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Copper. Method for determination of arsenic

OKCTY 1709

Hdata psegennsa 01.01.79

Hacroswiyii craHzapT ycTaHaBiIMBaeT (POTOMETPUYECKHHA METON OIpeHesieHUS MBIIbAKA B MeIu
mapox B cooTBeTcTBUU ¢ ['OCT 859 (rmpu Mmaccosoii nose Mmuiibsika ot 0,0005 1o 0,1 %).

Meron ocHOBaH Ha peakuMU 00pa3oBaHMSI MBIIULSIKOBO-MOJIUOIEHOBOIO KOMIUIEKCA, OKPAILIEHHOIO
B CUHHUM HBeT. IlpensapuTenbHO OTAEASAIOT MBIIBLAK OT MEOU U MELIAIONIMX IIpUMeEceil IyreM OTIOHKHU

TPEXXJIOPUCTOTO MBILIIbSIKA U3 COJITHOKMCIIOro pacTeopa. OTNTHYECKVIO IUIOTHOCTD PacTBOpa H3MEPSIOT TIPU
minHe BOJHBI 820 wmm 600—680 uM.

(M3menennan penakuus, Mam. Ne 3).

1. OBIOINE TPEBOBAHHS

O611e TpeDOBaHKA K METOAM dHATNW3A U TpeOoBaHUS OE30MACHOCTH MPK BEITOMHEHUY aHAIM30B — IO
I'OCT 13938.1.

Pa3n. 1. (M3menennas pepaknusa, Mam. Ne 3).

2. ATITIAPATYPA, PEAKTHBbBI Y1 PACTBOPHI

I1prGop 111 OTTOHKH TPEXXJIOPUCTOIO MBIINASIKA (CM. YEPTEXK). 7

Hixad cymmabHBIA ¢ TEPMOPETYASITOPOM.

POTOINEKTPOKOJIOPUMETP WM CHEKTPODPOTOMETP CO BCEMM
[IPHUHALIEXKHOCTIMH.

Kucnora azorHas o F'OCT 4461 u pazoasaennas 1:1.

Kuciora comstHaAg o 'OCT 14261 win 'OCT 3118, He co-
JIepXKalasi MbIIbsIK W pa3dariacHHas 1:1.

AMMonuit MonudbaeHoBokuciaeit nmo I'OCT 3765, pactBop
10 r/oM3; 10 T MOMMOIEHOBOKKUCIOrO aMMOHHUS PACTBOPSIOT B
500 cM3 2 Moab/oM? pacTBOpa CepHOU KUCHOTH. PacTBop GUABLTPY-
IOT ¥ OJIMBAIOT KUCI0TON 10 1 am3.

Kucinora ceprast mo TOCT 4204, pasbasnensast 1:1 wu
2 MOJB/IM? pacTBop.

Bonopona nepexucs (nepruapons) no F'OCT 10929.

5 4
[ — Xonba mig neperoHkH; 2 — KanenbHasi BOpPOHKA; 3 — Hacaiaka Keennaans; | _ | ‘
4 — XOJIOAWIbHNK; 5 — TPUEMHHK; 6 — TpybKa ¢ pacmupeHneM; 7 — KOH- e =
TPOJIbHBIA HIPUEMHHK
Hsnanme opHumammHoe IIepeneuaTxa BOCnpemeHa

w

© HsnartenscTBO cTaHmapros, 1978
© UHUIIK H3narenbctBo cranmapros, 2000
[Nepeusnanue ¢ UsMeHeHUAMU
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MuopasuH cepHokucibil mo 'OCT 5841, pacrop 10 r/aM>.

Hatpusa runpookucs 1o 'OCT 4328, pactsop 100 r/mM3.

Kamuit 6pomucteiid o 'OCT 4160.

Peakimonuast cMechb: 10 cM3 pactBopa MOJIHOIEHOBOKHUCIOIO aMMOHUSA IIEPEHOCAT B MEPHYIO KOJIOY
sMecTuMocTbio 100 cM3, npubapnsaioT 1 cM? pacTBopa CepHOKUCIOro ruipa3uHa, JOJAXUBAIOT 10 METKU BOAOH
M TIIATEJBHO MNepeMelMBaloOT.

