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Cadmium. Methods of tin determination
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Jata Beenenus 01.12.80

Hacrosmuit cranmapt ycraHasiuBaeT GOTOMETPHYECKII U ITOIIporpaduIecKuii METOABI OIIpeIese-
HUS 0J10Ba (IIpy MaccoBoit mose onosa ot 0,0005 % mo 0,005 %).

CranmapT noiaHocTsio coorBeTcTBYyeT CT COB 919—78.

(Asmenennan penakous, Wsm. Ne 1),

1. OBIIME TPEBOBAHUA

1.1. Obmme TpeGoBaHUA K METONAM aHaIM3a U TpeboBanusa GesonacHoctn — 1o T'OCT 12072.0.
(Asmenennan penakous, Wsm. Ne 2).

2. POTOMETPUYECKUN METO/L

21. CymHOCT, METOIA

Meton OCHOBaH Ha OCaXIEHUM OJOBA B BUAE METAOJOBIHHON KUCIOTHI Ha MUOKCHIE MapraHiia B
pPacTBOpEe a30THOM KMCJIOTH 1 MOIB/IM? U IOCIEAYIOUIEM M3MEPEHUN CBETOIOIIOIEHUS OKPAIIEHHOTO
KOMIUTeKca 0j10Ba ¢ (QeHWIDIYOPOHOM IIPU IUTHE BOJHBL 510 HM.

22. Antmmapatypa, MaTepuails U peakKTUBEH

CriekrpodoToMeTp WK (POTORIEKTPOKOIOPUMETP JIOOOTO TUTIA I U3MEPEHUS B BUAMMOI 06G1acTH
CITeKTpa.

Kucnora azornas mo TOCT 4461, pas6asnennas 1:1, u pacrBop 1 MoJib/mm3.

Kwucnora constras mo TOCT 3118.

Kuciora ceprasa o TOCT 4204, pas6asiennas 1:4, u pactBop 2,5 MOJb/mm3.

Kuciora ackopbunosas, pactsop 20 r/aM>3, CBEXeIPUTOTOBIEHHBIIA.

Kuciora muvonnas o TOCT 3652, pactsop 100 r/mv3.

Awmmuax Bommbrii mo T'OCT 3760.

Bomopona nepexuced (nepokcua) mo 'OCT 10929.

Kaymuit Mapranmosoxucisiit 1o TOCT 20490, pactBop 6 1/mm3.

Mapranen asorHokucisiit 1o TY 6—09—4011, pactsop 10 r/mm3.

Kenarun mmuesoir mo TOCT 11293, pactsop 10 r/mm3.

Anteron o T'OCT 2603.

Crmpr stwmossrit o FT'OCT 18300.

®enmwnduyopor (2, 3, 7-Tpuokcu-9-permi-6-giayopon) mo TY 6—09—05—289, pacrsop 1 r/mm3:
HaBeCKy peakTuBa Maccoil 0,1 T pacTBOpAIOT IIpM HAarpeBaHuu B Konbe BMecTuMocThio 100 e B 50 oM
STWIOBOTO CIMpTa ¢ JoGasieHneM 0,5 cM? congHo KUCTOTH. PacTBOp OXJIaXmaioT, IEPEBOIAT B MEPHYIO
Konby BMecTMOcThi0 100 cM3, MOIMBAIOT 0 METKM 3TWIOBBIM CIIMPTOM M IIEPEMEINMBAIOT. PacTBop
COXPaHAIOT B IIOCYNI€ U3 TEMHOIO CTEKJIa.

Onoso o TOCT 860.

CraHmapTHBIE PaCTBOPHI OJIOBA.

Hsnanne odpunmansaoe IlepeneuaTka Bocnpemena
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PactBOp A: HaBecKy TOHKO pacreproro ojoBa Maccoi 0,100 I IToMeIIaloT B KOHUYECKYIO KOJIOY
BMecTUMOCTEIO 100 cM3 M pacTBOpAIOT TIpy HarpeBaHuy B 10 cM? CepHOM KUCIOTHI, PACTBOP OXJIAXIAIOT,
IIEpeBONAT B MEPHYIO KOJIGY BMECTMMOCTBIO 1 AM3, DOMMBAIOT IO METKM DACTBOPOM CEPHON KUCIOTHI
2,5 MOJIb/IM? U IIEpPEMELBAIOT.

1 cM3 pactBopa A comepxur 0,1 Mr os10Ba.

