHyio o 'OCT 4461, pazdasnennyio 1:9;

kucinoty cepHyto o I'OCT 4204, pa3z6asiaeHnyio 1:1;

xuciaorty conssayio mo 'OCT 3118, pazoasmenuyio 1:9;

amMMuak BonHBIN o 'OCT 3760, pa3zoasnenusnit 1:1;

IAPCKYIO BOAKY (CMECh TpeXx 00BEMOB COMSIHOM KUCIAOTH U OJHOTO 00BeMa a30THOM KHUCIOTHI);

xene30 Tpexxiiopuctoe 6-soaHoe o I'OCT 4147, pactBop 50 r/mM>. TOTOBAT Ha COMSTHOM KHCIIOTE,
pa3oaBieHHOM 1:9;

Kuciaory opomuctoBogopoauyio mo I'OCT 2062;

Hatpuii xaopucteii o 'OCT 4233;

runpa3ul muruapoxiaopun mo 'OCT 22159;

SNMEKTPOUT (POHOBBIN; TOTOBAT CIACAVIOLMM OOpPa30oM: B CKISTHKY BMECTUMOCTBIO 2 IM> TTOMEILIAIOT
400 r xmopuctoro Hatpust, 20 r rMapasuHa garuaxiopruaa, 10 cM> coMstHOM KWCIOTHI, JOBOIAT A0 00BbeMa
2 M3 BOILOM ¥ TIEPEMEIIMBAIOT 10 PACTBOPECHUS COJIECH;

pryTth o 'OCT 46358;

BUCMYT Mapkd Bu00 o I'OCT 10928,;

CTAHIAPTHBIM PACTBOP BUCMYTA, TOTOBAT ciacayiolmyM ooOpaszoM: (0,1000 r BUCMyTa pacTBOPSIOT B
30 cM? a3oTHOI KMCHOTHI. KWAIATAT MO yoaleHWs OKWCIOB a30Ta. Pa30aBisioT BOLOI, KOJMWYECTBEHHO
TIEPEHOCAT PACTBOP B MEPHYIO KOJOY BMecTUMOCTHIO 1000 cM3, moMMBaoOT 10 METKH BOIOI W MEPEMEIIH -
BaIOT.

1 cM3 pactBopa comepxut 0,1 Mr BUCMyTA;

PacTBOPHI C U3BECTHBHIM COJiepXKaHVeM BUCMYTA; TOTOBST CJISAVIOIINM 00pa30oM: B YeThIpe KOHUYECKUE
KOJOBI BMECTUMOCTBIO TI0 250 cM3 otMepmBaioT 2, 5, 10 u 20 cM? cTaHZapTHOrO pacTBOpa BHCMYTA M
MMPOBOASAIT BMECTE C MpoOaMH dYepe3 BeCh Xxon4 aHaim3a mo 1. 4.2. Ilepen coocaXaeHHUEM BHCMYTA C
THAPOOKHUCHIO XKeJle3a B PAaCTBOPHI C M3BECTHBIM COAEpKaHWEM NOOAaBISIOT 2—3 CM’ pacTBOpa XeJesa
TPEXXJIOPUCTOTO 6-BOIHOTO. PacTBOpEI COOTBETCTBEHHO coaepxkart 2, 5, 10 w 20 Mr/oM> BucMyTa.

(M3menennada penaxkuusa, M3m. Ne 3).

