pynna B59

M E X TTOCUY L APCTO BEUHH®bB U CTAHAAPT

BPOH3bl BE3O/TOBAHHBbIE

MeToabl ornpeaeneHns Kagmus rocT

Tinless bronze. 15027.16-86
Methods for determination of cadmium

OKCTY 1709

[arta BeefeHus 01.01.87

HacTtosawwmii cTaHfapT ycTaHaBnMBaeT aTOMHO-abCOPOLUMOHHBIA 1 nonsporpaguyuecknii MeTogpl
onpeaeneHns kKagmusa (npu  maccoBoi gone kagmus ot 0.1 % go 15 %) B 6e30/10BAHHbLIX BpOH3ax Mo
FOCT 18175.

CraHfapT nonHoctblo cootsetcTeyer CT COB 5005—85.
1. OBWME TPEBOBAHMUA

11 O6wue TpeboBaHus K MeTogam aHanun3a —no OCT 25086 npw AByX napanienbHbIX onpege-
NeHnaX.

2. ATOMHO-ABCOPBLVMOHHbIA METOZ

2.1. CywHocTb mMeTofa

MeTog OCHOBaH Ha PacTBOPEHWM MpPO6bl B a30THOW KWCNOTE U M3MEpPeHUW aToMHOl abcopbumu
KagMus B NniameHu aueTunieH — BO3AyX Npy ASIHE BOMHbI 228.8 HM.

2.2. Annapatypa, peakTVBbl U pPacTBOpbI

ATOMHO-a6COPOLMOHHBI CNEKTPOMETP CO BCEMU MPUHALNEXHOCTMU.
MICTOUHMK UXTYUEHHS AN Kagmus.

AueTtuneH no NOCT 5457.

KwncnoTa a3oTHas no FOCT 4461. pa36asneHHas 1:1.

Kucnota consHas no MOCT 3118. 2 monb/gm3 pacTsop.

Kagmuin mapkn KgO no TOCT 1467.

CTaHfapTHble pacTBOPbI KagMus.

PactBop A: 11 kagmusi pactBopstoT B 30 CM' pacTBOpa a30THOW KWCAOTbl, pacTBOp KUMATAT 40

yfianeHns OKCW/O0B a30Ta, OX/aXAaloT, MOMELLAloT B MepHYH KOMBy BMeCTUMOCTb0 1000 CM5, A0NMBAKOT
[0 METKW BOJON 1 MepeMeLLMBaloT.

I cmj pacteopa A cogepxuT 0,001 r Kagmus.

PactBop b: 25 cm3pacTBopa A NOMeLAT B MepHYl Konby BmecTUMocTbio 500 cM3 fo6aBnsitoT
20 cm' pacTBopa CONMAAHOW KWUCNOTbI, AONMBAIOT 4O METKM BOZOM M NepeMeLlnBatoT.

1cm3pacTteopa b cogepxut 0,00005 1 kKagmums.

2.3. MposepeHve aHanm3a

2.3.1. Hasecky npobbl Maccoli 0,5 r nomeLLatoT B CTakaH BMecTMMocTbio 250 cm3, gobasnstoT 20 cM3
pacTBopa a30THON KWMCNOTbl M PacTBOPSHOT Ha XON0Ae, a 3aTeM Mpu HarpeBaHuw. llocne pacTBOpeHus
pacTBOp KUNATAT A0 yAaleHMs OKCUAOB a30Ta, pa3baBnsaloT BoAoi A0 o6bema 50 cM3 NepeHOCHST B Mep-
HYI0 KONGY BMeCTUMOCTbIO 250 CM3 J0OMMBAOT O METKM BOLOI M NMepemMeLlnBaloT. B MepHyto Konby BMme-
cTMOCTbIO 100 cM30TOMPAlOT aNIMKBOTHYIO YacTb pacTBOpa B COOTBETCTBUM € Tabn. 1, fo6asnatot 10 cm3
pacTBopa COMSIHOM KMCNOTbI, AONNBAKOT BOAOM A0 METKM U MEpeMeLlnBatoT.

