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Methods for the determination of tin 19863.10—91

OKCTY 1709

Jara Beepenns 01,07.92

Hacroamyui c1aHiapT YCTaHaBJAMBAaeT THTpUMerpuueckud (npu
Maccoson gode oT 0,5 g0 6,0%) H atoMHO-aGcopOUMHOHHBIM (MPH Mac-
coso# aoge or 0,5 10 6,0%) METOAHl ONpeneeHH st 0JIOBA.

1. OBUIME TPEBOBAHHNA

1 1. O6mue TpeGoBanus K MmerogaM aHaausza —no [OCT 25086
C AONOJHEHHUEM.

1 11, 3a pesyaprar aHanu3a NPHHHMAIOT cpejlee apHdMeruye-
CKOe pe3yJbTaToB ABYX MapaJliieJbHLIX OnpeleaeHui

2. TATPUMETPUYECKHHA METOJ ONPELEJEHUSA OJ10BA

2.1. CymHEOCThr MEeTOAA

Merton ocHOBaH Ha pacTBOPeHHMH HPOOHI B COJSAHOH KHCJOTE, BOC-
CTAHOBJIEHHH 0JIOBA A0 JBYXBaJEHTHOTO (ocHOPHOBATUCTOKUCJ/IBIM HAT-
pHeM B NPHCYTCTBHHM KaTaJu3aTopa — XJIOPHAA OJHOBAJEHTHOH DPTYTH
U TUTPOBAaHHH 0JIOBAa PacrBOPOM HOJa B IPHUCYTCTBHH KpaxmaJa B Ka-
yeCTBe HHJUKATOpa.

22 Annaparypa, PeakKTHBH H PAacTBOpPH

Kucaora coasinas mo 'OCT 3118 maornocteio 1,19 r/ew® u pac-
tBop 1: 1.

Hatpuit docopuosarucrokucasi 1-sogpswit mo 'OCT 200, pac-
tBop 400 r/omd.

XJIOpHA OJHOBaJEHTHOH PTYTH (KaJoMelb).

Kanuit #iogucrniii no FOCT 4232

Ho,1 o 'OCT 4159.

U3panue opuuuaabHOe

Hacrosiwuit cranpapt He mMoxXeT OGbIThb NMOJAHOCTHIO WAM YACTHYHO BOCIPOU3Be]eH,
THPaKMPOBAH M pacnpocTpaveH Ges paspewenus Foccranpapra CCCP
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C. 2 TOCT 19863.10—91

Pacteop #iona 0,025 mosab/am3: 40 r HOAMCTOro KasiHsl MOMEIAIOT
B cTakaH BMecTuMocTbio 400 cM® u pactBopsitoT B 200 cm® Boamnl. 3a-
tem jpo6aBasiior 6,4 r Homa, TILATENbHO NMEpPEMELIMBAIOT OO MOJHOro
pacTBOpeHHs, NepeJqHBaOT B MepHYI0 Koa6y BMecTHMoctbio 2000 cm3,
JOJIMBAIOT BOJOH A0 METKH U IepeMelllHBaloT.

PacTBOp BBIAEPXKHBAIOT B TeueHHe 2—3 AHeH, IOCJe yero ycraHas-
JIMBAIOT MACCOBYIO KOHUEHTDAILHIO.

Tutan no TOCT 17746 mapxu TI'-100.

OuioBo o 'OCT 860 mapxu Ol.

CranpapTHblil pacTBOp 0JI0Ba: 1 T 0JI0Ba NOMeINAIOT B KOHHYECKYIO
KONGY BMectumocTbio 250 cm3, mpunusaior 50 cM® COMAHOM KHCAOTHI,
HaKDHIEAIOT BOPOHKOH HJIM YaCOBBLIM CTEKJOM H PAacCTBODSIOr IPH Ha-
rpeBaHiy, He AOBOAS PacTBOP A0 KHIEHH.

Kosnby ¢ pacTBOpOM OXJaKJAalOT B {IPOTOYHOH BOAE 10 KOMHATHOH
TeMIepaTyphl, EPeJUBAIOT B MepHYIO Koaby BMectHMocTbio 1000 cmd,
JOJIHBAIOT BOJOI O METKH U NepeMeLiHBaioT.

1 cm® pacreopa comepxur 0,001 r oJsoba.

Kpaxman pacrsopumsii mo T'OCT 10163, pacrsop 2 r/jam3. Pac-
TBOD TOTOBSIT Iepej ynorpeb/eHHeM.

