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0JIOBA M CBHHIA 23116.3—78

Cadmium high purity. Method of spectrographic determination of iron,
copper, nickel, tin and lead
OKCTY 1709

Jlata esenenng 01.07.79

HacTosnuit cTaHmapT yCTaHABIMBAET CIIEKTporpadUIecKuii METON OIpeAelieHUs XeJle3a, MEIH,
HUKEJISA, OJI0BA M CBUHIA (IIpM MACCOBOM HOJIE STUX MIEMEHTOB OT 6-10—5 % mo 3-10—3 % xaxmoro) B
KaaMHWM BBEICOKOM UMCTOTEL.

B oCHOBY 1OJIOXEH METOH «TPeX STAJIOHOB» C MCIIAPEHUEM MPOGHI 3 KpaTepa YroJIbHOTO 3JIE€KTpoja
B IyTe TIOCTOSTHHOTO TOKA.

(A3menennas penakousa, Usm. Ne 2).

1. OBIIUE TPEBOBAHUA

1.1. OGuue TpeGoBaHUA K METOAY aHaIM3a U TpeGoBanus 6e3onacHocTy — 1o T'OCT 23116.0.
(AsmenenHas penakous, Asm. Ne 1).

2. AIITTIAPATYPA, PEAKTHUBbBI U PACTBOPbBI

Crexrporpad mudpaximonusit tuna JPDC-8 ¢ TpeXIMH30BOM CHCTEMOI OCBEIEHMS NIETT U
TPEXCTYIIEHYATBIM Oc/IabuTesieM (IIEPBBIi MOPSIOK).

TeHeparop aKTUBM3MPOBAHHOM AYIX IIePEMEHHOIO TOKa.

M CTOUHUK TOCTOSTHHOTO TOKA.

Crexrporpoextop tumna I1C-18.

MuxpodoToMeTp, NpeAHASHAYECHHBI IS U3MEPEHUS ITOYEPHEHMI CIIEKTPAIBHBIX JIMHMI (KOM-
IUIEKTHASL YCTAHOBKA).

Tleus MydenbHasg ¢ peryIaropoM Temiteparypsl go 600 °C.

Becnl aHaIMTHYECKHE C IIOTPEIIHOCTHIO B3BellBaHUA He Gosee 0,0002 r.

Bechr TopcuonHble THIIa BT ¢ mmorpenrHocTsio B3BelnBaHusg He Gomee 0,001 r.

DNeKTPOABI YTOJBHBIE OC. 4., AMAMETPOM 6 MM, C pasMepoM KpaTepa 4 X § MM M KOHTP3JIEKTPOIBL
JmuHon 30—50 MM, OIMH KOHEI[ 3aTOYEH HA YCEUYEHHBII KOHYC C IUTOIAAKOIl auaMeTpoM 1,5 Mm.

BoKCH 13 OpraHMYeCKOro CTeKiIa.

Jlamna mH(ppakpacHas ¢ abopaTopHbIM aBTOTpaHchopMaTropoMm tuna PHO-250—2.

Kon6wi ¢ rpagyrpoBanHoii ropsioBuHoit mo 'OCT 12738.

IMunerku mo F'OCT 29227 smectmocThio 1 1 2 M3,

Yamku xBapuessie 1o T'OCT 19908.

Boma muctwutupoBanHag 1mo 'OCT 6709, mBaxXnbl TieperHaHHas B KBaplieBOM aIlIiapaTe WIM OYM-
LIEHHAs HAa NOHU3ALMOHHOM KOJIOHKE.

I'padut mopoiikoBeiit 0co60it urctorsl 10 I'OCT 23463 1y MOMyYeHHBIH U3 YTOIbHBIX 3JIEKTPONOB
0c000i1 YUCTOTHI.

AMMMAK BOOHBIN 0c060i1 unctoTel 1o 'OCT 24147.

Kucnota azorHas oco6oii aucrorsr o T'OCT 11125.

W3nanue oduunaibHoe IlepeneyaTka Bocnpemena

*
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C. 2 T'OCT 23116.3—78

Crupr stwioBsiil pektudukoBanabiit 1o 'OCT 18300.

Kapmuit mapku K000 o TOCT 22860.