PactBop B: B MepHyI0 Konby BmecTuMocTeio 100 cM® orMepuBator mmamerkoi 10 ¢cMm3 pactBopa A,
JOJIMBAIOT JIO METKU PACTBOPOM CEPHOI KUCJIOTHL 2,5 MOJIb/IM? U IIepeMEIIBAIOT.

1 cM3 pactBopa b comepxut 0,01 Mr os10Ba.

(U3menennan penakuusa, M3m. Ne 3).

23. llpoBegeHue aHanlmsa

2.3.1. Hasecky xagmug Maccoit 2,000 r (ipu MaccoBoit goie oj108a 1o 0,002 %) wim 0,500 r (1ipu MaccoBoif
none onosa ¢B. 0,002 %) pacropsior B 10 ¢cM? a30THON KUCJIOTHI, pasbanieHHoi 1:1, yIaagioT OKCHIOBL a30Ta
KUTEMIEeHEM, pas6asiiror Bogoil zo 100 cv3, mpwimsaioT 3 ¢M® pacTBOpa a30THOKMCIIOTO MapraHila, HeifTpaiu-
3YI0T PACTBOP AMMUAKOM JIO BBIIEJIEHUA OYpOro TMIPOKCHIA MAPTaHIa ¥ ao6asisaior 20 cM> a30THOM KICIIOTHI,
pasbasiieHHOI 1:1. PacTBOp HArpeBaroT 10 KUIIEHUs, IpwinBaioT 10 ¢cM? pacTBopa MapraHIOBOKMCIIOTO KAJMS,
JOJIMBAIOT Bomoit o 150 cM?3, xuraTar 5 MUH 1 ocTaBiiioT Ha 50—60 MuH B mkacdy B TEIUIOM MECTE.

Ocagox OTGILTPOBEIBAIOT HA (DWILTP CpeaHeH IUIOTHOCTH, IIPOMBIBAIOT €r0 M KoJOGYy, B KOTOPOM
IIPOBOIIIOCE OCAKIEHNE, 5—6 pas TOpAINM paCTBOPOM a30THOI KMCIIOTHL 1 MOJIb/mM3. Ocaliok ¢ pasBEpHYTOrO
(GIITHTPa CMBIBAIOT HEOOILIINM KOTMIECTBOM BOMABI B KOJIOY, Ie MPOBOMIUIOCH OcaxieHue, (GUiIbTp obpabda-
TeBaoT 10 ¢M3 Topsdell cepHON KWCIOTHL, pasGaBieHHOil 1:4, ¢ moGapireHmeM 6—7 Kaleldb IIEPOKCHAA
Bomopoma, 3areM (WIBTP IIPOMBIBAIOT 2 pa3a ropsdeil Bomoil. ITomydeHHBII pacTBOp IIEPENMBAIOT B CTAKAH
BMecTUMOCTEIO 100 cM?. PacTBOp BLIIAPUBAIOT A0 IIAPOB CEPHOI KUCIIOTHI, OXIAXIAIOT, OIIOJIACKUBAIOT CTEHKI
crakaHa 3—4 cM> BOIBI U BBIIAPUBAIOT AocyXa. K oXIaxkIeHHOMY OCTATKY IPIWIMBAIOT 2,5 ¢M3 pacTBOpA CepHOM
KHUCIIOTBL 2,5 Moib/aM3, 2 ¢M® pacTBOpa acKOPOMHOBOI KMCIIOTHI, HATPEBAIOT, OXJIAXIAIOT, IIEPEBOIIAT B
MEPHYIO KOJIOY BMECTMMOCTBIO 25 cM3, TIOCIIENOBATENBHO TIPU TIEPEMELIMBAHMY TIPUGABIIAIOT 2 ¢cM? pacTBopa
JIMMOHHOM KMCIOTEL, 1 cM? pacTBOpa XenatvHa; 3 cM® alleToHa, 1 ¢’ pacTBopa dheHwIdIyOpOHa, JOIMBAIOT
JTO METKY BOIOM, IIePEeMEIIMBAIOT, OCTARIIOT Ha 1 9 TS pa3BUTUA oKpacky. ONTUYECKYIO IUDIOTHOCTh pacTBOpa
M3MEPSIOT B COOTBETCTBYIONIEH KIOBeTe IpH ynaHe BOJHBL 510 HM. PacTBopoM cpaBHEHMS CIIYKUT pPacTBOD
KOHTPOJIBHOTO OITEITa. CoflepxXaH1e 0JI0Ba YCTAHARIMBAIOT 10 IPadyMpOBOYHOMY IpaduKy.