Jnast ycraHOBJIEHHSI MacCOBOH KOHHIEHTpamHH pacrsopa ioja Io
ososy (T) B TpU KoHHYeCKHe KONOH BMecTHMOCTbIO 1o 500 cm® nmome-
mator 0,5 r TuraHa, npuausaoT no 80 cm® pacrtBopa COJSHOH KHCJO-
TBl, HAKPHIBAIOT BOPOHKOHN H/JH YacOBBIM CTEKJOM H DAaCTBOPSIIOT IIPH
HarpeBaHHu, NOAAEPKUBAS NOCTOSHHBI 00bEM TeM XKe PacTBOpOM CO-
JSIHOH KHCaI0TH. B oxsaxpenHblit go 50—60°C pacTBop NpHJIHBAIOT
10 cM3 cranmapTtHOro pactBopa osoBa, 40 cM® pacTBopa COMsIHOM KHC-
Jqothl, 8 c¢cM? pacTBopa (ochOPHOBATHCTOKHCIOTO HATpHSA, A06aBJAAIOT
0,02 r KaJoMmeaH, JOJHBaOT BoAoH A0 200 cM® M mepeMeliuBAIOT.

Kounby 3akpmBaloT 1po6Koi ¢ 06paTHBIM BO3AYLIHLIM XOJIOAHJIbHU-
KoM jJiHHOK 80 cM, pacTBop MeAJIeHHO HarpeBalOT A0 KHIEHHA H KH-
nATAT B TedeHHe 15 MHH.

Konby ¢ pacTBopoM 0XxJiaKAaIOT B NMPOTOUYHOH BOJAE A0 KOMHAaTHOH
Temnepatypsl, npuiusanTt 100 cm® Boawl, 5 cM® pacTBOpa hpaxMmaJna B
TUTPYIOT PacTBOPOM iOAa A0 PE3KOr0 M3MEHEeHHSl CHPEHEeBOH OKpacCKR
pacTBopa B TeMHO-CHHIOIO.

MaccoBylo KoHueHTpauui pactBopa fioga no osoy (T) B r/cm®
BHUHCAAIOT N0 Gopmyne

Cc-V
T= 1
- M
rne C — MaccoBass KOHIEHTpallHsi CTaHAapTHOrO pacrsopa 0JI0Ba,

r/cm3;
V —o6beM cTaHAapTHOrO pacTBOpPa 0J0Ba, HCHOJB3YeMBId AJs
THTPOBaHUsl, cM3;
Vi — o6nem pacrBopa ifoga, M3pacXojOBaHHBIH Ha THTPOBAHHE,
3
cms.
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23. llposengenue anaausa

HaBecky cnsaBa Maccoit 0,5 r nmoMelialoT B KOHHYECKYIO KOJOy
BMectHMocTbio 500 cm3, npuausaior 80 cM® pacrBopa CONSHOH KHCIO-
THl, HAKPBIBAIOT BOPOHKOH WJH YaCOBLIM CTEKJIOM M DPacTBOPSIOT HpPH
HarpeBaHuH, NOAJEPXKHBAsA NOCTOSTHHBIH O00beM TeM ke pacTBOPOM CO-
JSAHOA KHCJIOTBL

B oxanaxnenunit 10 50—60°C pacreop npuausaior 10 cm® pacrso-
pa conano#t nicnotTH, 8 cm® pactBopa (HocHOPHOBATHCTOKUCIOIO HAT-
pus, noGasasior 0,02 r Kajgomenn, foJuBaoT Bogol no 200 cm® u ne-
peMellHBaloT

Kon6y 3akpeiBalor npobkoit ¢ o6paTHEIM BO3AYIIHBIM XOJIOJHIbHH-
KoM AauHou 80 cMm, pacTBOpP MeAJIEHHO HarpepaioT A0 KHIEHUst U KH-
OSTST B Teyenue 15 muH.

Konfy ¢ pacTBOpoM oXxJiaxKIalT B NPOTOYHOH BOJEe 10 KOMHATHOMH
TemMneparypsl, npuiusaior 100 cm® Boasl, 5 cM® pacTBopa Kpaxmasa H
THTPYIOT PAcTBOPOM HOJA A0 PE3KOr0 H3MEHCHUS CHPEHEeBOH OKPacKu
pactBopa B TEMHO-CHHIOIO

24, ObpaboTka pe3yJabTaToB

241 Maccosyo poJio osioBa (X) B IpOUEHTAX BBIYHCJAIT 1o (op-
MyJie

x= =T 00, ®)
m
rae Vo — 06’?EM pacTBOpa HoIa, ¥3pacXoAOBAaHHHH Ha TUTPOBaHHUE,
cm?;
T — ycraHoBJeHHAass MaccoBas KOHUEHTpalus pacrBopa Hoja no
onomy, r/cm?;
m — macca npo6bi B aJMKBOTHOH YacTH pacTBopa, T

242 Pacxox/[eHHs De3yJbTaTOB He [OJIXKHbI IpeBHINATh 3Haue-

Hu#l, yKka3aHHbBIX B TabJa. 1.