M3aaHve oduumanbHoe MepeneyaTka BocnpeLLeHa
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Tabnuua 1 3mepstoT aTOMHYH0 abcopbuuio KagMmus napan-
Maccosast aons O6beM a/IMKBOTO NeNbHO B pacTBope Npobbl, pacTBOpe KOHTPOSIbLHOrO
KaaMus. yacT pacTtopa. cM1 onbITa 1 pacTBopax AN NOCTPOeHUs rpajsyMpoBOYHOro
rpaduka npu AnuHe BOMHbI 228,8 HM B NNaMeHn aueTu-

Oor 0,1 pgo 0,8 25 pay A 5
CB.08 » 15 10 neH — Bo3ayX. KoHUeHTpaumio KagMus HaxoaaT no rpa-

AYVNPOBOYHOMY rpadinKy.

232. NMNocTpoeHWe TrpagympoBO4YHOro rpauka

B BoceMb 13 IeBATU MepHbIX K06 BMecTumocTbio no 100 cm* nomewatot: 1.0; 2,0; 3,0; 4,0; 5,0; 6,0;
7.0 n 8,0 cm3cTaHgapTHOro pacTteopa b kagmus, uto cootsetcTeyet 0.05; 0.10; 0,15; 0,20; 0,25: 0.30; 0.35
1 0.40 mr kagmus. Bo Bce konbbl f06aBnA0T No 10 cM* pacTBOpa CONAHOW KUCMOTbI, J0MBAOT 0 METKU
BOZOV U MepemelLmnBatoT. 3MepsoT aTOMHY abcopOLmMIo KagMnsa HENMOCPEeACTBEHHO A0 U Nocne N3Mepe-
HUa abcopbumm pacTeopa Npo6bl. 0 NOAYYEHHbIM 3HAYEHUAM CTPOAT rPagyMpOBOYHbIN rpadmk.

2.4. O6paboTka pe3ynbTaToB

2.4.1. MaccoByto fonto Kagmusa (X) B NpOLEHTaxX BbIYMUCAAKOT Mo opmyre

x _ (¢, - r2)esv -100

-

rge ¢, — KOHLeHTpauua KagMus B pactBope Mpobbl, HalifieHHas Mo rpafyMpoBOYHOMY rpaduky, r/cm3;
C, — KOHUEHTpauma KagMus B PacTBOpe KOHTPO/IbHOTO OMbITa, HalifeHHas Mno rpagyypoBOYHOMY
rpauky, r/icm3;
V — 06beM KOHEYHOro pactsopa npobbl, CM3
T — macca HaBeCkW, COOTBETCTBYIOLLAA a/IMKBOTHON yacTu pacTeopa, .
2.4.2. PacxoxfeHns pesynbTaToB NapasifebHbIX OnpefefieHnidi He [O/KHbI MPeBbIlaTb 3HauYeHWUi
[onycKaeMbIxX pacxoxaeHuit d (d —nokasaTesnb CXO4MMOCTH), YKasaHHbIX B Tab/. 2.

Tabnunuya 2

Maccosast fions Kagmus. % d, o, %
Ot 0.1 pgo 0.8 BKkawOu. 0.03 0.04
Cs.08 * 15 0,08 0,11

(M3meHeHHas pepakums, M3m. Ne 1).

2.4.2a. Pacxox[eHus pe3ynbTaToB aHain3a, nosyvyeHHbIX B ABYX PasnnyHbIX nabopatopusx, Unu aByx
pe3ynbTaToB aHanM3a, NoMyyYeHHbIX B OAHOI NabopaTopum, HO NMPU Pa3NNYHbIX YCNOBKSX (Z) —noKasaTenb
BOCMPOW3BOAMMOCTM), HE LO/MKHbI MPEBbILATh 3HAYEHWA, YKa3aHHbIX B Tabn. 2.

2.4.26. KOHTpO/b TOYHOCTU pe3y/ibTaToB aHann3a NpoBOAAT METOA0M A06aBOK MW COMOCTaBNeHNEM
pe3ynbTaToB, MOMYYeHHbIX Monsporpagmyecknm metooM, B cooTBeTcTBum ¢ TOCT 25086.

2.4.2a, 2.4.26. (BBefeHbl fononHUTeNbHO, 3M. Ne 1)

2.4.3. Mpw pasHornacusx B OLeHKe KayeCcTBa 6pOH3 onpefeneHne KagMus npoBoasT aTOMHO-abcop6-
LIMOHHbIM METOZOM.

3. NONAPOrPAGUNYECKUA METOL

3.1. CywHocTtb MeToga

MeTog OCHOBaH Ha pPacTBOPEHWUW MPO6bI B a30THOW KWC/OTE, 3/1EKTPONIMTUYECKOM BbIfeNIeHUN Mefu
1 nonaporpauyeckoM onpefesieHnn Kagmms Ha aMMnayHo-XnopuaHoOM (hoHe B MHTepBaTe NOTeHLManos
OT MuHyc 0.6 4o MMHyc 1.0 B OTHOCUTENBHO HACLILLLEHHOr0 KanoMesibHOro 3/1eKTpoja.

