Tpynna HOY
TOCYRAPCTBEHHBA CTAHARAPTY COIO3A CCP
S e

BOAA MUTLEBAS

MeTto onpeaeneHMA MAaccoBON KOHUEHTPALMM MbIlIbAKA

roct
Drinking water.

4152-8i
Method of determination of arsenic mass

s B3amen
concentration rOCT 4152—72

Nocranoenennem locypapcrsennoro xomurera CCCP no crangapram or 28 anpens
1981 r. Ne 2165 cpok fgeHcraus ycraHoBneH

__c 010782
ao 01.07.87

HecobniofjeHue cTaHfapTa npecnefyercs no 3axoWy

Hacrosamuli crangapT pacnpocTpaHseTcss Ha NHTbEBYIO BOLY H yc-
TaHaBJHBaeT (POTOMETPHUECKHH METOA ONpefeJeHHS MaccoBOi KOH-
HEHTPALHH MHIIbAKA.

MertoZi 0CHOBaH Ha BOCCTaHOBJEHHH Bcex (opM MHIIbSKa RO Je-
TyyYero MBIIbLSKOBUCTOrO BOJAOpPOXa (apCHHA) MeTaJJHYeCKUM LHH-
KOM B IIPHCYTCTBHH HOJHCTOrO KaJIHfl M XJIOPHCTOrO OJIOBAa M B3aHMO-
DefcTBHH 06pa3ylollerocsi apcHHa C AMSTHJIAHTHOKap6aMaToM cepe6-
pa, pacTBOpeHHHIM B xJopodopme ¢ l-adpeapuHoM. VIHTeHCHBHOCTD OK-
packu o06pasylollerocsi NPH 3TOM KpACHO-(DHOJIETOBOTO COENHHEHHS
H3Mepsiercss Ha (OTO3JEKTPOKOJIODHMETPE NpPH AJIHHE BOJHH 535—
540 M. Memalolnee AeficTBHE CEPOBOJOPOAA H CyJb(HAOB yCTpaHAET-
¢ NOrJollleHHeM HX BaTOH, NPONHTABHON PACTBOPOM YKCYyCHOKHCJIOrO
CBHHIIA,

YyBcTBHTEJIBHOCTD MeToZa cocraBiaser 0,01 Mmr/n MHmbAKa
npu o6veMe npobu 100 Ma.

1. METOZ1bl OTEOPA MPOB

1.1. Ot60p npo6 —no 'OCT 24481 —80.

1.2. O6beM npo6Hl BOABI AJsI ONpPEAEJEHHS MacCCOBOM KOHIIEHTpa-
MK MBIIBAKA A0JKeH ObiTh He MeHee 300 ma.

1.3. TIpo6nl BOAHI, ecjii OHH He MOryT ObITh NMpOAHAJH3MPOBAHH
cpa3y, KOHCepBHDYIOT Ao6aBjleHHeM KOHHEHTPHPOBAHHOMN COJISTHOA KHC-
Jorsl (M3 pacuera 3 Ma Ha 1000 Ma) u onpelejieHHe TPOBOIAT HE
Nno3JlHee, YeM 4epe3 TPoe CYTOK.

M3gaune opuuvwansnee Mepeneuarxka socnpeiliesa
4—781 29
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2. ANMNAPATYPA, MATEPHANDI, PEAKTMBDI

2.1. 1na mpoBeleHHs aHaJNH3a HCNOJb3YIOT CJIEAYIOLlHe amnnapa-
TYpPY, MaTepHAJILl H PEaKTHBHI:
toroasiekTpokoJopuMerp JI060H Moxean (A=530—540 uM) uaH
cnektpodoroMerp J1060H MOLEH;
NpUGOP CTEKISAHHBIA IJIE OTFOHKH H
ONpefiesieHHs] MBIIIbfiKAa (CM. 4epTeX).
[Ipu6Gop COCTOHT M3 peaKHOHHOTrO
5 cocyna I BmecruMoctbio 140—150 mu,
B KOTODHIH NOMEIAIOT aHaJH3UPYEMBIH
pactBop. B 3toT cocyx BcTaBAAOT C IO-
MOIIbIO MSTKOH pe3HHOBOH mpobku 2
S|4 @ TPYGKY 3, B KOTOPYIO NOMEULAIOT MOYTH
IO BepXa HPOMHTAHHYIO YKCYCHOKHCJBIM
CBHHIIOM BaTy MJISI NMOIJIOLIEHHS H OTHe-
3 JIEHHsI CEPOBOLOPOZa u cyabdumos. Tpy-
= 70 6Ky 3 coeqHHAIOT ¢ TpPyOko#t 6 (B KOTO-
52 PYIO HaJMBAlOT PacTBOp JJs MOTJoLIe-
) HHsl apCHHA) C NOMOILBIO MSATKOH pe3H-
7 HOBOH MpoOGKHU 4, CTEKJASHHOH TPyOxku 7
H KycOYKa IOJH3THJIEHOBOTO HIJIaHTa 5.
Co6paHHHil HenHKOM npu6op HeoGXOMH-
f MO TpPOBEPHUTh Ha TFepPMETHYHOCTb, CMa-
YHBasg MBUILHOH NMEHOH MecTa cOelHHe-
HHSl uacreli mpub6opa. B mpoBepeHHOM
Ha repMeTHYHOCTb NPUGOpEe MOMEYaloT
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50 Bce ero JertajH H npu pabore mpubop
CcOGHPAIOT TOJILKO M3 3THX MOJXOrHAHHEIX
yacrei;

Bechl aHajJuTHYecKHe sabGopartopueie mo 'OCT 24104—80, kaacc
TO4HOCTH |, 2;

npoGHpKH TrpaAyHpOBaHHbIe ¢ mNpHULIA(OBaHHOH NPOOKO# BMe-
CTUMOCTBIO 5 uan 3 Ma;

K06 Mepuue no I'OCT 1770—74, BMectumoctsio 50, 100, 250
a1 1000 mu;

nunetkd MepHue nmo I'OCT 20292—74, Bmectumocteio 1, 2, 5, 10,
100 mu;

KOJOH ¢ npurepThIMH mpob6kamu, Mo TOCT 25336—82, Bmeerumo-
cThio 250 ma;

nuaueaApu MepHule mo 'OCT 1770—74, sMecrumoctrio 10, 25, 50
1 100 Mi;

LIADHKH CTEKJISHHHIE JHAMETPOM OKOJO 7—38 MM;

npo6ku pesunoBhie Ne 16 u 19 no 'OCT 7852—76;

aHTHADHA MblmbsakoBucThi mo ['OCT 1973—77, 4.4.a,;

cepe6po asorHokucaoe mo 'OCT 1277—75, 4. 4. a.;
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xaaui Hoxucthiit mo TOCT 4232—74, 4. A. a. WIH X. 4.;
kucjora consnas no F'OCT 3118—77, u. 4. a. U X.4.;
HatpHa N, N-nustungutnokapb6amar mo I'OCT 8864—71, u.n.a.;
HaTpHua IHApookHch no FOCT 4328—77, u.n. a.;

0J10BO AByxJaopHcToe 2-BogHoe mo I'OCT 36—78, 4.x1.a.;
cBUHel YKcycHoKHCan# mo T'OCT 1027—67, u. &. a.;
XJA0pOPOPM MEAHIHHCKHEH;

LHHK TpaHyaupoBanHbiii (6e3 muimbska) mo F'OCT 989—75;
9¢)eAPHH HJIH XJOPHCTOBOAOPOAHHHA 3(eAPHH (MEeIHIHHCKHUT);
Boja AMcruanupoBanHas no FOCT 6709—72;

BaTa anTeyHas;

¢unbTp 6yMaxHHI.

3. NOArOTOBKA K AHANU3Y

3.1. IIpuroToBiIeHHE CTAaHJZapTHHX DacTBOpPOB
MHmbAKE

OCHOBHO! CTaHAAPTHHIL PACTBOP MBIIbAKA TOTOBAT U3 MBIMIBAKO-
BHCTOrO aHTHAPHAA (KOTOpPHIH MpeiacTaBisieT COGOH CHIAbHOXEHCTBYIO-
wuit sg. PaGora ¢ mum Tpebyer ocoGoit octopoxuoctu) mo I'OCT
4212—76. PacrBop comepxur 0,10 mr/cm3 mulubsiKka. PacTBop Xpauar
B TIOAMSTHJICHOBOH NOCYyJe, CPOK XpaHEHHs JO OJHOTO roja.

Pa6ounii craHmapTHH pactBOop c colepxanueM 0,001 Mr/cm3
MbllIbfIKA TOTOBAT pa36aBiieHHeM B 100 pa3 OCHOBHOrO CTaHZapTHO-
ro pacTBOpa, AJisi 4ero | MJ OCHOBHOTO CTaHAAPTHOIO PacTBOpa MOMe-
IaloT B MepHyIo KoJ6y BMecTHMocTblo 100 mMax u RoBOASAT 0GbeM pa-
CTBOpa NHCTHJJIHPOBAHHOM BOAOM 10 MeTKH. PacTBOp roTOBAT B JA€Hb
IIpOBeJEHHS aHa/H3a.

3.2. [IpuroroBnenne pacTBopa HHTpPaTacepebpa

1,70 r nurpara cepe6pa pacrsopsior B 100 MJI JAHCTHIVIHPOBAHHOfM
BOJIHL.

33. IIpuroroBNeHre pacTBOpa JLHITHIALHMTHOKAP~
6aMaTta HaTpus

2,25 r coau pactBopsiorT B 100 MJ AHCTHAIMPOBAHHON BOXH (ec-
JIA PacTBOP MYTHHIA, TO ero QUJIbTPYIOT uepe3 OYMAaxKHHIH GHIALTP C
CHHel JIeHTOH).

34. IlpuroroBaeHne AH3THAZHTHOKapbOamarTa ce-
pebGpa

K pacTBopy Au3THIAMTHOKap6aMaTa HaTPHs, NPHTOTOBJIEHHOMY IO
n. 3.3, IPUIHBAIOT MeAJIEHHO B TeyeHHe 15 MHH NpH 3HEPrUYHOM Ie-
peMeNIHBaHHH pacTBOP HHUTparta cepebpa (m. 3.2). BuigenuBumiics npu
9TOM OCafOK AHITHJIHTHOKapOaMaTa cepe6pa OT(PHILTPOBHIBAIOT de-
pes 6yMaxKHHIH (PHIABLTP, NPOMBIBAIOT ABAa-TPH Pa3a HEeGOJBUIHMH IOP-
UHAMH JUCTHIJHPOBAHHOH BOABI H BHICYIIHBAIOT A0 MOCTOSHHOH Mac+
CHl Ha BO3AyxXe B TeMHOM MecTe. ITosyueHHyIO0 COJIb XPaHAT B TEMHOM
IVIOTHO 3aKPHITOM COCYJe.
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3.5. [IpurotoBleHHe pacTBOPA HJS MNOTJOIUEHHS
apcHHa

B 100 ma xnopodopma pacreopsior 0,165 r spenpuna u sateM
pacTBopsioT B 3ToM pacrBope 0,225 r nHaTHAAMTHOKap6aMara cepe6-
pa. Ecin pacTBOp MYTHBHIH, TO €ro GHIBTPYIOT uepes GyMaKHBIR
¢HuAbLTD, NpeABapHTENbHO NPOMBITHIH xJopodopMom. PacTBop xpamst
B KoJI6e C MJIOTHO TPHTEPTOH NPOGKOH B TEMHOM MecTe, CPOK XpaHe-
HHS 10 3 Mec.

B Tex cayuasx, Korga orcyTcTByeT 3d)e/(pDHH, €r0 MOXHO IOJYYHTb
B J1aGOpPaTOPHHIX YCJIOBHAX H3 MeIHIHHCKOro 2—59%-HOro pacrBopa
XJIOPHCTOBOAOPOAHOrO 3enpuHa, AJs 4ero B AEJNHUTEJNbHYIO BODOHKY
BMecTuMocTbio 150—200 ms1 moMemaror 10 Ma 5%-noro pacrBopa
XJIOPHCTOBOROPORHOro sadenpuna (unu 17 ma 3%-Horo pacrBopa umu
xe 26 ma 2%-HorOo pacrBopa), K0GABAAIT NpHGAH3UTENBHO | H. pac-
TBOP THIAPOOKHCcH Hatpusi g0 pH~ 11 (ycraHaBAHBaOT 1O YyHHBep-
CaJbHON HHAMKAaTOpHOH OyMmakke) M aKcTparupywor sdpenpus 100 ma
xnopodopma B Tedenne 10 MuH. 3aTeM OTAeJANT XJOPOGYOPMHHIA pa-
cTBOp H pacrBopsior B HeM 0,225 r gustuixurHokapbaMara cepebpa.

36. IlIpurotoBieHHe pacTBOpa HOJLHCTOrO KaJaus

15,0 r #iogucToro Kajus pactBopsifoT B 100 cM3 KHCTHANIHPOBaHHOMH
BoAH. CpPOK XpaHEeHHsS pacTBOpa OKOJIO Mecsua.

3.7. MlpuroToBieHHe pacTBOpAa XJOpPHAA OJOBa

40,0 r 2-BOAHOrO XJOPHCTOrO OJIOBa PacCTBOPSIOT NPH HarpeBaHHH
B 100 M1 KOHUEHTPHPOBaHHOH COJIAHOA KHCJIOTH. CPOK XpaHEHHS
pacTsopa 0 OJHOTO Tofia.

3.8. [IpuroToBNeHHe pacTBOpa YKCYCHOKHCJIOTO
CBHHI A

PactBopsior 10,0 © TpeXBOAHOrO YKCYCHOKHCIIOrO cBHHLA B 100 Ma
JHCTHJIIHPOBAHHOH BOAH. DTHM DPAacTBOPOM HPONHTHIBAIOT aNTEYHYIO
BaTy, KOTODYIO 3aTeM BBHICYLIHBAlOT Ha BO3ZyXe M XPaHAT B IJIOTHO
3akpoiTofi 6anke. CPpOK XpaHeHHs BaThl JO IIECTH MeCALEB.

4, NPOBEAEHME AHAJIM3A

4.1. B peakuunonHmii cocyn I noMewaror 100 My aHanu3HpyeMoi
BOAH, R00aBiasiOT 15 MJI KOHUEHTPDHPOBAHHOH COJNSIHOH KHCJOTHI,
6 MJa pacTBOpa #omucToro Kanus, sareM 0,5 M pacTBOpa JABYXJODH-
CTOro 0JI0Ba, MEePEeMENIHBAIOT H OCTaBJAIOT CTOATb B TeueHHe 15 MuH
(AN BOCCT2HOBJIEHHS BCEro MHIbAKA [0 TPEXBAaJEHTHOTO COCTOH-
HHuS).

Janee TIaTeJbHO COEIHMHSIOT BCe YaCTH MPHOOPA, MONOXKHB B TPYG-
Ky 3 NPOMHTAHHYI0 YKCYCHOKHCJIBIM CBHHIIOM BaTy, a B TPYOKy 6 mno-
MEII[2I0T IIECTh-CEMb CTEKJSHHBIX IIADHKOB H HAJHUBAIOT B Hee 2 MJ
pacTBopa IJsl NMOIJVIOUIEHHs] apcHHa. B peakiuuouHbi cocyn I BHOCSAT
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0K0JI0 5 I rpaHyJMPOBaHHOTO IHHKA, PACTBOP NEpeMEIIHBAOT H TOT-
Yac XKe repMeTHYHO COERHMHSIOT Bce yacTH nmpubopa. Peakuuio Boccra-
HOBJIEHHs1 M TOIJIOLEHHA apcHHA BeAyT B TeueHHe 60 MuH, mocje yero
Pa3beIHHAIOT NPHOOP W MEePeHOCAT PacTBOP AJs NOMVIOHICHHS apcuHa
H3 TPYOKH 6 4epe3 CTEKASHHYI0 BOPOHKY, 3a[A€PKHBAIOUIYIO CTEKJISH-
Hble IIapHKH, B I'PaJyHPOBAHHYIO NPOGHPKY BMECTHMOCTbIO 3—5 M.,
Tpy6xy 6, crek/siHHble LIAPHKH H BOPOHKY OOMHBAIOT HECKOJbKO pa3
HebompmumMu (~0,1 Ma) nopuHAMH XJopodopMma, AOBOAS. KOHEHBIR
o6peM pacTBopa B IpobuHpKe 0 2 MJI. 3aTeM pacTBOP NEPEHOCAT B
KIOBETYy C TOJUIMHOH cjJoss O MM (HMAM 3 MM), 3aKpHIBAIOT KIOBETHI
KPHIIKaMH M H3MepsIOT ONTHYECKYlo IJOTHOCTb PacTBOpa NpH AJHHE
BosiHn 535—540 HM OTHOCHTENbHO XJopodopma. KosivuecTBO Mbiiib-
AKa B npoOe BOAH HAXOAAT MO IrpagyHPOBOYHOMY rpadHuKy.

Pa6oty o6s13aTeIbHO IPOBOAUTD MOJ, TATOH.

42 ITocTpoeHHe TpPajfYyHPOBOUYHOro rpadHKa

B peakuunonnsie cocyan I momemasor 0; 1,0; 3,0; 5,0; 7,0 u 10,0 ma
paboyero cTaHfapTHOrO pacTBopa, uro_coorBercryer 0,0; 1,0; 3,0; 5,0;
7,0 n 10,0 MKr MblUbsiKa, NPHJIHBAIOT JHCTHIJIHDOBAHHYIO BOAY IO
o6bema 100 mMa u nanee obpabaTeiBaloT HPo6bl, KaK OMHCaHOB. 4.1

CTposiT rpajyHpOBOYHBIA TpPaQUK 3aBHCHMOCTH ONTHYECKOH NJOT-
HOCTH PacTBOPOB OT KOJHYECTBA MBIIBSKA, OTKJAAALIBAs MO OCH abc-
IIHCC KOJIHMECTBO MHIIBAKA B MKI, a N0 OCH OPAHHAT Pa3HOCTb 3Hade-
HHUH ONTHYECKOH NJIOTHOCTH PAacTBOPOB H ONTHYECKOH IJIOTHOCTH XOJO-
CTOTO OHBITA.

Ananussl NOBTOPSIOT ellle OfMH-ZBA pa3a IO TeM Ke BhHIIEYKa3aH-
HBEIM KOHIEHTPAUMSIM CTaHAAaPTHHIX PacTBOPOB.

I'pagynpoBouHHii rpadHK cilefyer NPOBEpPATb 1O ABYM-TPEM TOY-
KaM JJs KaxkAOH HOBOH TMapTHH pPacTBOpa IJisi NOIVIOLIEHHS apCHHa.

5. OBPABOTKA PE3YNTATOB

5.1. MaccoByo KOHUEHTpauMi© Mbiubika (X) B Mr/aM® BLIUHCAfA-
10T NIO popmyJie

X= %
raie C — KOJMHYECTBO MBIIIbAKA B Npobe, HalilecHHOe MO IpaayHpoBOY-
HOMY rpagHky, MKT;
V — 06peM BOAH, B3ATHIA AJIS aHAAH3a, MJL.

3a OKOHUYAaTeNbHBIA pe3yJAbTAT aHaJH3a NPUHHMAIOT CpefHee apHd-

METHYeCKOe pe3yJbTaToB JABYX NapaJljie/ibHBIX ONpejeJieHHH, Aomyc-

KaeMble PACXOXKAEHHSI MeXLY KOTODHIMH He JO/KHH npesnimarb 10%

NPH MacCOBOY KOHLUEHTPAlMH MBilIbSKa Ha yPOBHe TpeJejbHO KONy-

CTHMOfi KOHUEHTpAauUHH. Pe3yibTaT OKPYLAfIOT A0 [ABYX 3HAYaulux
nuthp.
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5.2. CxonuMocTh pesy/ibTatoB anaiu3a (A) B mpomenTax BHYHCe
As10T no dopmyJae
A=2BzP) o9
Py+ P, ’
rge P;— Goabuiuil pe3yJbTaT U3 ABYX NapajjiejbHHX onpejesens;
P; — MeHbHIHA pe3yJbTaT H3 ABYX NapaVIeJbHHX OnpefeseHHH,
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