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Cadmium. Methods of tin determination

OKCry 1709

[ata seefeHnsa 01.12.80

HacToAwwmii cTaHgapT ycTaHaBnMBaeT (POTOMETPUYECKMIA N monaporpaduyeckmii MeTofbl onpejene-
HWa onosa (Mpu maccosoli gone onosa oT 0,0005 % go 0.005 %).

CrtaHpapT nonHocTblo cooTBeTcTBYeT CT COB 919—78.

(WN3meHeHHas pepakuusa, Msm. Ne 1).

1 OBWWE TPEEOBAHUNA

1.1. O6wwme TpeboBaHMs K MeTogam aHanmsa um TpeboBaHmsa 6esonacHoct —no FOCT 12072.0.
(U3meHeHHasa pepakums, N3m. Ne 2).

2. ®OTOMETPUYECKWNA METOL

21. CywHocTbh MeTOfa
MeTof OCHOBaH Ha OCaX[AEHUW 0N0Ba B BUAE METAO/NOBAHHON KWCNOTbl Ha UOKCUAE MapraHua B

pacTBOpe a30THOW KMCNoTbl 1 MOnb/AM3 1 nocneAytoleM M3MepeHWN CBETOMOTOWEeHNA OKpaleHHOro
KOMMJIEKCa 0/10Ba C PeHUNMIYOPOHOM Npu ANUHE BOMHbI 510 nm.

2.2. Annapatypa, Matepuanbl U peakKTUBHI

CnekTpodhoTOMETP UNN (POTOINEKTPOKONOPUMETP H06Oro Tuna Ana u3MepeHns B BUAUMON 061acTu
cnekTpa.

Kucnota aszotHas no FOCT 4461, pas6basneHHas 1:1, n pactsop 1monb/gm3.

Kucnota conanas no FOCT 3118.

Kucnota cepHas no FTOCT 4204, pasbasneHHas 1:4, n pactsop 2,5 monb/gm3.

Kucnota ackopbuHoBas, pactsop 20 r/gM3, CBEXENPUTOTOBNEHHbIA.

Kucnota numonHaa no FOCT 3652. pactsop 100 r/gm'.

AMMunak BogHbIn no TOCT 3760.

Bogopoga nepeknce (nepokcmg) no MOCT 10929.

Kanuin mapranyosokucablin no FOC! 20490. pactsop 6 r/gm3

MapraHel, a30THOKMCAbLIA o TY 6—09—4011, pacteop 10 r/gm3

XenatnH nuwesoii no FOCT 11293. pacteop 10 r/am3.

AueToH no M'OCT 2603.

CnunpT aTunoBbli no FOCT 18300.

PeHnnpnyopoH (2, 3. 7-Tpuokcun-9-peHnn-6-thayopoH) no TY 6—09—05—289, pacteop | r/igm3:
HaBecKy peakTuBa maccoin 0,1 r pacTBopsAtOT nNpu HarpeBaHuu B Konbe BmecTumocTbto 100 cm3 B 50 cm3
3TUNOBOrO cTepTa ¢ gobasneHnem 0,5 cM3CONAHON KUCNOTbI. PacTBOP OXNaXAakT, NepeBOAAT B MEPHYHO
Konby BmecTuMocTbto 100 cM3 [JONMBAKOT A0 METKW 3TM/OBLIM CAMPTOM W MepeMellnBaloT. PacTsop
COXPaHAIT B MOCYyfile U3 TEMHOIO CTeK/a.

Onoso no MOCT 860.

CTaHfapTHble pacTBOpbI 0/10Ba.

M3paHve opuumansHoe Mepeneyartka BoCnpeLeHa
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PacTBop A: HaBeCKy TOHKO pacTepToro osioBa maccoi 0.100 r nomewiardT B KOHWYECKYH KOndy
BMecTUMOCTbi0 100 cM* 1 pacTBOPSAIOT NpW HarpeeaHun B 10 CM* CEpHOI KMCAOTbl, PacTBOP OXNaXAaloT,
NepeBOAAT B MepPHYH Konby BMecTUMOCTbi | AM3, fOnAMBalOT [0 METKM PacTBOPOM CEPHOI KWCNOThI
2,5 monb/gM3 1 nepemeLLnBatoT.

lcm' pacTtBopa A cogepxut 0,1 mr ososa.

PacTtBop B: B MepHyt Konby BMecTUMOCTbHO 100 cm3 oTMepuBardOT nuneTkoii 10 cm3 pacTBopa A,
[ONMBAKOT 40 METKM pPacTBOPOM CEPHON KWUCNOTbl 2,5 MONb/gM3 1 nepeMeLLnBatoT.

lcm' pacTtBopa b cogepxut 0,01 mr onosa.

