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Methods for the determination of arsenic
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Hactoawwnii cTaHgapT ycTaHaBnMBaeT (hOTOMETPUYECKME  METOAbl
onpefeneHus Mmbilwbska (MpyM MaccoBoi Aone Mblwbska oT 0,0005 go
0.05%) v aromMH0-abCcOPOLMOHHBIA MeTOf OnpeaeneHns Mbllbsaka (MpH
maccoBoit gone ot 0.005 go 0,05%) H HuKene, HUKENEeBbIX U MeAHO-
Hukenesblx cnnasax no FOCT 492 n FTOCT 19241.

I. OBWWME TPEBOBAHUA

O6wue TpeboBaHNA K MeTogam aHanmsza — no FOCT 25086 ¢ fo-
nonHeHnem no pasg. 1 rOCT 6689.1.

2. 3KCTPAKLI,I/IOHHO -®OTOMETPUYECKUIA METOZ,
ONMPEAENEHNA MbILWbAKA

21 CyuwHocTb MeToOfa

MeTog ocHOBaH Ha 06pa3s0BaHMM XKENTOr0 MbILLbAKOBOMOIHOAEHO-
BOr0 KOMMJIEKCa C MOCMeAytoLWwmnM BOCCTAHOB/IEHNEM €ro CepHOKUC/IbIM
rMapasvHoM [0 MbIWbAKOBOMONMGAEHOBOV CuMHW. MeTog — BKIOYaeT
OTAefleHVe MbllbfKa OT OCHOBHbIX KOMMOHEHTOB CMAaBOB COOCAaXK[e-
HUEM C TMAPOOKWCLIO >Kefesa C MOCNeAylolleil  3KCcTpakuuein B Buae
nogHaa Mblwbaka (111) YeTbIPEXXNOPHCTLIM YrEPOAOM U PeaKCTpaK-
Lueli ero BOAOM.

22. AnnapaTtypa, peakTuUBbl W pacTBOpPHI

®OTO3M1EKTPOKONIOPHMETP WM CNEKTPOPOTOMETP.

Kucnota asoTHaa no FOCT 4461 v pa36asneHHas 1:1.

Kucnota consiHast no FOCT 3118 u pas6asneHHas 1.1 n 1:3.

M3paHve oduumansHoe
M3patenbcTBO cTaH4apTos, 1992

HacTosiwmii cTaHAapT He MOXeT 6biTb MOMHOCTHIO WM YacTUYHO BOCMPOW3BESCS,
TUPKMPOBAH M pacnpocTpaHeH 6e3 paspelleHus FoccTaHgapta Poccum
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Cmecb KUCNOT ANS pacTBOPEHWS: KOHLEHTPUPOBAHHbIE a30THad U
CO/IIHAA KUC/OTb! B COOTHOLEHUN 1.3,

Kucnota cepHas no FOCT 4204 un pasbasneHHas 1.4 n 3 monb/gm3
pacTsop.

Kucnota topuctoBogopogHas no MOCT 10484.

AmmMmnak BogHbln no FOCT 3760 v pa36aBneHHbIl 1:50.

Bopgopoga nepekuck no TOCT 10929

Kanuin ogucToii no TOCT 4332, pacTBOp B KOHLEHTPUPOBaHHOM
consHoi kucnoTe: | r AogucToro Kanus pacTBOpstOT B 60 CM* KOH-
LIeHTPMPOBAHHOW COMSIHOM KWCNOTbl; TOTOBAT B [€Hb MPUMEHEHNS.

MpoMbIBHOV pacTBOpP: TPW 4acTW pacTBopa MOAUCTOrO Kanus cme-
LUMBAIOT C OfHOM YacTbio BOAbI.

CnunpT 3TWNOBbIA PEKTU(UKOBAHHbIA TexHWueckuii Ho TOCT 18300.

mapasvH cepHokucnblii no TOCT 5841 w pactBop 1,5 r/gm3.

AMMOHWIA MonnbaeHoBoKuUCAbIN Ho TOCT 3765, pactBop 10 r/gm3
B 3 MO/b/AM3 pacTBOPE CEPHOIM KUCAOTbI; FOTOBAT W3 MCPEKPHCTaNN-
30BaHHOr0 npenapata. Mepekpuctanimsaumio  MOAMBAEHOBOKMCIONO
aMMoHua nposogaT no MOCT 6689.7.

CMmecb peakumoHHas: K 50 cmM3 pacTBopa MOAMGLEHOBOKHENOMO
aMMOoHMA NpubaBnAloT 5 cM3 pacTBOpa CEPHOKUCOrO ruapasuHa H
[JONMBatoT BoAolk A0 o6bema 100 cM3; roTOBSAT B AeHb MPUMEHEHUS.

KBacupl xenezoamMMmoHuiiHble no HT[A, pactBop 100 r/gm3

10 r KBacLoB pacTBOPAOT Npu  HarpesaHun B 70 cmM3 BOAbl, U
5 cM3 KOHLEHTPUPOBaHHON a30THON KWUCMOTbl, PacTBOpP (UALTPYIOT K
pa36aBnatoT Bogol Ao 100 cm3.

Kanuii mapraHuoBokucblii Ho FTOCT 20490, pactBop 1 r/gv™.

Cepebpo asoTHokucnoe no MOCT 1277, pacteop 10 r/gm™.

Hatpus rugpookuck no MOCT 4328, pactsop 100 r/gm3

deHondTanenH, pacteop 10 r/am3B 3TMNOBOM CMPTE.

AMMOHMIA HagcepHokucnbii no TOCT 20478.

Yrnepog YeTbIpexxnopHcThIid no FOCT 20288.

AHITVAPUA MbILLbAKOBUCTbIA.

CTaHAapTHbIE PacTBOPbI MbILLbAKA.