4.2. IIpoBeneHUe aHaldlu3a

4.2.1. Hasecky cBMHILIOBOTO KOHIIeHTpaTa Maccou 0,2000—0,5000 r, B 3aBUCUMOCTH OT COJAepXKaHUA
BUCMYTa, TIOMELIAIOT B KOHWYECKYIO KOIMOy BMeCcTUMOCTBRIO 250 cM3. IMpuwmusaror 15—20 cM? 1mapckoi
BOJIKM, BHIIIapuBaioT a0 Maioro oopeMa (0,5—1 cm3). TeMHbIe KOPOJBKH Cephl 00OpadaThIBAIOT ITPH
HarpeBaHUH HECKOJIbKUMH KAIUISIMM a30THOM KWCJIOTHI U BHIIIAPUBAIOT A0 BIAXHOrO octatka. Ilpmiamsarot
10 cM? a30THOM KHMCJIOTHI M KUATIATAT OO VAAJNECHMSI OKUCIOB a3oTa. [Ipmmmsaior 50 ¢cM? BOIBI, HarpeBaloT
o0 pacTBOpeHMs1 colicr. HepacTBOpHUMEBIA OCTATOK OTPUIBTPOBHIBAIOT Ha (PUABTP CPEOAHEH ILIOTHOCTH.
Kondy u ¢punpTp mpoMbIBalIOT 3—4 pasa ropsucit Bonoil. B duneTpar, B 3aBUCMMOCTH OT COACpXKaHUS
Xee3a B Mpode, nobasisaior 1—2 c¢M? pacTBopa TPEXXIJIOPHUCTOrO Xeje3a, HarpesaroT a0 70—80 °C wu
COOCaXIAI0T BUCMYT C THAPOOKMCHIO XKele3a aMMHUAaKoM Iipu pH 5—35,5 (Imo yHuBepCaTbHOM MHIMKATOPHOM
oymare). Ocagok KOaryJMpyioT Ha TEIJIOM MECTE, OTPUIBTPOBBIBAIOT HA (PUIILTP CPEAHCH ITNIOTHOCTH,
IMPOMBIBAIOT KOJNOY U buiaeTp 3—4 paza ropsyed Bomoi. Ecim B mpobe comepXUTcsa 3HAYUTEIBHOC
KOJIMYECTBO Mead (O 4YEM MOXHO CYIUTh IO TOJNYOOBaToM OKpacKe (puiabTpaTa), OCaAOK TMAPOOKHCEH
PACTBOPSIOT B pazbasieHHOM 1:9 a30THOI KmMcaoTre, monwBaroT Boxoil 1o 100—120 cM? w mepeocaxmaroT
BAUCMYT, KaK YKa3aHO BHIIIIE.

[TpOMBITBIIT OCaIOK CMBIBAIOT B KOJOY, W3 KOTOPOM BEIOCH MUIBFTPOBAHUE, TOPAYEH BOION U 3 cM?>
pa3baBieHHON 1:1 cepHo#l KMCIOTHL. PacTBOp BHIIApMBAaIOT /IO BHIACICHUS IMApOB CEPHOIO aHTWIPHUIA,
OXJIAXKIAIOT, IPWINBAIOT 3—5 ¢M? OpOMHCTOBOLOPOIHOM KMCIOTHI, BRITIAPABAIOT 1O I'YCTHIX TTApOB CEPHOrO
AaHTUAPUIA U ITOJIHOTO YIAJICHUS OpOMHUCTOBOAOPOIHOM KUCIOTH. EC/ B pob6e ConepKUTCS 3HAYUTECIBHOS
KOJIMYECTBO CYPBMBI, TO OIIEpallMIO YIAJIECHUS CYPbMBI BBIITapUBAHUEM C OPOMMCTOBOAOPOIHOM KUCIOTOMN
TMTOBTOPSIOT ABaXAbl. OXJIaXIaoT, OOMBIBAIOT CTCHKHM KOJOBI JTUCTUIMPOBAHHOM BOOOM M CHOBA BHITIAPH -
BAIOT 0O TIOJHOrO VIAJIeHWd CEpHOM KWUCIOTHI. BHOBR oxnmaxmaror, mpuiamsaioT 60—70 cM? doHoBOrO
3JICKTPOJINTA, HAKPHIBAIOT KOJOY YaCOBBIM CTEKJIOM, JOBOIAT IO KUMCHUS, OCTABIAIOT Ha TEILUIOM MECTE
IO TIOJTHOTO BOCCTAHOBICHMS XXeJie3a M 00ecIiBedMBaHUs pacTBopa. OxaxnaloT, KOMUYeCTBEHHO IEpPeBOIAT
B MEPHVIO KOJOY BMecTHMOCTBHIO 100 cM?, 3TiM Xe (DOHOBBIM DJIEKTPOIUTOM IOBOIAT OO METKH W
mepeMeIIBaloT.