CMech FOTOBST HEMMOCPEOCTBEHHO fiepe] IIPHMEHEHHUEM.

AHTHAPUA MBILBIKOBUCTHIN o TOCT 1973.

PactBOpBI MBINIBSIKA CTAHOAPTHEIE.

PacTBop A; roToBAT cienyolmM oopasoM: (0,132 r MBIILIBSIKOBUCTOrO aHTUAPUIA TOMEIIAIOT B CTAKAH
sMecTuMocTeio 100 cm3, nmpunmearor 10 cM? pacTBopa ruapara oKuMcH Harpus. PacTBop nepeausaroT B
MEDHYIO K0JIOY BMECTUMOCTBIO 1 IM3, HOJIMBAIOT BOAOM JO METKM M NEpeMellMBalOT.

I cM3 pactBopa A comepxuT 0,1 Mr MBIILIBSIKA.

PactBop b; rorossar ciaenyioiuMm obpaszoM: 50 cMm3 pactBopa A IIZpeHOCSIT B MEPHYIO KOJIOY BMECTH-
MocThIO 250 cM3 U HOJIMBAIOT BOJAOH N0 METKM.

I cm3 pactBopa b comepxut (0,02 Mr MbIbsIKa.

(A3menennan pepakumsa, Msm. Ne 1, 3).

3. IIPOBEJEHUE AHAJIN3A

3.1. HaBsecky Meny NMoMeENIAOT B CTaKaH BMecTUMOCTBhIO 250 cM? U npubaBiasSIOT a30THYIO KUCIOTY,
paszbasineHHyIO 1:1. Macca HaBeCckKM Menu M oObeM KHCIOTHI YKa3aHbl B Ta0u. 1.

Tadonumupna 1

Macca HaBecKH O6beM KHCHAOTBI LTS Ob6peM MepHOH AJIMKBOTHAasi 4acCTh
Maccosast Aot MILILAKA, 7 Menu, T pacTBOpeHust, cM> KONGHL, M3 pacTBopa, cM3
Ot 00,0005 no 0,002 Bxu10U. 3,0 50 ~ Bech 06beMm
Cs. 0,002 » 0,01 » 2,0 40 250 100
» 0,01 » 0,05 » 2,0 40 250 20
» (0,05 » 0,1 » | 1,0 20 250 10

ConepXuMoe cTakaHa HarpeBaloT HO MOJIHOTO PacTBOPEHHS HABECKU M IIPU HATPEBaHUM YIAISIOT
OCHOBHYIO Maccy KMcaoThl. K pacTBopy mpuiauBaloT 25 cM3? cepHoOil KMCIOTHI, pa3bapieHHoM 1:1, HarpeBaioT
O BBUIEJEHUA [IAPOB CEPHOM KUCIIOTHI M IIPONO/DKAIOT HarpeBaHue eule B TedeHue 10 MuH.

CopepXxuMoe cTakaHa oxjaxaaror, npubasistior 10—15 cM3 Bojsl ¥ ellie pa3 HarpeBaloT 4O BhIIEIIE-
HUSA I1apOB CePHON KUCJIOTEI.

K ocrarky npubasimssior 50 cm? Bombl ¥ pacTBOp IEPEHOCST B KOJIOY i neperodHku. Ilpubasnsior
) I CEpHOKMCIIOTO r'MApa3yuHa, 1 r OpoOMHUCTOro Kanusi M 3aKpbiBalOT K0JA0y NpoOdKoM, cHabXeHHOH Karleib-
HOM BOPOHKOHM M Hacaakol Kbeapnais.

B npuemuuk HannsaioT 100 cm? Bonbl M 1 cM3 riepekrcH BoZopoa M COeIUHSIOT BCE YacTH IIpHoopa.
B KOHTPOJBHBIM NNPpUEMHHUK ITOMELIAIOT TAaKOH o0beM BOABI, YTOOBI ypoBeHb €€ ObLI Ha 1—2 MM BBILLE
KOHLIA TPYOXM.