PactBop A: 0,132 r MbILWbAKOBUCTOrO aHrMApUAa PacTBOPSAOT Npu
HarpeBaHuy B 10 cM3 pacTBopa rMAPOOKUCK HaTpuWsA, NepeBoaAT pacT-
BOP B MepHyl Koniby BmecTMmocTbio 500 cM3, HeliTpanusyrT Mo de-
HONMTanenHy consHoi kucnotoii (1:3) v [ONMBAKOT BOLOW [0 METKW.

1 cm3pacteopa A cogepXuT 0,0002 r MbILbAKa.

PactBop B: 25 cm3 pacTBopa A MepeHOCAT B MepHyl Konby BMec-
TUMOCTb0 500 cM3 1 4ONIMBAIOT A0 METKM BOAOIA.

1cm3pacteopa B cogepxut 0,00001 1 MblLbSKA.
23. l.poBefeHNe aHanunsa

2.3.1. Ona cnnasos, cogep>kauwinx meHee 0J1 % KpemHuA u HE co-
Jep>Kallmx Xpos 1 Bonbgpam
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HaBecky cnnaBa (cMm. Tabn. 1) momewawoT B cTakaH BMeCTMMOC-
Tbto 250 -300 cm3 fobasnstoT 20 30 cm3 asoTHOM kucnotel  (1:1),
HaKpbIBAOT 4acOBLIM CTEK/IOM, CTEK/IAHHOW WM  NNacTUKOBOA mnnac-
TUHKOW W pacTBOPSHOT MpW HarpeBaHuW. [locne pacTBOPEHWUs HaBECKM
4acoBOE€ CTEKNO WM MAACTUHKY M CTEHKM CTakaHa OMoMackuBarT BO-
[Oi. pacTBOp pas3baBnawT Bogoh Ao 120—150 cm3 pobasnswoT 1 cm3
pacTBOpa >Xene3oaMMOHMIHbLIX KBacLoB (MpyM MaccoBOW Aone enesa
B cnnaBe 6onee 0.1 % >xene30aMMOHWIiHbIE KBacLbl He [06aBNsAOT),
HarpesaloT 1o 60—70°C M ocaxpalT rMAPOOKUCH >Kefie3a, OCTOPOX-
HO J06aBNAs KOHLUEHTPMPOBaHHbLIM aMMuak [0 06pa3oBaHWs pacTBO-
PUMbIX aMMWa4YHbIX KOMMNNEKCOB HUKeNsa N mMean U CBepx 9TOro elle
5-6 cm3u3bbiTka aMMMaka.

Ta6nuya 1
| M Rl  AHBIA
M.GCHIU DITMVBLMYT T | ol BECHOaLT. et
1
or QE% 0 000L5 BKTHH 9] Bech [BOTLPP
n <L i 005 * 1 T Bech BaC-HOP
> 0006 » 0CL » 1 :!‘) st 0
» 00L * 0025 * 0) 50 2
» 0G5 * 005 » O» [€0)

PacTBOp BblAePXMBAOT B TeueHne 30 MHM npn 60- 7[)QC ana Koa-
rynsuHH ocagka ruapookmcn xenesa. Ocaflok OT(UILTPOBLIBAIOT  Ha
(UNbTP CpefHeil MAOTHOCTW, CTakaH W 0CaAOK MpOMbIBalOT 6—8 pa3s
ropsymMMm pactsopoM ammuaka (1:50), pacTBopstoT Ha GunbTpe 25 cM
ropsyein cepHoit kmcnotbl (1:4), cobupas pacTBop B CTakaH, B KOTO-
poM NpOBOAMNOCH OCaxieHue. PunbTp 5—7 pa3 MpoMbIBalOT ropsyei
BOAOW (ecnn B crnsiaBe MPUCYTCTBYET MapraHel, TO MpW PacTBOPeHUU
ocajka B cTakaH J06aBNAOT HECKONbKO Karefb Mepekucu BOAOPOLA).
OcaxpeHune, (uUIbTPOBaHWE, MPOMbIBAHNE W PacTBOPeHMe OCafK[
NPoOBOAAT TPWXKAbI. PacTBop ynapuBaloT O MOABNeHUS 6Genoro Abiva
CepHOl KMCNoTbl. Mocne OXNaxAeHWs OMnoaCKMBalT CTEHKM CTakaHa
BOJOM W MOBTOPAIOT ynapvBaHWe [0 MOABAEHMA 6enoro fbiMa CepHoi
KUCNOThI, 3aTeM Ao06aBnsioT B cTakaH 0,2—0,3 I CEpHOKMCNOro rugpa-
3Ha 1 HarpesatoT 5—10 MuH.

Mpu maccoBoii gone MbiwbsAka B crinaBe MeHee 0,005 % ocTaTok
rnocne BblinapvBaHWUs pacTBopaoT H 15 cM3 BOAbI, pacTBOP MOMELLAOT
B [EeNNTeNbHYK0 BOPOHKY BMecTMMOCTbio 250 -300 cm3 1M ononacku-
BAKOT CTEHKH CTakaHa 5 cM3 Bogpl.

Mpn MmaccoBoli fone MbilbAKa B cnnase csbie 0,005 % B cTakaH
no6asnaoT 35—40 cM3 Bofbl, pacTBOP NOMELLAT B MEPHYK  Konby
(cm. Tabn. 1) v pa3baBnAlT [0 METKW BOLON. ANMKBOTHYH 4acTb —
20 cm3 nomeLLaroT B AENUTENIbHYIO BOPOHKY BMECTUMOCTbO 250—
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—300 cm3, pobaBnAwT 60 cm3 pacTBopa  MOAMCTOrO  Kanwus,
30 CM3 YeTbIPeXXNOPUCTOr0 Yrnepoja W 3KCTParupyroT MbIWbAK B Te-
yeHue 2 MuH. OpraHnyeckuii Cnoii MOMELLaloT BO BTOPYH AenuTesb-
HYI0 BOPOHKY BMecTMMOCTbI0O 100—150 cM3 a B nepsyto fAob6asnat0T
15 cm3 YeTbIPeXX/IOPUCTOrO Yrnepoja W MOBTOPSAKT 3KCTPaKUMIO eLle
pa3. JKCTpaKTbl 06bLEAMHAIOT, NPOMbIBAOT B TeyeHue 2 MuH 20 cM3
MPOMbIBHOTO pacTBOpa W MOMELLAT OpraHnYeckuii Cloi B TPETbIO Ae-
NUTENbHYI0 BOPOHKY BMecTumocTbio 100—150 cm3 B Hee pob6aBnsioT
15 cM3 BOAbl W MPOBOAAT PE3IKCTPAKLUUIO MbILIbAKA B TEYEHME 2 MUH.

OpraHv4ecknini CNO CAMBAKOT B YETBEPTYIO LE/IMTE/IbHYI BOPOHKY
BMecTUMOCTbH0 100—150 cM3 1 NOBTOPAIOT  PE3KCTPAKLHIO B TeX Xe
ycnoBusx. BofHble peaKCTpakTbl MOMELLAT B MEpPHYK Konby BMecTu-
MoCTbl0 50 ¢cm3 [06aBNAlOT MO Kannam pacTBOp MapraHuoBOKWCIOrO
Kanua [0 YCTONYMBO PO30BOIM OKpacKu, KOTOPYH paspyliatwT, [fo-
6aBnAas Mo KannsMm pacTBOp CEepPHOKWUCNOro ruapasvHa. [obasnawoT
4 cM3 peakUMOHHOW CMecn M Konby C pacTBOPOM MOMELLAT B KWNS-
wyto BogaHyto 6aHto. Cnycta 10—15 MMH, pacTBOp OXNaxgawT, Ao-
NIBAKOT A0 METKV BOAOW W M3MEPSAIOT ONTUYECKYHD MIOTHOCTL pacTBopa
na (hoTO3NEKTPOKONOPUMETPE C KPacHbIM CBETOUILTPOM B KHOBETE C
TO/LWMHONM norfowarowero ceet cnos | cM.  PacTBOpoM  cpaBHeHWS
CNYXWUT PacTBOp KOHTPOJIbHOIO ONbITa.

2.3.2. [lns cnnaBoB C MaccoBoii foneil KpeMHus cebiwe 0,1 %

Hasecky cnnaBa (cMm. Tabn. 1) nomeLlatoT B MAATUHOBYHO YallKy,
pobasnstoT 20—25 cM' asoTHOM kmcnoTbl (1:1), 1—3 cm5 Topucto-
BOZIOPOAHONM KUCMOTHI M PacTBOPSAT MpWU HarpeBaHvu. llocne oxnax-
[EeHUS CTEHKM YallKy OMojacKMBaloT BOAOW, A06aBnsA0T 5 cM3 KOH-
LIEHTPMPOBAHHOW CEepPHON KUCMOThbI M pacTBOp ynmapvBaloT A0 Havana
BblAeneHns 6enoro AbiMa CepHOM KUCNOThl. Yallky oxnaxpawT; ono-
NacKuBatOT CTEHKW BOZON W MOBTOPSHOT ynapvBaHWe 40 Hayana Bblfe-
NeHnn 6enoro fAbiMa CEepHON KUCNoTbl. Tlocne OXNaxgeHWs OCTaToK
pacTBoOpAlOT npu HarpesaHUn B 35—40 cM3 BOAbl, MOMeLIAOT B CTaKaH
BMecTUMOCTbHO 250 cm\ pas3baBnawT Bogoi Ao 120 150 cm3 Harpe-
BaloT A0 60—70°C 1 ocaxjatoT rMAPOOKUCH XKefle3a, OCTOPOXHO [0-
6aBnss amMmMmak 4o 06pa3oBaHMs pacTBOPUMbIX aMMUAYHbIX KOMM/eK-
COB HWKeNs U MeAu W CBepx 3Toro ewie 5 6 cm3 M36bITKa amMmMumaka.

[anee aHanus BefyT, KakK yKa3aHo B n. 2.3.1.

2 3.3. na cnnasoB, cofep>KaLimx Xpom

Hasecky cnnaea (cM. Tabn. 1) momewlaldT B NAATUHOBYHD YallKy,
pob6asnstoT 20—25 cm3 a3oTHOW kucnoThl (1:1), 1—2 cm3 hTopucTo-
BOZOPOAHONM KUCMOTbI W PACTBOPSAIOT MPU HarpeBaHuu.

Mocne OXNaXpeHUsi CTEHKM YallKy OMoMackKuBalT BOAOW, A06GaB-
nsoT KOCM3 KOHLEHTPUPOBAHHON CepHOI KMUCIOTbl U pacTBop ynapu-
BAKOT 10 Hayana BblgeneHNsi 6en0ro AbiMa CepHOI KMUCNOThI. YallKy ox-
NKAAT. ONOMACKMBAIOT CTEHKM BOAOK U MOBTOPAIOT ynapuBaHue A0
Havyana BblfeNeHUs Genoro AbiMa CepHoOii KucnoTbl. [Mocne oxnaxpe-
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UNA OCTaTOK PacTBOPAIOT Mpu HarpesaHuu B 35—40 cM* BOAbl, pacT-
BOP MOMeELLAlOT B CTakaH BMecTMmocTbio 300—400 cm5 u pasbaBnsoT
Bofoli [0 200 cm5, [06aBNslOT pacTBOP a30THOKWCAOro cepe6pa:
15 cmM3 — npn  HaBecke cnnaBa 2 1, 8 cM3  nNpu  HaBecke 11 u
4 cM3 — npu Hasecke 0,5 r. BBogAT 5 r  HafCEPHOKHCIOro aMMOHUA
(Ana okMcneHns xpoma), pacTBOP HarpesaldT A0 KWUMEHUA W KUMATAT
[0 MOMHOr0 PasfoXeHWs HaLCePHOKHCIOro aMmMoHus (40  MOMHOro
npekpaLeHns BblfeneHna My3bIpbKOB KWCN0pofa). PacTBop oxnax-
pjarT go 60—7 0°C, ononackmBalT CTEHKM CTakKaHa BOfONM, Ao6aBns-
0T 1 cm3 pacTBOpa >Kene30aMMOHUIAHbIX KBACcLOB M OC&XAalT rMapo-
OKUCb Kefne3a, OCTOPOXHO [06aBNff KOHLEHTPUPOBaHHbLIA  ammMuak
[0 06pa3oBaHMA PacTBOPMMbIX aMMMUAYHbIX KOMMJIEKCOB HUKENS U Me-
AN 1 cBepx aToro 5—6 cmb5 ammuaka B U36LITOK. [anee aHanus BeayT,
KaK yKasaHo B n.2.3.1.

2.3.4. lns cnnaBoB, cofep>Kallumx Bonbhpam

Hasecky cnnaBa (cm. Tabn. 1) nomewarT B CTakaH BMECTUMOCTbHO
250 cm3 pobasnawoT 60—80 cm5 cMecu KWUCMOT AN PacTBOPEHUs U
Mpy HarpesaHWW pacTBopstoT. K pactBopy [06aBnsOT 5 CM3 KOHLEHT-
PUPOBaHHOI CepHOW KMCnoTbl M ynapusatoT go 10—12 cm3.  PacTtsop
pa3basnaT 30 cM3 BOAbI M BbiNaBLUMA 0CALOK BOMb(PamMOBON KUCNO-
Tbl OT(MALTPOBLIBAIOT Ha [BOWHON NMOTHbIA GuUnbTp. CTakaH U oca-
[OK NpoMbIBalOT 5—6 pa3 ropsauein consHoi kmcnotoir (1:1). Ocagok
C (mnbTpom BblGpackbiBatoT, a K uabTpaty fobasnsatoT 1cm3 pacTBo-
pa >Xene30aMMOHUIAHBIX KBacLoB, HarpesatoT fo 60—70°C u ocaxga-
0T TMAPOOKUCH XKenesa, OCTOPOXHO [Jo06aBnAs aMMuak fo obpasosa-
HUA aMMMWaYHbIX PaCcTBOPUMBIX KOMIMIEKCOB HWUKENA W Mean W CBepX
atoro 5—6 cm3 n36bITKa ammuaka. [anee aHanu3 BedyT, KaK yKa3sa-
Ho B M. 2.3.1.

2.3.5. TocTpoeHne rpafyMpoBOYHOro rpaguka

B cTakaHbl, BMecTMMOCTbIO no 250 cm3 nomewatot 0.5; 1,0; 2,0; 3,0;
5.0; 6.0 cm3 cTaHgapTHoOro pacteopa b wMbllwbsAKa, [06aBAsAOT [0
10 cM5 KOHLIEHTPUPOBaHHOM a30THOM KUCMOTbI W BbINapyUBaKOT [OCyXa
Ha BOAsHON GaHe.

OcCTaToK pacTBOpsAOT B BOAE, pacTBOp pa3baBnsT BOAOW [0
120—150 cm3 po6aBnsadT no 1 cM3 pacTBOpa  XKene30aMMOHUIAHbIX
KBacLoB, HarpesaloT o 60—70°C n ocaxjatoT TMLPOOKUCH XKenesa
aMmmMuakom. [anee aHanvs BefyT, Kak ykasaHo B n. 23.1 npu macco-
BOV Aone Mbllwbsika MeHee 0,005 %.

24. O6paboTKka pe3ynbTaToB

24.1. MaccoByto f0M0 Mbllwbsika (X) B MPOLEHTaxX BbIYUCASKOT MO
thopmyne
X-
roe r| - macca MbllbAKa, HalfeHHas no rpagympoBOYHOMY rpad:l

Ky, T;



C 9 IroCT MM.13-92

T — Macca HaBeCKu CnfiaBa, COOTBETCTBYHOLAA aIVMKBOTHOMN
yacTu pacTeopa, r.
2.4.2. PacxoXaeHns pe3ynbTaToB Tpex napasfiesibHbIX —onpegene-

HWiA d (MokasaTenb CXOAMMOCTM) W pe3ynbTaToB ABYX aHanu3oB D
(nokasaTenb BOCMPOM3BOAMMOCTM) HC [AO/MKHbI MPEBbILIATb 3HAYeHUI
[ONYCKaeMbIX PacXoXeHuii, NpuBeAeHHbIX B Tabn. 2.

Ta6bnuuya 2

JonycKM-bIbIC PACXOXKAEHWN, %
HGXXIM go.» nuTbIM», %

i D
OT 0,0005 fo 0,001 BK/THOY. 0,0302 0.0003
Ca. 0,001 » 0.005 > 0.0008 <L
> 0,005 * 0,01 » 0.0015 0.002
> 001 > 0.02 » 0.004 0.006
* 0,02 » 0.05 > 0.007 0.01
24.3. KOHTpONb TOYHOCTM pe3ynbTaTOB aHanu3a  MPOBOAAT MO

locyfnapcTBeHHbIM CTaHAapTHbIM o6pasyam (FCO) wmm no oTtpacne-
BbIM CTaHAapTHbIM o6pa3uam (OCO), HAH No cTaH4apTHbIM 06pasuam
npeanpuaTna(COTMM)HNKeNsA, HUKENeBbIX WUNM MeAHO-HUKENeBbIX Cra-
BOB, YTBEPXAeHHbIM no FOCT 8.315, unn MeTofom A06aBOK, HAH CO-
MocCTaB/fieHNeM pe3ynbTaToB, MOMYYeHHbIX aTOMHO-abCoOPOLMOHHBIM Me-
ToZoMm, B cooTBeTcTBUM ¢ TOCT 25G86.

3. ®OTOMETPUYECKUM METOZ OMPEAENEHNSA MbILWbAKA

31 CyuwHocTb MeTOfa

MeTog OCHOBaH Ha 06pa3’oBaHMM XENTOro MbILLbAKOBOMOHGAEHO-
BOr0 KOMIJ/IEKCA C MOC/eAyIoLWMM BOCCTaHOB/IEHWEM €ro CEePHOKUCIIbIM
rmapasvHoM B CN300KWCMIOM pacTBope A0  MblLbAKOBOMOH6AEHOBOM
cuHun. MpefBapuTenlbHO MbIWbLAK OT OCHOBHbLIX KOMMOHEHTOB C/aBOB
OTZAENAT COOCAKAEHVNEM C TMAPOOKUCHIO Xenesa ¢ NocnedyowmmM Bbl-
[eNeHVemM MbllWbAKa AUCTUNNALMEN TPEXXIOPUCTONO MblLUbAKA W3 CO-
NAHOKMCNOro, pacTeopa.

AnnapaTypa peakKTuUBb U pacTBOPHI

®O0T03.MCKTPOKONIOPHMETP MW CMEKTPOGOTOMETP.

Annapat Ans AUCTUANALMKM Mblwbaka no n. 3.3.1 wan gpyroin npu-
60op nopobHoro TWna.

Kucnota asotHaa no MTOCT 4461 n pas6aBneHHas 1:1.

Kwucnota consHasa no MOCT 3118 un pa3basneHHas 11 u 1:3.

CMecb KUCMOT AN PacTBOPEHMA: OfHY 4aCTb KOHLEHTPUPOBaHHOM
a30THOM KMCNOTbl CMELUMBAKOT C TPeMs YacTAMM KOHLEHTPUPOBAHHOM
CONSIHOM KMCNOThI. L.

Kucnota cepHag no [FOCT 4204 H pasbasneHHas 1:14. 15 u
3 monb/gm3.

Kwucnota ¢pTopuctoBogopogHas no TOCT 10484.
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Ammuak BogHbln no FOCT 3760 H pa36aBneHHbIn 1:50.

Bogopoaa nepekuck no MOCT 10929.

CnupT aTUNOBLIN pekTUdrKoBaHHbIA no FOCT 18300.

MmapasuH cepHokucnblii no MOCT 5841 n pacTteop 1 r/gm3

Kanuii 6pomuncTbiii kpuctannmnyeckuini no TOCT 4160.

AMMOHUI MonnbaeHOBOKMCbIA no FTOCT 3765, pacteop 10 r/am3
H 3 MOnb/gM3 pacTBOpe CepHON KUCMOTbI: FOTOBAT W3 HepekpucTan-
NN30BaHHOrO npenapaTa. [lepekpuctanansauuio monmbaeHOBOMLENO-
ro ammoHusa nposogat no MOCT 6689.7.

CMmecb peakuuoHHas cBexenpuroTtosfieHHad: 50 cml pactBopa Mo-
N6AEHOBOKMCNIOr0 aMMOHMS pa3basnsaioT Bogol fo 150 cm3 npubas-
naoT 50 cM* pacTBOpa CEpPHOKMCIONO rMapasvHa U A0NMMBaloT BOAON
o 500 cm3

KBacubl >kenesoammoHuiiHble no HTJ, pacteop 100 r/gml
(npurotoBneHue mo n. 2.2).

Cepebpo a3oTHokucnoe Ho TOCT 1277, pacteop 10 r/am3.

Hatpus rugpookuck no MOCT 4328, pacteop 100 r/am

deHondTanenH, pacteop 10 r/gM3B 3TUIOBOM CMpTe.

AMMOHWIA HagcepHOKHCAbIA HO TOCT 20478.

AHIMAPUA MbILLBbAKOBUCTBIN.

CTaHAapTHble pacTBOPM MblWwbsKa (MPUroTOBAEHMe Mo n. 2.2).

33. lNpoBefeHne aHanunsa

3.3.1L HaBecky cnnaBa (cm. Tabn. 1) pacTBOpPSHOT M BbIAENsIOT
MbILIbSK COOCaXAEHWEM C TMAPOOKUCLID JKenesa, KakK YKasaHO B
n. 2.3.1. OcTaToK nocne ABYKPAaTHOrO yrnapuBaHus A0 BblaeneHus Ge-
NOr0 AblMa CEepHOW KMCMOTbl OX/aXAAl0T M OCTOPOXHO PacTBOPSAT B
20 cm3 BOAb!.

B neperoHHyto konby / anmapaTa (4epTex) MOMeLLalT 2 T CepHO-
KUCMoro rmapasvHa u 1 r 6pomMncToro Kaaus, B NpUemMHUKM 5 n 7 3a-
nueatoT 25—30 cm3 1 10 -15 cM3 BoAbl COOTBETCTBEHHO, 406aBNAIOT B
KaXXAbl NPUEMHMK NO 1-*2 kanau nepekucyu BOAOpPOoAa U cobuparoT
annapaT B COOTBETCTBUW C YEPTEXKOM.

AHanusnpyemblii pacTBOp Yepe3 KanesbHYH BOPOHKY 2 NMOMeTalT
B MeperoHHyt0 Konby /. CTakaH OMONACKMBAlOT KOHLEHTPUPOBaHHOM
CONSIHOA KWUCNOTOW M PacTBOP MEPEHOCUT Yepe3 BOPOHKY 2 B Konby /.
B kon6y / uepe3 BOPOHKY 2 f06aBnA0T 50 CM3 KOHLEHTPUPOBaHHOW
CO/MIIHOA KWCNOTbl H OTFOHAIOT TPEXXNOPHCTBIA MbIWbAK MPU Harpesa-
HUN. OTTOHAIOT *« nepBOHayabHOro obbema pacTBopa B konbe [/
npu paBHOMEPHOM KuneHun (415 obecrneveHUs paBHOMEPHOIO KWMEHWs
H KON6Y / MOMeLLAlOT HECKOMBKO CTEK/IAHHBIX BYCUHOK).

Mo OKOHYaHMWM OTFOHKW [JOCTUANAT W3 NPUEMHWUKOB 5 1 7 06besm-
HAKOT B 3aBMCMMOCTM OT MacCOBOW [0MM Mbllibsika B CM/aBe: B CTa-
KaH BMecTUMOCTbio 100 cm3, ecnn Mblilibska MeHee 0,005 %, wimn B
MepHYto Konby (cm. Tabn. 1). ecnu Mblwwbska 6onee 0,005 %.

B konbe pacTBop [O/MBAKOT A0 METKU BOLOW W MepemeLLnBatoT.
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/ — neperosiiin kon6a; | — kanenbHas
bapowca; 3 — Tpy6ka C runpo3aTtaopom;
4 — XONOAUNBLHUK; S — uMpacuunk; ( —

rXNpoawso?; 7 — KOHTPO/bHbIN npuem-
nek

B 3aBMCMMOCTM OT MaccoBOW [ONM MbllWbAKa KO BCEMY pacTBOPY
WM ero a/MKBOTHOW 4acTu, 0TO6paHHON cornacHo Tabn. 1, nomeLueH-
HO/ B CTakaH BMecTMMOCTbHO 100 cM3 g06aBnstoT 5 cM3 KOHLEHTPUPO-
BaHHOM a30THOM KMCMOTbl W BbINAPMBAKOT MPU YMEPEHHOM HarpeBaHuu
pocyxa. CTakaH C CyXvM OCTaTKOM MOMELLAT B CYLUW/bHBIN LUKad
1 oCTaBNAT Ha 14 npu 130 °C.

K oxnaxgeHHOMy ocTaTky npu6aBnsioT 35 cM3 peakLOHHON CMe-
CW, HaKpbIBAIOT CTakaH 4acoBbIM CTEK/IOM W HarpeBalOT Ha BOLAHON
6aHe npu 100°C B TeyeHue 10 MuH. TMocne oxnaxneHwWs pacTBop ne-
PeHOCAT B MepHYl0 Konby BMeCTMMOCTbIO 50 CM. [0NMBAlOT pPeakLyoH-
HON CMEeCb0 J0 METKM U NePeMeLLMBAtOT.

M3MepsaloT ONTUYECKYKO MIOTHOCTL pactsopa npu 750 vav 660 HV
Ha cnekTpodoToMeTpe MK hoTO3NEKTPOKONOPUMETPC.

PacTBOPOM CpaBHEHWUSA CNYXWUT PacTBOP KOHTPONLHOrO OMbiTa.

3.3.2. [ns cnnaBoB, cofep>Kalyyx KpemMHui

HaBecky cnnaBa (cM. Tabn. 1) pacTBOpsAOT, KaK YKas3aHO B
n. 2.3.2. BbIAENAIOT MbIWbAK COOCAXKAEHUEM C MMAPOOKUCHIO Xefesa U
ocajok obpabaTbiBaloT, Kak yka3aHo B n. 2.3.1. OctaTtok nocne ABy-
KpaTHOro ynapusaHua Ao 6enoro biMa C CepHO KUCMOTOW oxnaxpja-
I0T, OCTOPOXXHO PacTBOPSIOT B HEOOMbLIOM KOMMYECTBE BOAbI W Aasnee
aHanu3 BefdyT, Kak ykasaHo B . 3.3.1.
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3.3.3. nga cnnaBoB, COAep>KaLlux Xpom

HaBecky cnnasa (cMm. Tabn. 1) pacTBOpAlOT, Kak YKasaHO B
n. 2.3.3, ¥ BbILENAIOT MblIWbSAK COOCDKAEHNEM C MMAPOOKMUCHIO XXesesa,
KakK yka3aHo B Nn.2.3.1.0cTaToK mocne 4BYKPaTHOro ynapuBaHus C cep-
HOM KMCMOTON OXNMaXKAatT U OCTOPOXHO pacTBOPSIOT B HE6O/bLLIOM
KO/IMYecTBe BOAbI. [lanee aHanm3 BegyT, Kak ykasaHo B n. 3.3.1.

3.3.4. 1 na cNnaBoB, coAep>Kalyux Bonbhpam

HaBecky cnnaBa (cMm. Tabn. 1) pacTBOpsAT, OTAENAT BOAbGpaMm,
KaK yKas3aHo B N. 2.3.4, 1 BbIAeNat0T MbllUbSK COOCXKAEHNEM C rMApo-
OKMCbIO XKefesa, Kak ykasaHo B n. 2.3.1.

OcTaToK nocnie ABYKPaTHOrO BbiMapuBaHWsA C CEPHON KWUCMOTOWR OX-
NaX[alT N OCTOPOXXHO PacTBOPAIOT B HEOO/bLUOM KOMMYECTBE BOABI.
[anee aHanu3 BefyT, Kak ykasaHo B n. 3.3.1.

3.3.5. MocTpoeHne rpafyMpoBOYHOIO rpaguka

B cTtakaHbl BMecTUMOCTbO no 100 cm3 nomewatot 0; 0,5; 1,0; 2.0;
3,0; 4,0; 50 n 6,0 cM3 cTaHgapTHOro pacteopa b mbiwbaka. Bo Bce
CTakaHbl [06aBNAOT MO 5 CM3 KOHLEHTPMPOBAHHOI a30THOWN KUC/OThI
1 BbIMapMBalOT PacTBOpbl fOCyXa Ha BOAAHON HaHe. CTakaHbl C CyXuM
OCTaTKOM MOMELLAKT B CYLIW/bHBIA LKA U 0cTaBnsoT Ha 1 4 npu
130°C u panee aHanu3 BefyT, Kak ykasaHo B n. 3.3.1, AnA CnnaBoB C
MaccoBoii fonei Mbilwbska meHee 0,005 %. PacTBOpOM CpaBHEHUs cny-
XXWUT pacTBOp, He coAepXKalynili MbllLbsKa.

34. O6paboTKa pe3ynbTaToB

34.1 MaccoByto f0/110 MbllWwbAKa (-V) B NPOLEHTax BbIYUCAAKOT MO
hopmyne
y in, Y100
rge Th — Macca MbllibsiKa, HaliAeHHas Mo rpajyvpoBOYHOMY rpadu-
Ky, T;
rm — macca CnniaBa, COOTBETCTBYOLLAA aIMKBOTHOM 4acTu pa-
cTeopa. T.

3.4.2. PacxoxfeHue pe3ynbTaToB TPexX MapaisefibHblX Onpegene-
Huii d (nokasaTesb CXOLMMOCTW) W pe3ynbTaToB ABYX aHanu3oB D
(nokasaTenb BOCMPOW3BOAMMOCTM) He [O/DKHbI NPEBbIWATb 3HAYeHUI
[0MyCKaeMbIX PacXOoXAeHW, NpUBeeHHbIX B Tabn. 2.

3.4.3. KOHTPO/b TOYHOCTM pe3ynbTaToB aHaauMsa MnpoBogsaT no lo-
CYAapCTBEHHbIM CTaHAapTHbIM o6pasuam (FCO) wam Mo oTpacneBbiM
CTaHfAapTHbIM o6pasuam (OCO), wam no cTaHAapTHbIM — o6pasuam
npegnpuatns (COTT) HuKens, HUKeNeBbIX ¥ MeAHO-HUKENEBbIX CM/1aBOB,
yTBepxaeHHbIM Ho OCT 8.315, wim comocTaB/ieHMeM C  pesy/nbTarta-
MU, MOMYYEHHbIMU aTOMHO-abCOPOLMOHHBIM METOAO0M, B COOTBETCTBUM
¢ FOCT 25086.
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4 ATOMHO-ABCOPBLIVIOHHbIV METOZ, OMPEAENEHNSA
MbILLBAKA

41 CywHocTtb MeTOga

MeToj OCHOBaH Ha PacTBOpeHMU MNpobbl B KWCMOTaX, BblfeneHnuu
MbILIbAKA COOCaXAEHHEM C TMAPOOKMCLIO XXefesa, PacTBOPeHUWU ocaj-
Ka B CONAHOM KWUCNOTE U U3MEPEHWU aTOMHOW abcop6uyn Mbllbsika B
nnaMeHy aueTuneH — BO3LYX WM aueTuneH — 3akucb asota  Mnpu
AnvHe BOMHbI 193,7 HM.

42. AnnapaTtypa, peakKTWBbI H pacTBOpbl

ATOMHO-abCOPOLMOHHBIA CNEKTPOMETP C  UCTOUHWMKOM  U3YYeHWs
ONA MblLUbAKa.

Kucnota asotHas no MOCT 4461 u pa3basneHHas 11

Kucnota congHaa no MOCT 3MH un pasbasneHHasa 11 un 1.5

Cmecb KWCNOT, CMeLUMBalOT OAUH 06bEM a30THOW KMCIOTbl C Tpems
06bemMaMy CONSHOW KUCNOTBI.

Kucnota dpropuctoBogopogHas no TOCT 10489.

Kucnota cepHas no FOCT 4204, pas6aBneHHas 1.

AmmMunak BogHbI no FTOCT 3760 u pasz6aBneHHbIn 1:99.

Bogopoga nepekucs no NOCT 10929.

Hatpus rugpookucs no |1 OCT 4328, pactsop 80 r/am3 cBexenpu-
rOTOB/NEHHBIN.

XKeneso, BOCCTaHOB/IEHHOE BOZOPOLOM.

XKenesa xnopug, pacteop; 0,75 r xenesa pactsopsAoT B 20 cm1co-
NAHOM KUCNOTbl C Jo6aBneHMeM pacTBopa Mepekucyu BOAOPOAA, pacT-
BOP NepeHOCAT B MEepPHyl0 KONby BMecTUMOCTbiO 250 cm3 < fonuBatoT
BOAOW A0 METKW.

1.5 pacTBopa cofepxunt0.003 r xenesa.

AHIMOPUA MbILLbAKOBUCTBIA.

CTaHgapTHbI pacTBop MblwbsAka: 1,3200 ' MbILWbAKOBMCTOrO aH-
rmgpuga pactsopatoT B 20 cM' pacTBopa rMapooKUCK Hatpus, fo6as-
nsoT 10 cm3 Bogpl. 10 cM’ pacTBopa consHoi kucnotbl (1:5), mepeHo-
CAT B MEpHyl0 Konib\ BMecTMMOCTbIO 1AM3 v J0ONMBalOT BOAOW 4O MeT-
KW

lcm’ pacteopa cogepxut 0.001  mbiwbAKa.

43. TlpoBeAeHMe aHanwusa

4.3.1. [nsa cnnaBos, cofep>Kalinx KpemHuii He 6onee 0.05 %

HaBecky cnnaBa Maccol 5 r momellatoT B CTakaH BMECTMMOCTbIO
400 cM3 1 pacTBOpAOT npu HarpesaHuu B 40 cm5cmecn Kucnot. PacT-
BOp pa3baBnsitoT BOAOA A0 obbema 200 cm3, gobasnawT 10 cm3 pacT-
BOpa x/iopnga xenesa, HarpesatoT 0 70 °C. OCTOPOXHO HeWTpanusy-
0T aMMMaKoM [0 06pa3oBaHWs PacTBOPUMbIX aMMUAYHbIX KOMIMIEKCOB
HUKensa u Megn u fo6asnaioT ewe 5 cu9 B M36bITOK PacTBop Kmns-
TAT W OCTaBNAOT r TenaoM mecte Ha 30 MWH, 3aTeM (UABTPYIOT Ye-
pe3 ¢wunbTp cpegHein nnoTHocTM. OcCafok Ha (uAbTpe NpoMbIBalOT
TpM pasa ropsaumMm pactBopom ammuaka (1:99). 3atem paBa pasa ro-
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]>Aueit Bogoii. Ocafok pacTBopsitoT B 10 cm3 ropsuyero pacTsopa Co-
nAHol Kknuenotbl (1:1), cobwpas pacTBOp B CTakaH, B KOTOPOM Mpo-
BOAMNOCL OCaXAeHue. PacTBOp MEpeHOCAT B MepHyl Konby BMe-
CTUMOCTbIO 25CM3 ¥ AoNMBatOT BOAOW A0 MeTKW. OAHOBPEMEHHO MPO-
BOAAT KOHTPOJIbHbIV OMbIT.

V3mMepaloT aTOMHYH0 abcopbumio MbllbsKa B MAaMeHn aueTwueH-
BO34YyX W aleTu/eH-3aKUCb a3oTa napanfieslbHo € rpagyvMpoBOYHbIMU
pacTBopamu npuv AanHe BOHbI 193,7 HM.

4.3.2. Ans cnnaBoB, cogep>Kalimx KpeMHuii csbiwe 0.05 %

HaBecky npobbl mMaccoil 5 r noMeTaloT B NAATWHOBYHO Yallky W
pacTBOpAOT npu HarpeBaHuy B 30 cmM3 pacTBOpa a30THOM  KUCAOTbI
(1:1) n 5 cm3 hTOPUCTOBOAOPOAHON  KWCMOTbI  3aTeM  [06aBnsoT
10 cm3 cepHoit kucnotel (1:1) v ynapuBaloT [0 NOABNEHWUA 6eNoro fAbl-
Ma CepHOM KUCnoTbl. Yallky oxnaxgatoT, fo6aBnsoT 50 cm3 BoAbl U
KUNATAT O pacTBOPeHMA coneil. PacTBOp nepeHOCAT B CTakaH BMeC-
TumocTbto 400 cm3, gobasnsatoT 10 cM’ pacTBOpa X/0puAa XKenesa u ga-
Nlee MocTynatoT, Kak yKas3aHo B H. 4 3.1.

4.3.3. MocTpoeHne rpagynpoBOYHOro rpadmka

B LwecTb M3 ceMy MepHbIX KON6 BMeCTMMOCTbO no 100 cm3 nome-
watot 0,5; 1,0; 2,5, 50; 7,5 n 10,0 cmM3 cTaHAapTHOro pactsopa Mbl-
WbaKa, 4to coorsercteyet 0,5, 1.0; 2,5; 5.0; 7.5 n 10,0 Mr MblwWbAKa,
[JONVBalOT 4O METKM PacTBOPOM COMsHOW kucnoTbl (1:5). W3mepsioT
aTOMHYH0 abcopbumMio MbllbsKa, Kak ykaszaHo B M. 4.3.1. T1o nony4en-
HbIM AaHHbIM CTPOAT rpafyVpOoBOYHbI/ FpaduK.

44, O6paboTka pe3ynbTaToB
4.4.1. MaccoByto f0Nt0 MbllwbsAka (A') B NPOLEHTaxX BbIYMCAAOT HO
thopmyne
X - 100.
rae — KOHLEHTpaUus MbillbsKa B aHaaM3MpyemMoM  pacTBope
cnnasa, HaufeHHas Mo rpagyvpoBOYHOMY rpaduky, r/cms3;

C2 — KOHLEHTpaums MbllbsKa B PacTMOpPe KOHTPOSIbHOMO OMbITa,
HalifleHHas Mo rpagyvpoBOYHOMY rpadmKy, r/cvs;

V — o06bem pacTBopa npobbl, cM3;
W — Macca HaBecku npooel, T.

4.4.2, PacxoxfeHunsa pe3ynbTaToB TPex napannenbHbIX onpegene-
HWiA d (NokasaTenb CXOAUMOCTU) W pe3ynbTaTOB ABYX aHann3oB D
(nokasaTenb BOCNPOM3BOAMMOCTM) He AO/MKHbI NPEBbIWATh 3HAYEHWIA
[ONYCKAaeMbIX PacXoXAeHWi, NpuBeAeHHbIX B Tabn. 2.
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4.4.3. KOHTpOMb TOYHOCTM pe3yfnbTaTtoB  aHanm3a MnpoBOAAT MO

ocyfapcTBEHHbIM CTaHAapTHbIM ob6pasuam (FCO) wm no oTpacne-
BbIM CTaHAapTHbIM o6pasyam (OCO), wam no CcTaHAapTHbIM 06pas-
uam npeanpuatua (COM) HUKeNs, HUKeNeBbIX WM MeAHO-HUKENEBbIf
CnnaBoB, yTBepXAeHHbIM Mo FOCT 8.315, wam MeTogoM A06aBOK wnn
COMOCTaB/IeHNeM Pe3y/NibTaToB, MOMYYeHHbIX (HOTOMETPUYECKUMU METO-

famu B cooTBetcTBum ¢ TOCT 25086.
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