Tabaunal
AGcoJIoTHOE AONYChaeMoe pAacXoXKieHHe, %
Maccosan noas onosa, % PE3VNLTATOR Mapafe/bHbIX pe3yabTaTon
onpejeseHni aHanH3a
Or 0,50 go 1,50 Bx.iog 0,05 0,06
Cs 1,60 » 300 » 0,08 0,03
» 3,00 » 6,060 » 0,15 0,20

3. ATOMHO-ABCOPBUUOHHBIA METOJ ONIPEAEJEHHA OJICBA

31 CymHOCTp MeTOL2

Meton ocHOBaH Ha pacTBopeHuu npoOH B consiHO# u GopodropH-
CTOBOJIOPOJAHOH KHCJOTaXx ¥ H3MepeHHH aToMHO# abcopbuuu o0J0Ba
IpH AJIHHE BOJHH 286,3 HM B I/IaMeHH alleTHJIeH — 3aKHCh a30Ta.

8t
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32. Annapartypa, peakKTHBH H PACTBOPH

CnekTpodoroMeTp aTOMHO-a0COPOLMOHHBIA ¢ HCTOYHHKOM H3Jyue-
HUS AJI9 0JIOBa.

Auernnen mo T'OCT 5457.

Kucaora consias no F'OCT 3118 miorHoctbio 1,19 r/em® m pacrso-
por2:1, 1:1.

Kucaora asorias no IOCT 4461 nuorHocteio 1,35—1,40 r/cmd.

Kucaora 6opuas no 'OCT 9656.

Kucnora ¢ropucrosogopoanas mo FOCT 10484.

Kucsiota GopodropucroBogoponsas: k 280 cm® ¢ropucrosonopon-
noit xucnoret npu remnepatype (10%=2)°C mobasasior ncpnusmu 130T
O60opHO# KHCJAJTH H IepeMellnBalor. PeakTuB roToBAT H XPaHAT B IIO-
JU3TUACHOBOH Docyne.

Turaun ry6uartsiit no FOCT 17746 mapxu TI'-100.

PacrBopnl THTaHa

Pacreop A, 20 r/am3: 4 r THTaHa NOMELIAIOT B KOHWUECKYIO KOJOYy
BMecTuMocTbio 250 cm?, pobasasiior 160 cm® pacrtBopa consiHofi KHe-
Jotel 2:1, 8 cm® 60podTOPHCTOBOAOPOAHON KHCJAOTHL H PAaCIBOPANOT
npyu yMmMepeHHoM HarpeBaHHH. IlocJsie pacTBOopeHHst HaBecKd J00aBJASIOT
2 cM® a30THOM KHCJIOTHl W KUOSITAT pacTBOp B TedeHHe | mun. PactBop
OXJIaXKAaloT /10 KOMHATHOH TeMHnepaTyphl, NEPEHOCAT B MEpPHYIO KOJ-
6y BmectuMocthio 200 ¢m3, nonusaioT BOAOH A0 MeTKH H NepeMellH-
BaIOT.

Pacteop B, 10 r/am®: | r THTaHA NOMEIIAOT B KOHHUECKYIO KONOy
BMectuMocTbio 250 cm3, pobaasiior 80 cm® pacrBopa COJSHOH KHCJO-
TH 2: 1, 4 cM3 GopodTOpPUCTOBOAOPOAHON KHCJIOTHI U DPACTBOPSIOT NPH
yMepeHHOM HarpeBaHuu. [locsie pacrBopeHusi HaBecKH HAcOaBJAIOT
JBaJllaTh Kanejb a30THOH KHCJOTHl H KHIATAT PacTBOpP B TeueHHe
1 mun. PacrBop oxnaKpaoT A0 KOMHATHOHA TeMIepaTyphl, epPeHOCAT
B MepHylo Kon6y Bmectumoctbio 100 cm®, nosnuBaloT BOLOH 40 METKH
U IepeMellHBaloT.

OugoBo o I'OCT 860 mapku Ol.

CranpapTHBf pacTBOp oJ0Ba — IO M. 2.2.

1 c¢m® pacrBopa comepxkur 0,001 r osoBa.