YacTh pacTBOpa 3aJIMBAIOT B 3JEKTPOIN3EP M MPOBOAAT NoAgaporpadupoBaHie BUCMYTA Ha OCITWIIIO-
rpapUICCKOM WU IIEPEMEHHO-TOKOBOM Moasporpade mpu norcHimane nuka MUHyC 0,12 B o oTHoOILIE-
HHWIO K HACHIILICHHOMY KaJOMEJIBHOMY 3JeKTpoay. OOTHOBpEeMEHHO ITPOBOIIT MOJSIporpapupoOBaHUE pac-
TBOPOB C M3BECTHBIM COACPXKAHUEM BUCMYTA M KOHTPOJBHBIX IIPOO.

(N3menennad penaxkuusa, M3m. Ne 3).
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43. OdbpadboTKa pe3VIbBTATORB
4.3.1. Maccoyo nomo BUCMyTa (X,) B MPOLICHTax BBIYUCIAIOT IO (OopMyIe

H-V-100
Xy = 6 *
K-m-10
rne H — BBICOTa BOJHBI BUCMYTA aHATIM3UPYEMOTO PACTBOPA 34 BBIYETOM BBICOTHI BOMHBI KOHTPOJIBHOM

IPOOBI, MM;
V — 00BeM MepHO#M KOJOHBI, CM3;

K — CPCOAHCC SHAYCHMUC OTHOILNECHWMA BBICOT BOJIH, ITONTVYIYCHHBIX ITPHU HOJIFIpOI‘pﬁ(I)HpOBaHHI/I P4ACTBOPOB
MM

ML/ oM

C M3BECTHBIM COJIepXKaHMEM BHUCMYTa, K MAaCCOBOM KOHIIEHTPAIIUM 3THX Xe& pPacTBOPOB,

m— MA4CCd HdBCCKHM KOHIICHTPATA4, TI.

4.3.2. PacxoxiaeHHe MeXay pe3yJbTaTaMM ABYX MapajUICIbHBIX OIMPEACICHUM TIpH JOBESPUTCABHOMN
BepoATHOCTH P = 0,95 He m0/mKHO NpEBHINAThL BETMYMHBI, YKa3aHHON B Ta0. 2.
(N3Menennaa penaxkuuda, M3m. Ne 1).

5. ATOMHO-ABCOPBIIMOHHBIN METO/I (npu MaccoBoii 1oJie BACMYTA
ot 0,01 no 0,5 %)

MeTon 0oCHOBaH Ha U3MEPEHUH TTOTJIOIICHUS aHAIUTUICCKOM JIMHAY BUCMYyTA 223,1 HM ITpH BBEACHUH
pPacTBOPOB MPOOd M CTAHAAPTHHIX PACTBOPOB B OKUCIUTEILHOC BO3AYIIMHO-AIIETAICHOBOS TIJIAMA.

IIpoOBI KOHIIEHTpATa IIPEABAPUTEIBHO IIEPESBOASIT B PACTBOP KUCIOTHBIM PA3JIOXKECHUCM.