PacTBOpEI OIIPEEAEMBIX EMEHTOB, cojepXaluue 110 1 Mr anemenTa B 1 ¢M3?, 110JIy4eHHDBIE PACTBO-
PEHMEM COOTBETCTBYIOIIMX METAJUIOB WIM UX COJIEH B KUCIIOTAX.

O6pasnpl cpaBHeHUS. OCHOBO JUISL IIPUTOTOBJIEHUS O0PA3LOB CIYXKUT OKCHI, KaJMUS, ITOIyJYEHHBII
nyTeM pacTBopeHus Metautndeckoro kagmusa Mapku Ka(0O0O0 B KOHLIEHTpUPOBAHHOW a30THOM KHCIJIOTE U
TPOKAJIMBAHUY OCafKa B My(deIbHOM ITeun Ipu TeMirepaType npuoinusutensHo 500 °C. OcHoBHOI obpaselr,
cofiepxaniuii Beex rpumeceii 1mo 0,01 %; rotosar cieayiommM o6pa3oM. B KBaplieBYIO 4aliky BMECTHMOC-
110 50 ¢M3 TTOMemAoT 5 T OKCHAA KauMus U BBoAT 1o 0,5 cM3 pacTBOPOB XKeJesa, MeIy, HUKEI, 0JI0Ba
¥ cBuHIa. CMech IepeMelIMBaIOT KBaplEeBOW IAJIOYKOM, BHIIIAPUBAIOT Mo MHGPAKPACHOW JAMIION U
NPOKAJIMBAIOT HA 3JIEKTPOIUINTKe. O6pa3Isl ¢ MEHBIINM COAEPKAHUEM MIPUMeCe IOIyJaloT IToCiieoBa-
TEIHLHBIM Pa30aBIICHNEM KaXIOTO BHOBb IIOJIY4EHHOIO 00paslia OCHOBOIT B TpM pasa.

®oromtactuHKY criekTporpaduyeckue tumna 11 pasmepom 13 x 18 cum.

Pasn. 2. (AsmeHenHas pegaxmms, W3sm. Ne 1, 2).

3. TIPOBEJEHUE AHAJIA3A

Kycouek MeTasummyeckoro kaamus Maccoit 1,5—2,0 r BIIepXUBalOT B pacTBOPE aMMHAaKa J0 ITOJTHOTO
PACTBOPEHUST OKCHAHOM IUIEHKY, IIPOMBIBAIOT BAXIHI BOMOI U TEPEHOCAT B KBAPIIEBYIO YANIKY BMECTH-
MocTBIo 50 cM?, B KOTOpOIi METAUI IIEPEBOAAT B OKCHJ[ METOAOM, OIMCAHHBIM B pasf. 2. IloiaydeHHbrit
OKCHUI KaaMUS YepHO-KOPUYHEBOIO 1[BETA ¥ 00pa3lbl CPABHEHUS CMELIMBAIOT ¢ TPadUTOBBIM ITOPOIIKOM
B cooTHomeHuX 10:1 u mo 150 Mr moMemamT B KpaTepsl YTOJIbHBIX 3JIEKTPOIOB. DIIEKTPOIBI IIPEABAPU-
TEJIbHO OOXWTaroT B JYTe IEPEMEHHOIO MJIM IIOCTOSHHOro Toka cuioit 15 A B teueHue 10 c. Crexrpsl
dororpadupyror Ha mudpakmoHHoM crektporpade Tmma JPC-8 npu mmmpuae memm 0,025 MM Ha
criexkrporpadpudeckux ¢ororuractTuHkax Tuma Il B myre mocrosHHoOro Toka cwioit 15 A. Bpems skcniosu-
muu 90 c¢. Crextpsl ¢hororpadupyioT 110 TPU pa3a HA OAHOW U TOil XKe (POTOIUIACTUHKE.

Pazm. 3. (M3meHenHas pemaxkmus, Wsm. Ne 1, 2).