3.2. Annapatypa, peakTusbl 1 pacTBoOpbI

Monsaporpag NOCTOAHHOTO WAN MEPEMEHHONO TOKa CO BCEMMU MPUHALANEXHOCTAMU.

OMeKTPONN3HAsA yCTaHOBKa MNOCTOSHHOIO TOKa.

MnatnHoBble anekTpogbl no FOCT 6563.

Kucnota as3oTHas no FOCT 4461, pasb6asneHHas 11

Kucnota cepHas no FTOCT 4204, pas6aBneHHas 1:4.

AnMMMnak BogHbIli no MOCT 3760.

AMMOHWUIA xnopucTblii no FOCT 3773.
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HaTpwii CepHUCTOKNCNbIA KPUCTaNNNYECKMIA.

XenatuH nuuwiesoin no FOCT 11293.

PacTtBOpbI (hoHa:

ana nonsporpada NocTosHHOro Toka: 100 r XNopucToro ammoHus 1 50 r CepHUCTOKUCNOTO HATpUs
pacteopstoT B 500 cm3 Bogbl: 0.5 T enaTnHa pacTBopstoT B 50 cM3 ropsayein Bogpl. ocne oxnaxgeHus
COeANHAT 0ba pacTBopa, A4o6aenstoT 100 cM3 pacTBOpa aMMmaka v gonnBatoT BoAoi Ao o6bema 1000 cm3;

ana nonsporpaga nepemeHHoro Toka: 100 r X/0puMCTOro ammoHus pactsopstoT B 500 cm3 BOAbI,
pob6asnAoT 100 cm3 pacTBOpa aMmMuaka v JoNMBarT BOAoM Ao o6bema 1000 cm3

PacTBopbl roTOBAT Mepes NPUMeEHeHNEM.

Kagmuii mapkn KgO no FOCT 1467.

CTaHaapTHbIA pacTBOop Kagmus: 1 r kagmusa pactBopstoT B 30 cM3 pacTBopa a30THOW KUCNOTHI,
pacTBoOp KWUNATAT A0 yAaneHns OKCUAOB a30Ta, OXNaXAAT, NOMELLA0T B MEPHYHO K06y BMECTMMOCTbIO
1000 cm3, fonMBatoT 4O METKV BOAOW W MepeMeLLnBatoT.

1cm3pacteopa cogepxunt 0.001 r kagmus.

3.3. MNpoBseseHne aHanmnsa

Hasecky npo6bl mMaccoit 0,5 r nomellalT B CTakaH BMeCTUMOCTbio 250 cm3, gobasnstoT 20 cm3
pacTBopa a30THO KMUC/OTbI U pacTBOPAKOT CHavyasa Ha X0/10fe, a 3aTeM Npu HarpeeaHuu. ocne pacTesope-
HWA pPacTBOP KMMATAT 4O YAaleHMs OKCMAOB a30Ta, pa3baBnstoT BoAoW Ao obbema 150 cm3 gobasnsoT
7 cM3 pacTBopa CEPHO KWCNOTbl W BbIAENAOT 3/1EKTPONUTUYECKN Mefb Mpu cune Toka 1,5—2,0 /1
C O4HOBPEMEHHbIM MepeMeLlVBaHWEM pacTBOpa. PacTBop nocne 3MeKTponuM3a BbiMapuBaldT O 06bema
20 cM3 OX1@KAAK0T, HEMTPAM3YOT PacTBOPOM aMMuMaka no dymare KOHro v go6asnstoT 10 cm3 pacTeopa
aMmmunaka B U30bITKe. PacTBOp nepeHOCAT B MepHYyH Konby BmecTMMocTbio 100 cm3 pobasnstoT 50 cm3
pacTBopa (hoHa 1 JONMBAKOT O METKM BOAON. Yepe3 5 MUH YacTb pacTBOpa MOMeELLAlOT B noasporpaguyec-
KuiA cocyf, 1 npy COOTBETCTBYHOLWE YyBCTBMUTENBLHOCTU Npubopa ONpeaenstoT BbICOTY BOMHbI KaAMWsA B
WHTepBasie noTeHumanos ot MuHyc 0,6 o muHyc 1,0 B. lMapannensHo onpesenstoT BbICOTY BOMHbLI KaAMMUA
B pacTBOpe Npobbl ¢ 406aBKO CTaHAAPTHOrO pacTeopa KagMus. BenuunHy ctaHfapTHON fo6aBku Bblbum-
patoT Takum 06pa3om, 4To6bl BbICOTa BO/HbI KagMusa B 1.5—2 pasa npeBbiLlana BbICOTY BOMHbI KagMua s
pacTteopa npoobl.