(NTeHeHHasa pepakuusa, M3m. Ne 3).

23. NMpoBefgeHne aHanunsa

2.3.1. HaBecky kagmus Maccoii 2.000 r (npu maccoBoii gone onosa go 0.002 %) vam 0,500 r (Npu mMaccoBoit
fone onosa cB. 0.002 %) pacTBopstOT B 10 CM3 a30THON KWMCMOTHI, pa3baBneHHoOW 1:1, yaansioT OKcMAbl asoTa
KunsyeHnem, pasdaBnatoT Bogovi 4o 100 cm3 npunmsatoT 3 CM' pacTBOpa a30THOKMCIOro MapraHua, HemTpanu-
3yIOT pacTBOP aMMMakKoM A0 BblAeneHus 6yporo ruapokcuaa mapraHua u go6asnstot 20 cM3a30THOWM KNCNOTHI,
pas36aBneHHon 1:1. PacTBOpP HarpeBatoT 40 KUMNeHus, npuanearoT 10 cm3 pacTBOpa MapraHL,OBOKUCNOrO Kanus,
fonvBatoT Bogol Ao 150 cM3, KMNATAT 5 MUH 1 oeraaTatoT Ha 50—60 MUH B WKady B TENIOM MecCTe.

OcafoK OT(UNLTPOBLIBAOT HA (MALTP CPEAHEA MAOTHOCTW, MPOMbIBAOT €ro M Konby, B KOTOPOii
NPOBOAMNOCH OCAXAeHMe, 5—6 pa3 ropaunm pacTBOPOM a30THOW KNCNOTbl 1Monb/am'. OcafoK ¢ pa3sBepHYTOro
(hnnbTpa CMbIBAOT HEGONbLUMM KONMYECTBOM BOfbl B KONOY, rae MPOBOAWMIOCH OCaXAeHune, GhunbTp obpaba-
ToiBatoT 10 cM3 ropsueii cepHO KucnoTbl, pasbelweHHon 14. ¢ go6aBneHvem 6—7 kanenb nepokcuia
BOJOPOAa, 3aTeM (MIbTP MPOMbIBAIOT 2 pas3a ropsueil Bogoil. MonyyeHHbI pacTBOp NepenvBaloT B CTakaH
BMeCTUMOCTbi0 100 cm3 PacTBOp BbiMapmBatoT 40 NapOB CEPHOW KUCOThI, OXNaXAal0T, ONONACKMBAKOT CTEHKN
cTakaHa 3—4 cM3BOAbl 1 BbiNnapuBatoT gocyxa. K oxnaxaeHHOMY 0CTaTKy NpuamBatoT 2,5 cM' pacTBOpa CepHOA
KMCNoTbl 2,5 Monb/gM3, 2 cM' pacTBOpa ackopOWMHOBOM KMCMOTbI, HArpeBartdT, OX/MaXAatoT, NepeBoAAT B
MepHY0 Konby BMeCTUMOCTbIO 25 CM3 MocnefoBaTe/lbHO NPU NepeMeLuvBaHUKM NpubasnstoT 2 em' pacTeopa
NMMOHHOI KncnoTel, 1cM3 pacTBopa xenatuHa; 3 cM3aueToHa, 1cm3pacTsopa GpeHUN(IyopoHa, omBatoT
[0 MEeTKM BOAOW, NepemMeLInBalOT, OCTaBNAOT Ha 14 AN pa3BuTMA OKpackn. ONTUYECKYH NAOTHOCTL pacTBopa
M3MepPSAIT B COOTBETCTBYIOLLEN KIOBETE MpWU A/MHE BOMAHbI 510 HM. PacTBOpPOM CpaBHEHMUS CAYXWUT pacTBop
KOHTPO/IbHOr 0 onbiTa. CofiepxaHve 0/10Ba YCTaHaBAMBAKOT N0 rpagynpoBOYHOMY Fpaguky.

(M3meHeHHasa pegakums, M3m. Ne 3).

2.3.2. ina nocTpoeHWs rpagyvMpoBOYHOrO rpafuka B LIECTb M3 CeMW CTaKkaHOB BMECTUMOCTbIO
100 cm' oTmepuBaloT COOTBETCTBEHHO nunetkamu 1,0; 2,0; 3.0; 4.0; 5.0 n 6.0 cm3 cTaHgapTHOro pacrteopa b
onosa, 4to cootsetcTByeT 10; 20; 30; 40; 50 1 60 MKr 0710Ba, BbINAPUBAKOT AOCYXa W OXNaxXaatoT. B Kaxabli
CTakaH f06aBns0T no 2,5 cM3 pacTBopa CEPHOMN KuUCnoThl 2,5 Monb/aAM3 2 cM3aCcKOPOUHOBOW KUCAOTbI U
fanee NocTynawT, KakK yKasaHo B n. 2.3.1.