3.1. AnmnmapaTrtypa,MaTepuaJlbl MU PEAKTMUBBH

JI1g IIpoBeeHU aHalIu3a IMPUMEHSIOT:

crieKTpodoTOMETP aTOMHO-a0COPOITMOHHEBIN JTI000M MapK ¢ UICTOYHWKOM H3IVIEHUS UIST BUCMYTA:
BO3AYX, CXKaThId 1o aaBiaeHueM 5-10° — 6-10° Tla (5—6 at™);

allcTWICH B 0aJUIOHAX;

kucnory coasHyio o I'OCT 3118 u pactsop ¢ (HCl)=2 Monb/mm3;

KAciaoTy a3oTHyIo 1o 'OCT 4461 u pactBops! 1:1, n pactBop ¢ (HNO;)=1 Mons/am>;

BUCMYT Mapki Bu(00 vy Bu(O nmo I'OCT 10928;

CTAaHIAPTHBIA PACTBOP BUCMYTA; TOTOBAT CICAVIOIIUM OOpa3oM: HaBecKy BUCMyTa Maccou 00,2000 r
TIOMEILIAIOT B KOHUYECKYIO KOJIOY BMECTUMOCTBIO 250 ¢cM3, pacTBOpSIOT IIpH HarpeBaHuM B 20 ¢cM3 pacTBOpa
a30THOM KHCIOTHI, OXJIAXIAIOT, MePEBOIAT B MepHYIO KOOy BMecTUMOCThIO 1000 cM3, paszbasnasior no
METKHM PaCTBOPOM a30THOM KMUCIOTHI 1 MOoab/IM3 M mmepeMelMBaloT.

1 cM3 pactBOpa comgepxwut (0,2 Mr BUCMYTA.

(M3menennan penakmua, Usm. Ne 2, 3).

5.2. IlpoBeneHune aHaaMm3a

5.2.1. HaBecky ¢cBMHIIOBOro KoHIleHTpaTa Maccou 0,5000—1,0000 r (B 3aBUCUMOCTH OT COACPKAHUA
BUCMYTa), TTOMEIIIAIOT B KOHUYECKYIO KOJIOy BMeCTUMOCTBIO 250 cMm3, mpummBaioT 15—20 cM? consaHoM
KHMCJIOTHI M PACTBOPSIOT MIPH CIaOOM HarpeBaHHUU B TedeHMe 15—20 MuH. 3aTeM npUMBaloT 5 cM3 a30THOM
KMCJIOTHI U BHIIApUBAIOT pacTBop 10 1—2 cMm3. Jlobasnsaior 10 cM3 comsIHOM KMCAOTHI U BBITIAPUBAIOT 10
COCTOSSHMSI BIaXHBIX coneii. ITpymmmBaior 50 ¢cM3? pacTBOpa COMSIHOM KUCIOTHL 2 MOJb/IM3 M HarpeBaloT
1 MAH 10 TEMIIEpATYpHl, OJIM3KOM K TeMIIepaType KunicHUs. [1ocie oxmaXxaeHus pacTBOp MEPESHOCIT BMECTE
C HEpaCTBOPMMBIM OCTATKOM B MEpHVIO KoJOy BMecTHMOCTBIO 100 cM3, mommBaioT 10 METKM BOAOH M
nmepeMemBaoT. CUIBTPYIOT 4epe3 ABOMHOMN IIOTHBHIM (UAbTp. B moidydeHHOM (UABTpaTe HU3MEPSIOT
MTOTJIOIICHAE aHAJIMTAYCCKOM JTUMHAMU BUCMYyTaA 223,1 HM.

MaccoByIO JOI0 BUCMYTA VCTAHABIWBAIOT IO TPAIYUPOBOUYHOMY IrpadmKy.

(U3menennan penakuua, M3sm. Ne 3).

5.2.2. JIma MOCTpOEHUS TPpaayupPOBOYHOTO TrpaPpmka B BOCEMb MEPHBIX KOJO BMECTUMOCTBIO TIO
100 cm3 momermzarot 0; 0,5; 1,0; 2,5; 5,0; 7.5; 10,0 m 12,5 cMm3 cTaHmapTHOTO pacTBOpa, YTO COOTBETCTBYET
0,1, 2,5, 10, 15, 20 u 25 mr/nm3 BucMyTa. Jlo6aBmsioT 1o 50 cM3 pacTBopa COMIHOM KUCIOTHI 2 MOJIb/ M3,

IIOJIUBAIOT 1O METKM BOIOM U MEepeMEINBAIOT. MU3Mepsa1oT NOorioleHue aHaAITUTUICCKON JIMHUY BUCMYTA B
VCJIOBMSIX, VKa3aHHBIX B II. J5.2.1.

