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MeToja onpefeneHns MbllbsKa

Copper. Method for determination of arsenic
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[Oata seefieHns 01.01.79

HacToAawmii cTaHfapT ycTaHas/mBaeT (POTOMETPUYECKU METOf OMnpefieNleHns MbllbiKa B Mefu
Mapok B cooTeeTcTBUM ¢ TOCT 859 (Mpy maccoBoii fone Mbllwbsika oT 0,0005 go 0,1 %).

MeTo/ 0CHOBaH Ha peakuun 06pa3oBaHUs MblLLbAKOBO-MONNO4EHOBOIO KOMIIEKCA, OKpaLleHHOro
B CUHWI UBeT. MNpefBapuTesbHO OTAENAOT MbILWbAK OT MeAX W MeLLaloLLmX NpPUMeceil NyTem OTIOHKM
TPEXX/IOPUCTOrO MbILLbAKA U3 CONFHOKMCIONo pacTBopa. ONTUYECKYIO NIOTHOCTL PacTBOPa U3MepPAIOT Mpu
LnnHe BonHbI 820 nnn 600—680 HM.

(W3meHeHHas pepakuus, N3m. Ne 3).

1. OBWNE TPEEOBAHWNA

O6Lwme TpeboBaHMA K METOAAM aHanu3a 1 TpeboBaHMsA 6e30MacHOCTU NPY BbIMOHEHUM aHANN308 —O
FOCT 13938.1.
Pasg. I. (U3meHeHHas pegakuumsa, N3m. >6 3).

2. ANNAPATYPA, PFAKTHBDbI N PACTBOPbI

Mpr6op 419 OTFOHKWN TPEXX/IOPUCTOrO MbILLbAKA (CM. YEPTEX).

LLikah cylwmabHbIiA C TEPMOPErySTOPOM.

POTO3NCKTPOKONOPUMETP WUAN CMEKTPONOTOMETP CO BCEMU
NMPUHALJIEXKHOCTAMU.

Kucnota asotHast no FOCT 4461 u pas6asneHHas 1:1.

Kucnota consHaa no NOCT 14261 wngn TOCT 3118, He co-
[epxKallas MbllbsK 1 pasbaBneHHas 1:1.

AmMMOHMIA MonunbaeHoBokmucnbii no FTOCT 3765, pactsop
10 r/gm3, 10 T MONMOJEHOBOKMCIOrO aMMOHMS PacTBOPAIOT B
500 cm3 2 monb/gmM3 pacTBopa CepHoOii KUCNoTbl. PacTBop unbTpy-
10T W [ONMBAOT KMUCOTOM Ao 14AmMAS

Kucnota cepHas no TFOCT 4204, pasbaBneHHasd 11 u
2 monb/am3 pacTBop.

Bopopogza nepekuck (neprugpons) no FOCT 10929.

| —xon6a Ana neperoHku; 2 — KanenbHas BOPOHKaA; J —Hacanks KbCabgans.
4 —XONOAUNbHUK; 5 —npneMHuK, 6 —TpybKa C paclunmpeHnem; 7—KOH-
TPOANbHbIA NPUEMHUK

M3paHme  omuHaabIKK? Mepeneyarka BocnpeLleHa
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IvapasuH cepHokucnblii no FOCT 5841, pacteop 10 r/gm3.

Hatpus rugpookucs no MOCT 4328, pactsop 100 r/gm3.

Kanuii 6pomucTtbiii no FOCT 4160.

PeakumnoHHas cmecb: 10 em3pacTBopa MOIMGAEHOBOKMUCIONO aMMOHUA NEPEHOCAT B MEPHYIO KONBy
BMeCTMMOCTbi0 100 cm3, npr6aBastoT 1ecm3pacTBopa CEPHOKMCIONO NMpasnHa, A0NNBalT 40 METKV BOAON
1 TLWATENbHO NepeMeLLnBatoT.

CMeCb roTOBAT HEMOCPeCTBEHHO Nepes NMpPYMeHEeHNeM.

AHIMApMUE MblWbAKoBUCTLIA no TOCT 1973.

PacTBOpb! MbILLIbAKa CTaHAAPTHbIE.

PacTBOp A; roToBAT cneaytoLmm o6pasom: 0,132 r MblLLbAKOBMCTOrO aHrMapuaa NoMeLLatoT B CTakaH
BMecTumocTbio 100 cm3, npunmsatoT 10 cM3 pacTsopa rugpara OKUCW Hatpusa. PacTsop nepenvsaloT B
MEpHY0 KoNnby BMECTUMOCTbIO 1AM3, [ONMBAOT BOAOA 40 METKM W MepeMeLLMBAtOT.