Mo nony4YeHHbIM 3HAYEHWAM OMTUYECKMX MIOTHOCTEN PacTBOPOB M COOTBETCTBYIOLUM UM COAepXKa-
HWAM 0710Ba CTPOAT rpagyvpoBOYHbI/A FpaduK.

3. NONAPOTPAGUYECKNIA METO/

31. CywHocTh MeTOfa

MeToa OCHOBaH Ha OCaXAeHWM 0N10Ba Ha AMOKCMAE MapraHua M3 pacTBOpa a30THOW KUCNOTbl
I monb/gm' v nonaporpampoBaHMm 010Ba Ha KMCNOM HaTPHEBO-XNOPHAHOM OHOBOM 3/1IEKTPOAUTE MpU
noteHuunane nuka MumHyc 0.50 B no cpaBHEHWUIO C HACbIWEHHBIM KafoOMe/lbHbIM 3/IEKTPOLOM.

32. AnnapaTtypa. mMmaTepuanb WU peakKTUBBHI

Monsaporpad ocHUNNOrpaPUUECKUin UM NepemMeHHOro Toka C NPUHaAIeXHOCTAMM.

Kucnota asotHas no NOCT 4461. pas6asneHHas 1:1, n pacteop 1 monb/gm3.

Kucnota conaHaa no NOCT 3118.

Kucnota cepHaa no N'OCT 4204 v pa3baBneHHas 1.5.

AMMuak BogHbI no TOCT 3760.

Kanuin mapranuosokucabiin no FOCT 20490. pactsop 6 r/gm3

rugpasuH consHokucnblit no FOCT 22159.

Hatpwuii xnopuctbiii no FOCT 4233, He cofepXalluii CBMHLA.

@D OHOBbIN 31EKTPONANT: B NONNITUNEHOBbIA COCY BMECTUMOCTbIO 2 aM3 nomMewatoT 200 I XI0pPUCTOrO
HaTpus, 40 T CONAHOKMCNOrO ruapasnHa, 400 cM3 CONSHON KUCNOThI, NPUAMBAKOT BOgY A0 06bema 2 M3
N MepemMeLInBatoT.

Onoso no NOCT 860.
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CTaHfapTHbIA pacTBOp 0/10Ba J1: HaBECKY TOHKO WCTEPTOro MeTan/myeckoro ofosa maccoin 0.100 r
NMoMeLLalT B KOHMYECKYH Konby BMecTUMOCTbO 250 cM5 npuausatoT 10 cmM3cepHOli KUCNOTbI W Harpe-
BAtOT [0 MONHOr0 PacTBOPEHWA HABECKWM, OXNaX[alT, KONUYECTBEHHO NepeBOAAT B MepHYK Konby
BMECTMMOCTbO | AM3, LONMBAKOT 4O METKW CEPHOI KUCNOTOM, pasba&TemHoi 1:5. n nepemelLnBatoT.

1cm3pacTeopa cogepxut 0.1 mr onosa.

CTaHAapTHbIA pacTBop onoBa b: oTMepuBatoT nuneTkoit 20 cmM3 cTaHAApTHOrO pacTeopa J1 B MepHYH
Kon6y BMecTMMOCTbH0 100 cmM3, 0NMBAOT 4O METKM CEPHOW KMCNOTON, pasbasneHHOW 1:5. n nepemeLllnBatoT.

1cm3pactBopa cogepxut 0,02 Mr onosa.

CTaHJapTHbI pacTBOp 0/10Ba b NPYMEHSAIOT CBEXEMPUTOTOBNEHHBIA.

['pagynpoBoOUYHbIe pacTBOpbl 0/10Ba (CNOCO6 CpaBHEHUS): B YeTbIpe U3 MATU MepHbIX KON6 BMecTu-
mMocTbto 100 cM3 OTMepuBatOT COOTBETCTBEHHO MukponuneTkoi 0.4; 0.8; 1.2 n 1.6 cm3 cTaHAApTHOrO
pacTBopa 0/10Ba Jl. JONUBAIOT KaXAyr0 M3 KONG [0 MeTKM (OHOBLIM 3/IEKTPOIMTOM W MEPEeMELLVBAOT.
PacTBopbl cooTBeTCTBEHHO codepxar 0.4; 0,8; 1.2 n 1.6 mr/gm3 onosa.