(A3menennan penakousa, U3m. Ne 3).

2.3.2. JIng TOCTPOCHMS TIPaJyMpOBOYHOro rpavika B IUECTb M3 CEMM CTaKaHOB BMECTHUMOCTBIO
100 cM3 oTMepHMBAIOT COOTBETCTBEHHO TmmeTkamu 1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cM® cTaHmapTHOro pactBopa b
onoBa, uro coorsercTByeT 10; 20; 30; 40; 50 1 60 MKT 0J10Ba, BRIIIAPUBAIOT AOCYXA U OXIaXIaloT. B KaxXmprit
cTakaH H0GaBIIAIoT 10 2,5 CM3 pacTBOpa CEPHOIl KUCIOTH 2,5 MOIb/mM>, 2 ¢cM3 acKOPGMHOBOM KHUCIOTH 1
Jajiee ITOCTYIAIOT, KaK yKa3aHo B 1. 2.3.1.

I1o morydeHHBIM 3HAYEHUSIM ONITUYECKUX IUIOTHOCTEH pacTBOPOB M COOTBETCTBYIOILIMM UM COIEpXKa-
HUSM 0JI0BA CTPOIT TPalyUpOBOYHBIN rpaduk.

3. MOJIAPOTPA®UYECKUN METO/L

3. CymHOCTh M€ETOHOA

Merton OCHOBAH Ha OCaXIEHUM OJIOBA Ha AVOKCHUIE MapraHlia M3 pacTBopa a30THOI KUCJIOTHI
1 Moib/nM? 1 mongporpadgupOBaHIY OJI0BA HA KMCIOM HATPUEBO-XJIOPUIAHOM (POHOBOM 3JIEKTPOIIUTE IIPU
noreHimaize muka Munayc 0,50 B 1mo cpaBHEHMIO ¢ HACBHIILIEHHBIM KAJIOMEILHBIM 3JIEKTPOIOM.

32. AnnapaTtypa,MaTepuajJb MU pPeaKTHUBBH

TTongporpad ociuiorpadUyecKuii WK IEPEMEHHOTO TOKA ¢ IIPUHAINICKHOCTSIMI.

Kuciora azoruag mo TOCT 4461, pas6asnenHas 1:1, u pactBop 1 Moim/mv3.

Kucnora consamaa mo 'OCT 3118.

Kucnora cepnas mo I'OCT 4204 u pa36aBneHHas 1:5.

Ammuax Boausiit 1o TOCT 3760.

Kanuit mapraamosokucibiii o TOCT 20490, pactBop 6 r/om3.

Tunpasun cossHokucnsiit mo 'OCT 22159.

Hatpwuit xmopucterit mo 'OCT 4233, He coaepxXalluuii CBUHLA.

DOHOBBII 3JIEKTPOJINT: B IIOJUITIWIEHOBHII COCY BMECTUMOCTEIO 2 M3 1ToMeIaroT 200 T XIIOPUCTOTO
Harpus, 40 T colgHOKMCIoro ruapasuna, 400 cM? CONAHOl KUCIOTH, TIPWINBAIOT BOAY 10 o6beMa 2 a3
U IIepeMEIITBAIOT.

Ostoso o 'OCT 860.
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CTraHAapTHBIA pacTBOP 0JI0Ba A: HaBECKY TOHKO HMCTEPTOrO MeTajuimdeckKoro onosa Mmaccoit 0,100 r
IIOMEMIAIOT B KOHUYECKYIO KOJIOy BMecTUMOCTBIO 250 cM3, mprwmBaoT 10 ¢cM3 cepHOIl KMCIIOTHL U HAarpe-
BalOT JO IIOHOTO DPACTBOPEHMSA HABECKM, OXJIAXMAIOT, KOJIMIECTBEHHO IIEPEBOTAT B MEPHYIO KOJIOY
BMECTUMOCTEIO 1 AM3, oJIMBAIOT 0 METKM CEPHOM KMCIIOTOM, pa3sbaBlIeHHOM 1:5, U IepeMellnBaloT.

1 cm3 pacrBopa copepxur 0,1 Mr onosa.

CranpapTHbIi pacTBop osioBa b: ormepmsBaror rnerkoit 20 cM® ¢TaHIZApTHOTO PacTBOpa A B MEPHYIO
K0s16y BMecTMMOcTBIo 100 cM3, HOIMBAIOT 10 METKM CEPHOI KMCIIOTOM, pa3GaBiieHHOI 1:5, M IepeMellnBaoT.

1 cm3 pacrBopa copepxur 0,02 Mr onosa.

CraHgapTHBIN PacTBOP 0JIOBa b IIPMMEHSIOT CBEXEIIPUTOTOBICHHBIIL.

I'pagynpoBodHbIE pacTBOPHI 0JIoBa (CIIOCOO CPaBHEHMA): B YETHIPE U3 IATU MEPHBIX KOJIO BMECTH-
mocTeio 100 cM3 orMepuBaloT coorBeTcTBeHHO MuKpormnerkoir 0,4; 0,8; 1,2 u 1,6 cM® craHmapTHOTro
pacTBopa ojioBa A, HOJIMBAIOT KAXIYIO M3 KOJIO N0 METKHA (HOHOBBIM 3JIEKTPOJIUTOM U IEPEMEIIMBAIOT.
PacrBopnl coorBeTcTBEHHO copepxar 0,4; 0,8; 1,2 u 1,6 mr/mmM3 onosa.

I'pagynpoBodHbBIE pAcTBOPHI 0JIOBA (CIIOCOO AOOABKM CTAHHAPTHOIO PAcTBOpa): K ABYM HaBeCKaM
KaaMUa OTMEPUBAIOT MUKPOIIMIICTKOM CTAHIAPTHEINA pacTBOp ojloBa b cormacHo Ta6i1. 1, mprimBaioT I10
20 cM3 a30THOM KUCIOTHI, pa3baBieHHO# 1:1, HAKPBLIBAIOT YACOBBIM CTEKJIOM, HATPEBAIOT IO PACTBOPEHUS
HaBeCKW U YIAJICHUS OKCHIOB a30Ta. Jlajree IOCTYyIaloT, KaK yKa3aHo B II. 3.3.

Taobxmma 1

KonugecTtBo mo0aBIeHHOTO M
MaccoBas onsi B HaBecKe Macca onosa b O0BeM MepHOIT accopad
KagMud, % HABECKH, T KONGbI, cM3 KOHIIC]-[TpaIII/IéI
OJIOBA, MT/IIM
M3 MT
o 0,001 2,500 0,5 0,01 50 0,2
Cs. 0,001 » 0,002 2,500 1,0 0,02 50 0,4
» 0,001 » 0,002 2,500 2,0 0,04 50 0,8
» 0,002 » 0,005 1,000 2,5 0,05 50 1,0
» 0,002 » 0,005 1,000 4,0 0,08 50 1,6

Maprauen asorHoxkucisii 10 TY 6—09—4011, pactsop 10 r/mm3.

33. IIpoBemeHue aHadusa

Hagecky xammrsa Maccoit 2,500 T (mpu MaccoBoii gojie ojioBa no 0,002 %) wm 1,000 r (Ip1 MaccoBoi
none ornoBa cB. 0,002 %) ITOMEeIIAaoT B KOHMYECKYIO KOJIOY BMECTUMOCTHIO 250 cM?, pymsaror 20 cM3 a30THOI
KUCJIOTEI, pa3baBieHHON 1:1, HAKpHIBAIOT YaCOBBEIM CTEKJIOM, HarpeBaloT A0 pacTBOpeHUI HaBeckKW. YacoBoe
CTEKITO OIOJIACKUBAIOT 4—5 ¢M3 BOMBL, IpmwmBaoT 125 ¢cM3 Bombl ¥ HEHTpamusyloT ammuakoM g0 pH 3—3,5
110 YHUBEPCAIBHON MHINKATOPHOI 6yMare, IIpubasIoT 3 ¢M> pacTBOpa a30THOKUCIIOTO MApTaHIlA, HATPEBAIOT
JIO KMITEHUS, [IPMIMBAIOT 110 KAIUIAM 5 CM3 PacTBOpA MAPTAHIIOBOKIICIIOTO KaJIMsI, KUIIATAT 5 MMH Y OCTABIISIOT
B TerwioM Mecte Ha 50—60 muH. IIpm 3TOM H0/DKeH BBINIANATH KPYITHO3EPHUCTBIN OCAlOK AMOKCHIA
Maprasua. Ocagok oT(GUIBTPOBBIBAIOT HA OYMaXKHBIN (DWIBTP cpemHel IwtoTHocTH. Ocamok Ha GuIbTpe u
KONy IIPOMBIBAIOT 5—6 Pa3 ropsAYMM PACTBOPOM a30THOM KMCJIOTHL 1 MOJL/aM? 1 2 pasa Topgdeil BOTOM.
Ocaiok CMBIBAIOT € Pa3BEPHYTOro PWiIbTpa (C ITOMOILULI0 IPOMBIBAIKY) 30—35 cM3 ropsauero poHOBOTO
3JIEKTPOJINTA B KOJIGY, B KOTOPOI IIPOBOAIIIOCH OCAXICHNE, HAKPHIBAIOT KOJIOY YACOBBIM CTEKIIOM, KUIIATIT
1 MMH, OXJIAXIAKT, KOJINYECTBEHHO IIEPEBOIAT B MEPHYIO KOJIOY BMECTUMOCTLIO 50 M3, IOIMBAIOT 10
MeTKY (hOHOBBIM 3JIEKTPOIUTOM U IIepeMEIINBAIOT. YacTs pACTBOPA IMTOMEIIAIOT B AJIEKTPOIU3ED U TTPOBOISIT
ronstporpadupoBanye ojoBa Tipu roreHImane nrka muHyc 0,50 B o oTHOIIEHUIO K HACBIIIEHHOMY Kalo-
MEITEHOMY 3JIEKTPOAY. B aHATOTUYHEIX YCIIOBMSX IIPOBOIAT MTONSAporpadupoBaHye rpayipOBOYHBIX PACTBOPOB
0JTOBA M COOTBETCTBYIOIINX PACTBOPOB KOHTPOIBHEIX OIIBITOB.