1cm3 pacteopa A cofeput 0,1 Mr MbILIbAKA.

PacTtBop B; rotoBAT cnegytowmm o6pasom: 50 cm3pacTtBopa A MEPEHOCAT B MEPHYHO KOnby BMeCTU-
MOCTbt0 250 CM3 1 40NMBAOT BOAOW 40 METKM.

1cm3pacteopa b cogepxxut 0,02 Mr MblLbsAKa.

(N3meHeHHaa pepakums, N3m. Ne 1, 3).

3. NMPOBEAEHWE AHANN3A

3.1 HaBecky mefiy MoMeLLatoT B CTakaH BMEeCTUMOCTbIO 250 cM3 1 NpubaBnsioT a30THYHO KWUCNOTY,
pasbasneHHyto 1:1. Macca HaBeckn Meau U 06beM KUCNOThl yKasaHbl B Tabn. 1
Ta6nunya |
Macca HaBeckn O6BeM KUCIOTbI A5 O6bem MepHoit AMKBOTHasA 4acTb
Maccoast BONA meiwbum, % Meam, 1 pacTBopeHusi, CM3 KOn6bl, CM3 pacTsopa, cM3
Ot 0,0005 go 0,002 BKtOY. 3.0 50 — Becb 06bem
Cs 0.002 . 0.01 * 2.0 40 250 100
» 0,01 * 005 * 2.0 40 250 20
* 0,05 B 01 1.0 20 250 10

Cofep>XMmoe CTakaHa HarpeBaroT [0 MOSIHOTO PacTBOPEHWS HaBECKW W MpW HarpesaHuy yaansoT
OCHOBHY0 Maccy KucnoTbl. K pacTBopy npuamBatoT 25 CM3cepHOi KACIOThI, pa3baBneHHol 1:1, HarpesatoT
[0 BblfeneHns napoB CEPHOW KMCMOTbI M NPOAO/KAIOT HarpeBaHue elle B TedeHve 10 MUH.

CojgepXummoe cTakaHa oxnaxgatot, npubasnaoT 10—15 cm3 Bobl M eLLe pa3 HarpesatoT L0 Bblaene-
HWS NapoB CEPHOI KWCOTbI.

K ocTaTky npubasnsatoT 50 cM3 BOfbl M pacTBOP NepeHoCAT B KONOy 418 neperoHkun. MpubasnsioTt
5 r CEPHOKMCIONO rnapasnHa, 1 6poMMCTOro Kaims 1 3aKpblBatoT Koby Npo6Koii, CHabXXeHHOM Kanesb-
HON BOPOHKON W Hacafkoi Kbenbaans.

B npuemHuk HanmeatoT 100 cmM3Bogsl 1 1 cm3nepekucy BOAOPOSA M COELUHAIOT BCe YacTu npnobopa.
B KOHTPO/bHbIV MPUEMHMK MOMELLAOT Takoi 06beM BOfbl, YTOObI YPOBEHb Ce Obll HA 1—2 MM Bbille
KOHLa Tpy6KM.

B neperoHHyto Konby, cofepxcallyto aHanu3mpyeMblii pacTBOp, BBOAUT Yepe3 KareflbHYH0 BOPOHKY
100 cM3 CONAHOW KWUCMOTbI, HarpeBatoT PacTBOP A0 KUMEHWS W MeperoHAoT 2/3 o6beMa XUAKOCTU.

Mpun onpesfeneHnM MaccoBoii fonn Mbllwbaka oT 0,0005 fo 0,002 % ANCTUANAT MCNOML3YIOT NOMHOC-
TbtO, MPX ONpPeAeneHn MaccoBoi Aonn Mblwbska oT 0,002 go 0,1 % wCNonb3ytT aNMKBOTHYIO YacTb
auctunnata (cm. Tabn. 1).

PacTBOpbl M3 MPWEMHMKOB MepenvBaloT B CTakaH BMecTMMOCTbio 250 cm3 mpubaataoT 10 cm3
a30THOM KMCNOTbl 1 OCTOPOXKHO BbiNapusatoT gocyxa npu 120—130 *C. Ans NOMHOr0 yAaneHus ocrtaTka
a30THOW KUC/OTbI CTakaH NMOMELLAKOT B CYLUW/IbHBIV WKag 1 ocTaBnaoT Ha 14 npu 135—140 *C. OcTtatok
OX/TKAAKT M CMayYMBalOT 2 KanisgMy pactsopa NMUPOOKMcK HaTpusa. YUepe3 10—I12 MUH K OCTaTky npu-
6aBnstoT 40 cM3peakLUMOHHOW CMecH, HarpeBatoT U KUNATAT 3—b5 MUH. PacTBOp OXnaxpaatoT, NepennearoT
B MEPHYI0 K0/iby BMECTUMOCTbIO 50 CM3, JONMBAOT PeakLMOHHON CMeCbio 0 METKM 1 NepeMeLLmnBatoT.