pagynpoBoYHbIe pacTBOpbl 0n0Ba (cnocob fo6aBkWM CTaHAAPTHOrO pacTBopa): K ABYM HaBecKaMm
KafiMus 0TMepuBalOT MWKPOMMNETKOW CTaHAapTHbI pacTBop onoBa b cornacHo Ttabn. 1. mpuamsaloT no
20 cmM5a30THON KKUCNOTbI, pasba&TeHHOV 1:1, HAKPbIBAKOT YaCOBbIM CTEK/IOM, HarpeBatoT 40 PacTBOPEHUs
HaBecKu W yfaneHus OKCUAOB a3oTa. [anee nocTynatoT, KaK ykasaHo B n. 3.3.

Ta6nuuya |
Konnuectso po6aBneHHoro
. M accoeas
Maccosas ganu B HaBecke Macca onosa b O6bem mepKkoi
Kagmus. % Hanecku, r KONGbI, CM* ZZZ:ZHLDIA/::ARS
c-3 Mr '
Ao 0.001 2.500 0.5 0.01 50 0.2
Cs. 0.001 * 0.002 2.500 10 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

MapraHel, a3oTHOKMCAbIA no TY 6—09—4011, pacteop 10 r/gm3

33. lNpoBefgeHne aHanusa

HaBecky kagmus maccoii 2.500 r (npu maccosoit gone onosa o 0,002 %) uam 1.000 r (npu maccoBoii
none onosa cB. 0.002 %) NOMeLLal0T B KOHUYECKYHO KOOy BMECTUMOCTbI0 250 cM3, npunnsatoT 20 cM3a30THO
KUCNoThl, pa3baBneHHoN 1:1, HaKpbIBAOT YacOBbIM CTEK/IOM, HArpeBaloT fO PacTBOpeHMS HaBecku. Yacosoe
CTekno ononacknaatoT 4—5 cM3 BOAbl, NpuaMBalOT 125 cM3 BOAbl U HeliTpanusytoT ammuakom o pH 3—3,5
Mo YHMBEPCaNbHOW MHANKATOPHOM Bymare, NpubasnsoT 3 cM3pacTBOpa a30THOKMC/IONO MapraHLa, HarpeeaoT
[0 KUNeHus, NpuamnBatoT no Kanism 5cm’ pacTeopa MapraHL,0BOKUCIONO Kaius, KUNATAT 5 MUH 1 0CTaBnAlT
B Tennom mecte Ha 50—60 MuH. MMpyu 3TOM AO/MKEH BbiNafaTb KPYMHO3EPHUCTbIA OCafoK AMOKCMAA
mapraHua. Ocafok OTUNLTPOBbLIBAIOT Ha ByMaxHbIi pUALTP cpeaHelt naoTHocTU. Ocaflok Ha hunbTpe U
KON6y NpombIBatoT 5—6 pas ropsynm pacTBOPOM a30THOM KMCNOTbl | MONb/gM' 1 2 pasa ropsyeil BOLOW.
OcafoK CMbIBAlOT C pa3BepHYTOro ¢gmnbTpa (C MOMOLWb npombiBanku) 30—35 cm3 ropsyero hOHOBOIO
3M1€KTPONINTa B KONBY, B KOTOPOW NPOBOAMIOCE OCRXKAEHWE, HAKPLIBAIOT KOMOY YaCOBbIM CTEK/IOM, KUMATAT
1 MWH, OXNaXpJatT, KONUMYECTBEHHO NepeBOAAT B MepHYH Konby BmecTumocTbio 50 cm3, gonusaloT Ao
MeTKV (DOHOBbIM 3/IEKTPOANTOM M NepemMellnBatoT. YacTb pacTBopa NOMELLAlOT B 3IEKTPOSIM3EP U MPOBOAAT
nonsporpagHpoBaHMe 0/10Ba Npu noTeHumane nuka muHyc 0.50 B N0 OTHOLIEHMIO K HACbILLEHHOMY Kasno-
Me/IbHOMY 371eKTPoAY. B aHanornyHbIX ycioBusax NPOBOAAT NonsaporpagHpoBaHme rpagynpoBOoYHbIX PacTBOPOB
0/10Ba ¥ COOTBETCTBYHOLMX PACTBOPOB KOHTPOJ/IbHbIX OMbITOB.

Mpu pacueTe cogep>kaHns 010Ba CMOCO60M CpPaBHEHUA C rpafyVpoBaHHbIMW PAacTBOPaMM W3 BbICOTbI
BO/IHbl aHaNM3NPYEMOI NPOObI BbIYMTAKOT BbICOTY BO/IHbI KOHTPO/LHOMO OMbITA.