3.4. ObpaboTka pe3ynbTaToB

3.4.1. MaccoByto font0 Kagmusi (X) B MPOLEHTax BbIYMCASAKOT MO opmyse

w h 100
X “ (f - J)-or'

roe Tx—c ' V—macca Kagmus, BBefileHHaa ¢ ob6bemom (7, cM3) cTaHAapTHOro pacTBopa Kagmus C
KOHUeHTpauuen (c. ricm3), r;
W —BbICOTa BO/HbI KafjMWsi, COOTBETCTBYIOLLAs PacTBoOpy Mpobbl, MM;
/I —BbICOTa BOMHbI KagMus, COOTBETCTBYIOLLAA pacTBOPY Npobbl ¢ 406aBKOA CTaHAAPTHOrO
pacTsopa, MM;
T — Mmacca HaBecKu npobbl, T.

3.4.2. PacxoxieHuns pe3ynbTaToB MapanienbHbIX ONpefeneHnii He JOMKHbI MPEeBbILAaTh 3HAYeHUI
[0NyCKaeMbIX pacxoxaeHuii d (d —mnokasaTenb CXO4MMOCTK), YKa3aHHbIX B Tab. 2.

(M3veHeHHas pegakumsi, M3m. Ne 1).

3.4.3. PacxoxfeHuns pesynbTaToB aHaIn3a, NnoslyYeHHbIX B ABYX Pas/inyHbIX fabopaTtopuax, unu aByx
pe3ynbTaToB aHanu3a, NosyyYeHHbIX B O4HON nabopaTopuu, HO NPY pPasnyHbIX ycnosuax {D —mnokasartenb
BOCMPOM3BOAMMOCTM), He JO/MKHbI NPEBbILIATb 3HAYEHWIA, YKa3aHHbIX B Tabn. 2.

3.4.4. KOHTPO/Ib TOYHOCTW pe3yNbTaToB aHaM3a NPOBOAAT METOAOM A06aBOK UM CONOCTaBEHUEM
pe3ynbTaToB, NOMYYeHHbIX aTOMHO-abcopOLNOHHBIM MeToA0M, B cooTBeTcTBUM ¢ TOCT 25086.

3.4.3, 3.4.4. (BeeaeHbl 4ONOAHUTENLHO, M3m. Ar 1).



C. 4TOCT 15027.16-86

NMH®POPMALIMOHHBLIE JAHHbLIE
1 PA3PABOTAH M BHECEH MwuHucTepcTBOM LBeTHOM MeTannyprim CCCP

2. YTBEPX/JEH W BBEJEH B JEVNCTBWE [locTaHOBMeHMEM "ocypapcteeHHoro kommteta CCCP Ho
cTaHgaptam o1 17.04.86 Ne 984

3. BBEJEH BIMEPBbIE
4. CCbINTOYHbIE HOPMATUBHO-TEXHUYECKWE AOKYMEHThI

OGo3HaueHre HT/, Ha Homep pasgena, nyHKTa, O6o3HaveHne HTA, Ha Homep pasgena, MyHKTa,
KOTOpbIiA flaHa CCbiKa MOAMYHKTa KOTOpbIA laHa CChlka MOAMyHKTa
FOCT 1467-93 2.2;32 FOCT 5457-75 2.2
IroCT 3118-77 2.2 FOCT 6563-75 32
FOCT 3760-79 32 FOCT 11293-89 32
FOCT 3773-72 32 FOCT 18175-78 BBogHas yacTb
FOCT 4204-77 32 FOCT 25086-87 11 2426. 344
FOCT 4461-77 22:32

5. OrpaHuyeHre cpoka geicTeus cHaTo MoctaHoBneHnem MocctaHgapta CCCP ot 23.10.91 .\? 1642

6. N3AAHWE ¢ N3veHeHnem Ne 1, yTBepXieHHbIM B oKTA6pe 1991 r. (MYC 1—92)
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