Yepe3 20 MMH nocnie 06pa3oBaHns MbILLUbAKOBOMOIMGLEHOBOrO KOMMIEKCa U3MEPSAIOT OMTUYECKYIO
NNOTHOCTb pacTBopa Mpwv AnuHax BoaH 820 nnm 600—680 HM B KiOBETE C ONTWMMaIbHOM TOMWMHOIA Cros.
PacTBOpOM /11 CpaBHEHUS MNPV M3MEPEHUU ONTUYECKOW NAOTHOCTU CAYXUT Boga. OAHOBPEMEHHO Npo-
BOJAT [jBa KOHTPO/IbHbIX OMbITa CO BCEMU MPUMEHAEMbIMU peakTnBaMu. CpefHIO BeIMUYMHY ONTUYECKON
NNOTHOCTU KOHTPO/NIbHOMO OMbITa BbIYATAKOT M3 ONTUYECKON NNOTHOCTY aHanM3nMpyemoro pactsopa.

Maccy MblILLbSKa YCTaHaBNVBatOT MO rpafyypoBOYHOMY rpadiiky, NOCTPOEHHOMY, KaK yKa3aHo B . 3.2.
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(V3meHeHHas pegakums, Vsm. Si 1).

32. TlocTpoeHne rpagyupoBOYHOTrOo rpaguka

B ctakaHbl BMecTumocTbio 100 cm1nomewatoT: O; 0,5; 1,0; 2,0 1 4,0 cm3cTaHAapTHoro pactsopa b,
yto cootBeTcTBYeT 0; 10; 20; 40 1 80 MKI MbiLUbsKa, NPUIMBAKOT N0 5 CM3a30THOI KWUCAOTbI, OCTOPOXXHO
BbINapMBaloT PacTBOPbI W fJasiee NMPOBOAAT aHa/M3, Kak ykasaHo B n. 3.1.

PacTBOPOM CpaBHEHMWSI MpW M3MEPEHUWM OMTUYECKOM MNNOTHOCTM PacTBOPOB CMYXXUT pacTBop, B
KOTOPbIA HC BBOAWNCA CTaHAAPTHbI/A PacTBOP MbILUbsKA.

Mo HaigeHHbIM 3HAYEHWSM OMTUYECKOW NIOTHOCTM M COOTBETCTBYIOLLMM UM COAEPXKAHUAM MblLLbS-
Ka CTPOAT rpajyypoOBOYHbIA FpadmK.

4. OBPABOTKA PE3YJ/IbTATOB
4.1. MaccoBylo [0/10 MbllbAKa (/1) B NpOLEHTax BbIYACAAKOT MO opMmynam

nnm
T 10000
X= /9, V ’
m 'V, 10000
roe T —macca HaBecKu meau, T;
mt— Macca MblllbsKa, HallfeHHas No rpasyvpoBOYHOMY FpadiiKy, MKT;
K—o06beM aHanM3mpyemMoro pacteopa, ow;
Y\ —00beM aNIMKBOTHOM YacTy aHanM3MpPyemMoro pacTteopa, cM3.
(N3veHeHHas pepakumsa, M3m. Ne 1).
4.2. PacxoxpaeHns pe3ynbTaToB [BYX MNapanfieNbHbIX OMNpefeneHuidi n AByX aHau30B He [OMKHbI
MpeBbILLaTh 3Ha4YeHW, NpUBEAEHHbIX B Tabs. 2.

Tabnuya 2

ABCOMIOTHOE A0NyCKaemoe pacxoxaeHue, %, pesynsTatos
MaccoHam fons Mblwbska, %

napasineNbHbIX OnpeaeneHinii aHa/n308

Ot 000Cs o 0,0010 BKAMOY. 0,0003 0,0004
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 0,005
0,050 . 0,100 0,005 0,008

(M3meHeHHasa pegakuus, Msm. Ne 3).

4.3. JlonyckaeTtcs onpegefieHNe MblllbAKa APYrYMU METOLAMMU.
(BBefeH gononHUTeNbHO, M3m. Ne 3).
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