(N3mMeHennas penakmusa, M3m. Ne 2).

53.3. O6padboTKa pe3yAbTAaTOB

5.3.1. MaccoByio 100 BUCMYTa (X3) B TIPOIIEHTAX BBIYMCIISIIOT 110 (hopMyIie
X, = B-V

m-10%°

rne B — KOHIIEHTpaIMs BHCMYTAa B aHAJIM3UPYEMOM PACTBOPE TIPOOHI, MI/IM>;
V — 00BeM MepHOIl KOJIOBI, CM3;
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m — MdCCd HABCCKH KOHIICHTPATA, I.

5.3.2. JlomyckaeMoe pacxoXacHue MEXIy pe3yabTaTaMy MapalJICABHBIX OIIPEACICHUU U JOITYCKaeMOe
pacxoXIeHWue MeXIy pe3yabTaTaMH aHaliu3a IpPpU JOBEPUTEIBbHON BeposaTHOCTH P=0,95 He nmomxHO
MIPEBHIIATh BEMUYUHBI, VKa3aHHOM B Ta0I. 4.

Taoauima 4

%
JlommycKaeMoe pacxoXaeHUue MEeXKay JloTmycKkaeMoe pacxoXKaeHWue MeXay
Maccomast omst BrCMYTa MapaJuIeAbHBIMH OTIPEACICHASIMHA pesyabTaTaMHd aHaJIn3a
Or 0,01 mo 0,03 0,004 0,005
Cs. 0,03 » 0,05 0,006 0,008
» 0,05» 0,1 0,015 0,018
> 0,1 » 0,2 0,02 0,025
» 0,2 » 0,3 0,03 0,035
» 0,3 » 04 0,04 0,045
» 0.4 » 0,5 0,05 0,055

(M3menennada penaxkuusa, M3m. Ne 3).
Paznen 5. (Beenen ponoandreanno, Uam. Ne 1).
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1. PASBPABOTAH U BHECEH MunucrepctBoM useTHod Meraanypruda CCCP

PASPABOTYUKUA

NMHOOPMAIITMOHHBIE JAHHDBIE

M.I'. Caion, B.A. Pomanenko, E.B. Jlucampma, P./I. Koran, P.A. IlecToBa

cranaapTam ot 23.08.78 Ne 2310

METO/I0B

4. B3JAMEH T'OCT 14047.4—70

5. CCbUIOYHbBIE HOPMATUBHO-TEXHUYECKHNE JOKYMEHTDI

. YTBEPXJEH U BBEJIEH B JIEMUCTBUE Iocranonienuem ocynapcreennoro Komurera CCCP mo

. Cranpaptr cootBerctByer CT COB 1154—78 B yacTH (POTOMETPHYECKHX H ATOMHO-a0COPONMOHHOIO

Ob6o3Hauenne HT/,
Ha KOTOPBIN MaHa CCHIJIKA
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Homep nmyHKTA
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6. OrpanrueHue cpoka AeiCTBHS CHATO MO MPOTOKOAY Ne 7—935 Mexrocynapcrsennoro Cosera mo cran-
napTa3anud, Metpojorud H ceprapuxkammn (M1YC 11-9)5)

7. HIEPEU3JIAHUE (mapt 1999 r.) ¢ U3menennsamu Ne 1, 2, 3, yreepxnennnivMu B pespaie 1981 r., uione
1984 r., mione 1989 r. (MYC 5—81, 1184, 10—89)
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