B nmeperoHHyo Konby, comepxXaiyro aHaJIM3UPYEMbIH pacTBOpP, BBOASAT Yepe3 KaIllCJibHYIO BOPOHKY
100 cM3 cossiHOM KUCTOTBI, HArpeBalOT PAaCcTBOP HO KUIEHUS M NMEPErOHAIOT 2/3 o6beMa XUIKOCTH.

Ilpu onpeneneHuu MaccoBoit 10u Mbltbsaka ot 0,0005 no 0,002 % IMCTWUISAT UCITONB3YIOT ITOJHOC-
TBIO, IIPUA ompeneneHun MaccoBod Aoan Mblnibska ot 0,002 no 0,1 % HcnoAb3yIOT ATUKBOTHYIO 44CTh
nacruiiara (M. taba. 1).

PacTBopel M3 INpHMEeMHUKOB INEpesUBAIOT B cTakaH BMecTUMocTbiOo 250 cwm3, mpubasnsior 10 cm3
a30THOH KHCJIOTHI U OCTOPOXHO BBRIIApUBAIOT gocyxa npu 120—130 °C. dusa nonHoro yaajeHusi ocrarka
a30THOH KMCJIOTHI CTAKaH ITOMEHIAIOT B CYUIMJIbHBIA WKad 1 ocTarastioT Ha 1 4 npu 135—140 °C. Ocratok
OXJIAXIAIOT U CMAa4YMBAIOT 2 KaruIsIMUA pacTBopa ruapookucu Hatpus. Yepes 10—12 MUH K OCTaTKy npH-
6aBistioT 40 cM? peaklIMOHHONK CMeCcH, HarpeBaloT U KUIATAT 3—5 MHH. PacTBop oxyaxnaior, nepejuBaioT
B MEPHYIO KO0y BMECTUMOCTBIO 50 CM3, HONMMBAIOT peaKIIMOHHOM CMECHIO 1O METKH M NMEepEeMEelINBAIOT.

Yepes 20 MuH nociie o6pa3oBaHUsl MBILIBIKOBOMOJIUOIEHOBOIO KOMIUIEKCA U3MEPSIIOT ONTUYECKYIO
[UIOTHOCTD pacTBopa rpu tuHax BoaH 820 uwau 600—680 HM B Ki0BeTe ¢ ONITUMANBHOW TOMILMHOU CJIOS.
PacTtBopoM Ui cpaBHEHUA TPH U3MEPEHUM ONTUYECKOW IUIOTHOCTH CIYXHWUT Bodda. OMHOBPEMEHHO IIpO-
BOJAT [IBa KOHTPOJBHBIX OIIbITa CO BCEMM IIpUMEHSIEMBIMHY peaKTUBaMH. CpeHIO BEJIMYUHY OIITHYECKOM
IUIOTHOCTH KOHTPOJIBHOI'O OIThITA BBMUTAIOT U3 OITHYECKON TUIOTHOCTH AHAIN3UPYEMOTC pacTBOpA.

Maccy MbulIbsiKa YCTaHABIUBAIOT 110 TPaXyHPOBOYHOMY rpaduKy, MOCTPOEHHOMY, KaK YKa3aHo B I1. 3.2.



IroCT 13938.11-78 C. 3

(U3menennas penakunsa, A3sm. Ne 1).

32. [TocTpoeHHEe TpaAyHMpPOBOYHOIro rpadpukKa

B crakanst BMectuMocTbio 100 cM? nmomewatot: 0; 0,5; 1,0; 2,0 u 4,0 cm3 ctannapTHoro pactsopa b,
gto cootBeTcTBYeT 0; 10; 20; 40 1 80 MKr Mbllubsika, MPWIMBAIOT 110 5 CM> a30THOI KUCJIOTHI, OCTOPOXHO
BEIIIAPHBAIOT PACTBOPLI U JAIE€ MPOBOIST aHAIM3, KaK YKa3aHo B 11. 3.1.

PacTBOpoM CpaBHEHUS MIpU U3MECPEHUH ONTUYESCKOW TUIOTHOCTU PACTBOPOB CIYVXUT PACTBOpP, B
KOTOPhIH HE BBOAWICA CTAaHIOAPTHBIH PacTBOP MBIUIbSKA.