4. OBPABOTKA PE3YJIbTATOB

4.1. Ha cnexkrtporpaMMe ¢ IIOMOIIBI0 MUKPOGOTOMETPA U3MEPSIOT IOUCPHEHNS AHATMTIYECKMX JIMHMIA
OIIpeNeIIAeMbIX 27IeMeHTOB U (hoHa crpaBa WK ci1eBa oT HUX. CTPOAT XapaKTepUCTHYECKYIO KpUBYIO doToruac-
THHKY ¥ TI0 Heil HaxonaT 3Haverus Ig (I, + Iq)) nlg 1, 3arem sorancistior 1, = (I, + Iy) — I, TpamynpoBodHbie
rpaduku crposT B KoopauHarax 1g 7, 1g C, rme C — KOHILIEHTpALIMS OIIPEIe/IeMOr0 2JIEMEHTA B TPaIyPOBOYHBIX
obpasuax. [To rpamynpoBOYHBM rpadukaM HAXOOAT comepKaHue ITPUMECH B OKCUIE KaaMUAL.

TToydeHHbBI pe3yabTaT aHaIM3a HeOOXOAMMO YMHOXUTH Ha 1,14 JU1g oIpemeseHus COIepXaHUS
MPUMECH B METAIUTMIECKOM KaIMUM.

3a OKOHYATEIBHBIM pEe3yIbTaT aHaIM3a IIPUHUMAIOT CpemHeapr(pMETUIeCKOe pe3yIbTaToB JBYX
TIapaJUTEIBHBIX OIIpeldeIeHUI (KaXnoe OIpeaeeHre U3 TPEeX CIIEKTPOTPaMM).

PasHoCTE IByX pe3y/IbTaToB MapajUIeIbHBIX OIIPEAe/IeHUI ¢ TIOBepUTeIbHON BepossTHOCTRIO P = 0,95
He JIOJDKHA IIPeBLIIIATh 3HAYEHMS AOIyCKAeMOIo PacXoxkaeHUs (d,), BBMUCIEHHOro 10 GopMyIie

d =0,3%,

e X — cpenHeapuMeTUYeCKOe IBYX COIIOCTABUMBIX PE3YIILTATOB I1APAIUIEIbHBIX OIIpeIe/IeHINA.
PasHoCcTh HBYX pes3y/lbTaTOB aHaIM3a OMHON M TOH Xe IIPOOBI ¢ JOBEPUTEIBHOUW BEPOATHOCTHIO
P = 0,95 He morrxHa IPeBHIIATh 3HAYEHMA JOIIYCKAEMOIO PACXOXIeHU (d,), BHIMUCIEHHOTO 110 (hopMyIe

d,=04y,

e y — cpeqHeapuMeTUUECKOE ABYX COIMOCTABMMBIX PE3Y/IBTATOB aHAIM3A.
DOTOMETPUPYIOT CIETYIONINE AHATUTUYESCKIEC TUHUY (IUIMHBI BOJIH, HM):
xeie3o — Fe 1 302,06 wu Fe I 248,33;
mens — Cu I 324,75 wu Cu I 327,40,

Hukenab — Ni I 305,08 wi Ni I 341,48;
omnoBo — Sn I 284,00;

csuHen — Pb I 283,31.

(Azmenennas pegakuusi, Uam. Ne 2).
4.2, (Ackmouen, U3m. Ne 1).
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rocCTt 23116.3—78 C. 3

NH®OPMAIIMOHHBLIE JAHHBIE

1. PASBPABOTAH 1 BHECEH MunucrepcrBom nsetHoii Mmerawutyprun CCCP

2. YTBEPXKJIEH W BBEJTEH B JEMCTBHUE ITocranosiaennem LocyaapcTBeHHOro KOMUTETA CTAHIAPTOB
Cosera Munncrpos CCCP or 16.05.78 Ne 1298

3. CCbUIOYHBIE HOPMATUBHO-TEXHUYECKHE JOKYMEHTbBI

O6o3nagenne HTJI, Ha KOTOPHIi TaHA CCHITKA

Howmep pasmena, nmyHkTa

rocTt
rocTt
rocTt
roCTt
roCTt
roCTt
roCTt
roCTt
IroCT

6709—72
11125—84
1273877
18300—87
19908—90
22860—93
23116.0—383
23463—79
24147—80

I'OCT 29227—91

NSRS SN ) ) )
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—

4. Orpaanyenne cpoka aeiicTBusi cHATO mo mpororoay Ne 3—93 Mexrocynapcreennoro Cosera mo

crangaprusanun, merpojorunu u ceprupukamu (MYC 5-6—93)

5. U3JJAHUME ¢ U3smenenusavu Ne 1, 2, yrBepKaennbivu B iekaope 1983 r., nekadpe 1988 r. (MYC 4—84,
3—-89)
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