33. IIpoBenenne anaausa

3.3.1. HaBecky mpo6bl Macco#i B cOOTBETCTBHH ¢ Taba. 2 mome-
IIAI0T B KOHHYeCKYIo K06y BMectumocTbio 100 cm3, npuauaior 20 cm3
pacrBopa coJsiHoit KHCaoTH 2 : 1, 1 cM® GopodTOopHCTOBOLOPOAHOM KHC-
JIOTHL U PAcTBOPHIOT DU YMEPEHHOM HarpeBaHHH.

Ta6auma 2

Maccosasa poas onosa, % Macca naseckdu npoGei, T

3

Or 05
Ce. 2,0 »

w
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Tocae pacrBopenust Npo6el 100aBAAOT 3—5 Kanenb a30THOH KHC-
JIOTHI M KHOATAT pacTBop B Teuenue | muH. PactBop oxsaxaaior 1o
KOMHATHO# TeMIeparyphl, EPEHOCSAT B MEPHYI0 KOJOYy BMECTHMOCThIO
100 cm®, poGasasiior 2 cM® pacTBopa COJIsIHOH KucaoTsl 1: 1, nonnsa-
10T BOJOH 10 METKH U [epeMeLInBaloT.

3.3.2. PacTBOp KOHTPOJBHOIO ONBITA FOTOBAT MO m. 3.3.1.

3.3.3. [Tocrpoenue epadyuposounoeo epagura

3.3.3.1. TIpu maccosoit goae ososa oT 0,5 10 2,0%

B nare Mepubix xoa6 BMectuMocTelo no 100 cm® mpuauBaioT no
25 cM® pactBopa THTaHa A, B ueThlpe M3 HUX oTMepsioT 2,5; 5,0; 7,5;
10,0 cm® crampaptHOro pacrtBopa ojoa, uro coorsercrsyeT 0,0025;
0,005; 0,0075; 0,01 r osioBa.

3.3.3.2. TIpu maccoBoil nose ososa ceuie 2,0 10 6,0%

B miectb MepHHIX K06 BMeCTHMOCTbIo o 100 cm® mpuanBaor 1o
25 cm3 pactBopa TuraHa b, B math u3 Hux ormepsior 5,0; 7,5; 10,0;
12,5; 15,0 cM3 cTanzapTHOTO PacTBopa oJoBa, yto coorBercrByer 0,005;
0,0075; 0,01; 0,0125; 0,015 r osoBa.

3.3.4. K pactBopam B Koja6ax, npurotoBieHHbM no nm. 3.3.3.1,
3.3.3.2. mobasasiior no 2 cM® pacTBopa COJSIHOH KucaoThl 1: 1, moau-
BalOT BOI0M [0 METKH M NepeMelIHBaIoT.

3.3.5. PacrBop mpo6bi, pacTBOP KOHTPOJBHOTO ONBITA M PacTBOPH
JJist IOCTPOEHHs rPajyuPOBOYHOTO rpaduKa pacHbuIsOT B MJaMs aie-
THJIEH — 3aKHCh a30Ta (BOCCTAHOBUTEJIbHOE) M H3MEPSIOT aTOMHYIO a6-
cop6uHo 0I0Ba NpH AJHHE BOJHBI 286,3 HM.

ITo nosyuenHBIM 3HAUCHHAM ATOMHEIX aGCcopOuHH H CCOTBETCTEyIO-
I¥M ¥M MacCOBHIM KOHIEHTPalusM 0J10Ba CTPOAT TPanyHpOBOYNIBIK
rpadHK B KOOpAMHATaX «3HaueHHe ATOMHOTO HOrJoWeHHs — Macco-
Basi KOHUEHTpalus 0J0Ba, I/cM3»,

MaccoBy0 KOHIEHTPaUHUIO ONOBAa B PacTECPe NpoOkl H B pacIBope
KOHTPOJILHOTO ONBITA ONPeNeNsIOT HO IpagyHpPOBOYHOMY TIpadHKy.

34. O6paboTKa pe3yabTaToOB

3.4.1. MaccoByio nomwo osoBa (X;) B HpOLEHTaX BLIYHCAAIOT MO
dopmyne

Xim EE2Y i, o

rae C; — MaccoBasi KOHIEHTpallusl 0JI0Ba B pacTBope NMpoGkl, HafiieH-
Has [0 TPajyupOBOYHOMY TpaduKy, r/cMmd;
C; — MaccoBasi KOHIEHTPallUsi OJIOBA B PacTBOPe KOHTPOJILHOIG
omuiTa, HalJeHHas 0 TPafyHpPOBOUYHOMY rpaduky, r/cms3;
V — o6wem pactBopa npobul, cMd;
m — