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determination of arsenic

OKCTY 5709

Cpox peficrens c 01.07.81
no 01.07.96

Hacrosumuii cTrapaapr pacnopocTpaHsieTcsi Ha CKPRiTOKpHCTaJJIHYIe-
CKMf TPapHT ¥ KPHCTaJAAHYecKHH rpaduT, NoJyuyeHHHH NpU pasaeib-
HOM MJIH COBMECTHOM OOOrallleHHH NPHPOIHHIX DYJH, rpadurconepxa-
LIHX OTXOAOB METAJJYPrHu4ecKoro d APYrHX NPOH3BOACTB, i YCTAaHaB-
JuBaeT (oToMeTpHYeCKHH MeTOA ONpelesieHHS MaccoBOi H0JH
MKIIIBSAKA.

CylHOCTb MeTOoJa 3aKJIOUaeTcsi B BOCCTAHOBJEHHH MbIIIbAKA BO-
IOpoAOM, HOTOMETPHPOBAHHH OKPaleHHOr0 COENMHEHHS! MBIIIbSKOBHC-
TOro BOJOPOAA C AHSTHJAAMTHOKapGaMaToM cepefpa B AuMeTHIdOp-
MaMmHuje.

1. OBLILHE TPEBOBARUS
O6umue tpeboBanus K Merony aHaausa—mo I'OCT 17818.0.

2. ANNAPATYPA, PEAKTHBBI ¥ PACTBOPHI

®orosnekrpokanopumerp no F'OCT 12083.

CrekNsIHHBIA npHOGOp NJs ONpenesieHHS MbllIbsiKa (CM. uepTex),
npeAcTaBisfiolHA co6oli repMEeTHYHYIO CHCTEMY, COCTOSIIYIO H3 peak-
LHHOHHOH KOJOH | UM NOIJIOTHTEJbHOTO cocyna 4, coeNHHEHHbIX Ta3ooT-
BOIHON TpPyOKOH 3 H KOJIOHKOH 2, 3amojiHeHHOH Oymarodi u BaToW,
OPONUTAHHBIMH YKCYCHOKHC/IHIM CBHHIIOM.

Humernadopmamun no F'OCT 20289.

Harpusa N, N-guatungutnokap6amar no FOCT 8864.

Ceunen ykcycHokucani no I'OCT 1027, pactBop KOHUEHTpauHH
60 r/nm3.

Cepebpo azoTHokucaoe no FOCT 1277,

1uHK MeTajanuecKHH, He cofepKallHA MbIIbSAKA.

Hananwe opunnanbioe HepenevaTka BsoOCnpeuieHa
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Kamnit womucrsii no ['OCT 4232, pacTBop  KOHIEHTpalMH
150 v/mm3.

OnoBo IBYXJODHCTOE, TOTOBAT pacTBopenreM 40 T ABYXJOPHCTOTO
osoBa B cMecH 25 cM® Boabt 1 75 cM? cOIAHON KHCJIOTHL.

Kucnora coaswas mno ['OCT 3118 u pacTtBop KOHUEHTpPauuH
2 moap/aM® (160 c¢m® coasinofi kucaorer B 1 AM® BoZHOro pacTsopa).

Hatpus runpookucs nmo ['OCT 4328, 2 moan/am® pacrteop (80 r
FHAPOOKHCH HaTpus B 1 Am® BOAHOro pacrsopa).

Muumsgka oxreup (I11).

Cepebpa AM3THAIUTHOKapGAMAT.

Quabtph cTexkasHable no [OCT 23932,

CrekaaHHbIA (1pHGOP AMA ONpeReNeHHs MbllIbAKA

Bymara u BaTa, NpPONUTaHHEIE PACTBOPOM YKCYCHOKHCJIONO CBUHIA.

CranzapTHHE pacTBop Mbibsika: 1,3203 r okcuaa Muimbaxa (I11)
pactsopsaoT B 20 cM® pacTBOpa THADPOOKHCH HAaTpHs, PACTBOP HEMHO-
ro pa3baBjfIOT BONOH, HEUTPANUIYIOT CONSIHON KHUCIOTOM KOHLEHTPA-
unu 2 Mosap/am® go pH 6—7 no umaukatopmoii 6ymare u 2 cM® B
H30HTOK, NePeHOCAT B MepHYI0 KoJOy BMmecTuMocThio 1000 cM?, nosm-
BalOT BOAOH 1O MeTKH M nepeMemypaioT. CTaHZapTHHH pacTBop ¢
MaccoBOH KOHUeHTpauueil Mpinibsika 1 Mr/cm® (pactsop A).

I'panyupoBoYHLIfl CTaHAAPTHBIN PAacTBOP MBIIBAKA: OTOHPAIOT MM-
nerkoit 0,1 cmM® pactBopa A B MepHyio KoaGy BMectuMocTbio 100 cm3,
JOJIMBAIOT BOAOH KO METKH H HepeMelinBaloT. I'paiyHpOBOYHHI CTaH-
HJapTHHE pacTBOpP ¢ MaccoBoll KOHUIeHTpanuedl Muubska 0,001 mr/em?®
(pacteop B).
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C. 3 TOCT 17818.14—90

3. NIOATOTOBKA K AHAJIH3Y

3.1. Nlonyuenne ausTuaAMTHOKapOamara cepebpa

1.8 r azoTHOKHcHOrO cepebpa pactsopsioT B 20 cM® BOZAH, OTIE/be
HO pacTBopsiior 2,6 r An3THAAHTHOKapO6amaTa Hartpua B 20 cM® Boan
H MeIJIEHHO, MO KaIIsSM, DU 3HePrHYHOM IepeMELIHBAHHH NPHJHBA-
IOT pacTBOpP a30THOKHCJOIO cepeGpa K pacTBOPY HHATHJAZHTHOKapGa«
mata Hatpusa. OGpasoBaBuLIHlics OCaJOK AHSTHIAMTHOKapbaMaTa ce-
pebpa OTOHUABLTPOBHIBAIOT B CTEKJSAHHOM (PHJBTPE C NMOPHCTHM JHOM,
npoMuBaloT ero 10 cM® BoAbl H BHICYLIMBAIOT NpDH TeMmIeparype
(105+5) °C no nocrosigHo# Maccel. Brixox 2,4 r.

3.2. MoaroroBka GyMarn W BaThbl, NPONHTAHHBLIX YKCYCHOKHCJLIM
CBHHILOM

B pacrBop yKCycHOKHcsoro csHHHA Ha 30 MUH NOrpy:KalT (uib-
TPHl «KpacHas JeHTa», BHIHUMAIOT, CyllaT npu temneparype (105=%
+5) °C u paspesaioT Ha noJockH pa3MepoMm 25X40 mM. Bary oGpa-
6aTHBAIOT MOJOOHBIM Ke o0pa3oM. XpaHAT B 6aHKe ¢ KpPHIUKOH.

3.3. TIpuroToBJieHHE NOTJAOTHTEALHOIO PacTBOpa

0,025 r austHnautHOKapbamaTa cepebpa u 0,025 r l-agenpuua
pacteopsitor B 100 cm® aumernadopmamuaa Npu WHTEHCHBHOM nepe-
MeIIHBaHHH B TeueHHe 1 y, JLJst YCKOpDEHHS paCTBOPEHHsI pAcCTBOp Ha-
rpesaioT go 50—60°C. 3ateM (HIBTPYIOT B CYXYIO CKJSHKY H3 TeM-
HOTO cTekJa. PacTBop rofeH 2 Hejleau.

3.4. Tlocrpoenue rpaayupoBoyHoro rpaduxa

B peakuuoHHyI0 Koa0y BMectuMocThio 100—150 cM® noouepeaHo
oTMepHBaioT GjopeTKoil 2; 4; 6; 8; 10; 12 u 15 cM® crangapTHOro pac-
teopa B, uto coorsetrcreyer 0,002; 0,004; 0,006; 0,008; 0,010; 0,012
u 0,015 Mr Muumbsika. K CcTaHAapTHHIM pacTBOpPaM [OPHJIHBAIOT MO
10 cm® consinoit KueaoTw, no 40 cM3 BOAH, no 2 cM® pacTBOpa HOAHC-
TOrO Kajusi ¥ no 2 cM® pacTBOpa ABYXXJAOPHUCTOrO oJioBa. Pactsop
nepeMeItBaloT ¥ OCTABAAIOT HAa 15 MuH.

B norsotuHTenpHHIN cocyn HanuBalOT 5 cM® pacrBopa AMSTHAAM-
THOKapGamara cepefpa B miMeTuadopMamuie, ONycKaloT ra3ooTBOJ-
Hylo TpyOKy. B peakuuonnyio xonfy nomMemaloT 5 r mHHKa u GHICTpPO
3aKpHBAIOT KOJOHKOIN. OTroHKy npojionxaloT B TeUeHHE yaca, nocje
Yero 3aMepsloT ONTHUECKYI0 MJIOTHOCTb MONIOTHTEJBHOTO PacTBOPA Ha
$OTO3/eKTPOKAIOPHMETPE, NpHMeliss cBeTopuaAbTp ¢ obaacTbio cBe-
Tomponyckauns 520—550 HM, B KioBeTe C TONIIMHON KaJopUMeTpH-
pyemoro caost 10 Mm.

PacTBOpOM CpaBHEHHS CJYXKHT NMOMJIOTHTENbHBIH pacrsop. I'pasys-
posounnil rpaduk crposar no I'OCT 17818.0.

4. NPOBEJEHHE AHAJIH3A

OT OCHOBHOTO PacTBOPa, NMOJYUEHHOrO NPH ONpeAeNeHHH MERH 1O
TOCT 17818.10, or6upaiorT aauKBOTHYI0 uacTh 50 ¢M® B peaKmHOH-

58



FOCT 17818.14—90 C. 4

Hy10 KoaGy AJisi OTrOHKH, Ho6GaBasor 10 cM® coMAHOM KHMCJIOTH M Ja-
Jiee aHaJIH3 MPOJAOJIKAIOT, KaK YKa3aHo B I. 3.4.

Ilo n3mepeHHoOM onTHYECKOH NJIOTHOCTH MO IPaJyMPOBOYHOMY rpa-
GuKYy onpejessloT MacCy MBIIbSAKA B MHJJIMIPAMMAX.

5. OBPABOTKA PE3VJIbTATOB

5.1. MaccoByo aodi0 Mbllibska (X,) B NPOLEHTaX BHYHCISIOT
no dopmye
XM:_.’EL’E@_,
T Vyem-1000

rIe m; — Macca MbllbsIKa, HaliieHHas DO rpaiynpoOBOYHOMY rpadu-
Ky, MT;
V — o6beM oCHOBHOro pactBopa, cm3;
V1 — o6beM aJHKBOTHOH 4acTd pacTBopa, cM?;
m — Macca HaBeckH rpadura, I.
5.2, Jlomyckaemoe pacxOxlIeHHe MexJy pe3yJbTaTaMH Napadf-
JeNbHHX omnpejleNeHufi ne HoJxkHo mnpessiwiath 0,00002% npu mac-
coBoii jJoge Mmulbsaka go 0,00029%.
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