Mpun pacyete cofepxaHus o0noBa Cnocob6om [Jo06aBKM CTaHAAPTHOrO PacTBOpa W3 BbICOTbl BOJIHbI
aHannanpyemoii npobbl ¢ 406aBKOI BbIUMTAIOT BbICOTbI BOMH aHaNM3UPyeMoi Npobbl 1 KOHTPOSIbHOMO OMbITa.

3.1—3.3. (N3meHeHHasa pegakums, M3m. Ne 3).

4. OBPABOTKA PE3YJ/IbTATOB

4.1. Maccosyto gonto onosa (/1), %, npn HOTOMETPUYECKOM METOAE BbLIYMCAAT N0 opmye
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—_ T\

X 10000

rge T — macca HaBeckMm, T;
T, — KO/IMYeCcTBO 0/10Ba, HalieHHOEe B pacTBOPE aHann3mpyemoi npobbl No rpagynpoBoYHOMY rpadu-
KY, MKT.
4.2. Maccosyto fonto onosa (V). %. npu nonaporpauyeckom MeTofe BblYUCAAT Mo Gopmyne

Y HYC

HT 10000 *

rge H — BbicoTa BOMIHBI 0/10Ba aHaNM3MpPyeMoro pacteopa npobbl, MM;
V—06beM MepHOIA Konbbl, cml;
C - MmaccoBas KOHLEeHTpaLusa 0n0Ba B rpafynMpoBOYHOM pacTsope, Mr/aml;
J1— BbicOTa BOMHbI 0/10Ba FPafynpoBOYHOrO pacTeopa, MM;
/Il — macca HaBeckwu, T.
4.3. AGCONIOTHbIE AOMYCKAeMble PACXOXAEHUA Pe3ynbTaToB MapanienbHbiX ONpefeneHnii n pesynb-
TaTOB aHa/M3a He AO0/MKHbI NPEeBbIWaTh 3HaYeHU, NpUBEfEHHbIX B Tabn. 2.

Ta6bnuya 2
M accosas aons onosa. « Aonyckaemoe pacxo»(AeHTe fonyckaemoe pacxoxpaeHue
napannenbHb X ONpeaeneHnn. pe3ynbTaHT aHanusa. %
Or 0.0005 pgo 0.0010 BkAtOu. 0.0002 0,0003
Cg. 0.0010 * 0.0030 . 0.0003 0,0004
» 0.0030 * 0.0050 * 0,0006 0,0008

4.2. 4.3. ('ameHeHHan pepakums, N3m. Ne 3).
MH®OPMALWMNOHHBIE AAHHbIE
1. PASPAEOTAH N BHECEH MuHuctepcTBoM LBeTHON MeTannyprum CCCP

2. YTBEPX/JEH W BBEJEH B JEMCTBWE [MocTaHoBNeHNeM [ocyaapcTBeHHOro komuteta CCCP Ho
cTaHfgapTam ot 27.08.79 Ne 3230

3. CtaHpapT nonHoctbto cooteeTcTByeT CT COB 919—78
4. BBAMEH I'OCT 12072.7-71

5. CCbIJTOYHbIE HOPMATUBHO-TEXHNWYECKWE JOKYMEHTHDI

O6o03HavyeHne HTA, O6o3HayeHne HTA.

o Moiiep nyHkTa o Homep nyHKT
Ha KOTOPbLIi gama cchelnka Ha KOTOpbLIA faHa cChlnka

FOCT 860-75 2.2.32 FOCT 10929-76 22
FOCT 2603-79 2.2 FOCT 11293-89 2.2
rOCT 3118-77 22.32 FOCT 12072.0-79 11
FOCT 3652-69 2.2 FOCT 18300-87 2.2
FOCT 3760-79 2.2.32 FOCT 20490-75 2.2.3.2
FOCT 4204-77 2.2. 32 FOCT 22159-76 3.2
rOCT 4233-77 3.2 TY 6-09-4011-75 2.2.32
FOCT 4461-77 2.2.32 TY 6-09-05-289-78 2.2

6. OrpaHuWyeHMe cpoka [eicTBMA CHATO HO npoTokony Ne 5—94 MexrocygapcteeHHoro CoBeTa no
cTaHgapTu3auuu, meTponorum n ceptugukaymmn (MY C 11-12—94)

7. W3OQAHWE c N3meHeHnammn Ne 1, 2, 3, yTBepeHHbIMK B noHe 1981 r., asrycte 1984 r., uone 1990 r.
(MyCc9-81, 12-84, 11-90)
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