Ilo HaliieHHBIM 3HAYCHUSM OTNITHUYECKON IUIOTHOCTH M COOTBETCTBYIOIINUM UM COAEPXAHMUAM MBILLIbS -
Ka CTPOSAT IPafyMpOBOYHBIN rpaduk.

4. OBPABOTKA PE3YJ/IbTATOB

4.1. MaccoByio noit0 Mbiiibsika (X) B NIpolieHTaX BBIYMCIIAIOT No hopMyliaM

m
Y = 1
m . 10000 H
X::: ml. V,,
m . V, - 10000 ’

I7ie m — Macca HaBeCKH MeIu, T;
m; — Macca MBbIIIbsIKa, HAUWIEHHASA T10 rpa,uynpoaquOMy rpaduKy, MKT;
J — 00BbEM aHAIM3UPYEMOTO PacTBOpPaA, CM>:
Vi, — 06beM ATMKBOTHOM 4acTH aHaJIHBP[pYeMOI‘O pacTBOpa, cM>.
(A3menendan pexakumsa, M3am. Ne 1).

4.2. PacxoXneHusi pe3yibTaToB ABYX NapajUIeIbHBIX ONPEACHeHUI M ABYX aHAIU30B HE NOMXKHLI
[IPEBBIIATL 3HAYEHUN, [IPUBEACHHEIX B TabII. 2.

Taonpnua 2

ABCOMOTHOE IONMYyCKaeMOoe pacXoXacHue, %, pesy/LTaToB
MaccoBas 103 MbIlIbsIKa, %
NapaUICALHBIX ONpeaceHUH AaHANU30B
S = S
Ot 00,0005 no 0,0010 Bxutoy. 0,0003 (,0004
Cs. 0, 0010 » 0,0030 » 0,0005 0,0007
» 0 0030 » 0 005 » 0,0008 0,0010
» 0,0050 » 0,010 » 0,0015 0,003
» 0,010 » 0,050 » 0,003 0,003
» 0,050 » 0,100 » 0,005 0,008

(U3menensas penakuus, U3sm. Ne 3).

4.3. Jlommyckaercsl onpeneacHue MbIIIbsIKa JPYTHMH METOHNAMM.
(Beenen aonosmmteabHo, Mam. Ne 3).
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NHPOPMAITUOHHDLIE JAHHDBIE

1. PASPABOTAH 1 BHECEH MumamcrepcTsom upeTnod metautyprmm CCCP
PASPABOTHUKHN

I'.I1. F'arasos, E.M. ®eanena, AA. basscvan, E.JL. Ilysanosa, A.H. Casesmena

2. YTBEPXJIEH M BBEJIEH B JIEVCTBUE IocranopnenneM T'oCyaapCcTBEHHOIO KOMHTETA CTAHJAPTOB
Cosera Mumncrpos CCCP ot 24.01.78 Ne 155

3. B3AMEH I'OCT 13938.11—68

4. Crangapr cooTBeTcTBYeT MeXxaynaponaoMy cranaapry UCO 3220—-75
5. CCbLNIOYHbIE HOPMATUBHO-TEXHUYECKHUE JOKYMEHTbDI

i A

O6o3nauenne HT/I, Ha KOoTOphIt JaHa CcChUIKA HoMep pasnena, nmyHKTa
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['OCT 859—-78 BBogHag yacth
I'OCT 1973-—-77
I'OCT 3118-—-77
OCT 3765—78
TOCT 416074
I'OCT 4204—77
['OCT 4328—77
['OCT 4461--77
I'OCT 5841—74
I'OCT 10929—-76
['OCT 13938.1—78
T'OCT 1426177
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6. OrpasnyeHne CPOKa HAEHCTBHA CHATO N0 mpoTokoay Ne 3—93 MexrocynapcTeennoro Cosera no cranaap-
TH3alHH, MeTpOJIOTHH U cepTudHkaum (MYC 5-6—93)

7. IEPEU3JAHUE (HoaOps 1999 r.) ¢ Usmenennamu Ne 1, 2, 3, yreepxkaennsiME B mae 1982 r., mone
1985 r., anpene 1988 r. (MYC 8—82, 8—85, 7—88)
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