TIpu pacdete comepkaHUs 0JI0Ba CITOCOOOM CPaBHEHUS C TPATyUPOBAHHBIMU PACTBOPAMU U3 BBICOTHI
BOJTHEI aHAJIM3UPYEeMOI IIPOGHI BEIUMTAIOT BBICOTY BOJHBI KOHTPOIBHOTO OIIBITA.

Tlpn pacuere comepxaHus OI0Ba CIIOCOOOM J00AaBKM CTaHOAPTHOTO DPACTBOpA M3 BBICOTHI BOJTHBI
AHAITM3UPYEMOI! TIPOOBI ¢ OOABKOM BEIMUTAIOT BEICOTHI BOJIH AHAIM3UPYEMOI IIPOOBI I KOHTPOJIBHOTO OITBITA.

3.1-3.3. (U3menennas pexakmus, U3m. Ne 3).

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosymo gomo ojosa (X), %, upu (poToMeTpUIECKOM METO/E BRIUMCIIAIOT 110 (popMyiie
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rocCT 12072.7—79 C. 4

_ my
X= m - 10000 °
rae m — Macca HaBECKU, T,

m; — KOJIMYECTBO OJIOBA, HAUAEHHOE B PACTBOPE aHAIM3MPYEMOH IIPOOLI 110 rPagypOBOYHOMY rpadu-

KY, MKT.
4.2. Maccosyio momo onosa (X), %, Ipu ToIIporpapuIecKoM METOIE BRUUCIAIOT 110 (hopMyIIe
_ _HVC
h-m-10000°

rie H — BBICOTA BOJHBI 0JIOBA aHAIIM3UPYEMOI'O pacTBOpa IPOOHI, MM;
¥V — 06BbeM MEPHOU KOJIOBI, CM>;
C — MaccoBas KOHIIEHTPALIUA OJI0BA B IPaIynpPOBOYHOM PACTBODPE, MI/IM>;
h — BBICOTA BOJIHBI OJIOBA TPAIyMPOBOYHOTO PACTBOPA, MM,
m — Macca HaBeCKH, T.
4.3. AGCOIIOTHBIE HOITYCKAEMBIE PACXOXICHUS PEe3YJIBTATOB I1aPaJUIC/IbHBIX OIIPEAEIICHUN U Pe3yilb-
TATOB aHAJIM3a HE MOJDKHBI IIPEBBIIIATh 3HAYECHUI, IPUBEICHHBIX B Ta0JI. 2.

Tad6mruma 2

Maccosas gons onosa, %

JomyckaeMoe pacXoXIeHUe
TIApATUIETHHBIX OTPENeICHI, %

JlomycKaeMoe pacXOXICHUE
Pe3yNbTATOB aHaMu3a, %

Ot 0,0005 mo 0,0010 pximou.
Cs. 0,0010 » 0,0030 »
» 0,0030 » 0,0050 »

0,0002
0,0003
0,0006

0,0003
0,0004
0,0008

4.2, 4.3. (U3menennas penaknus, Uzm. Ne 3).
NMHO®OPMAIIMOHHBIE IAHHBIE
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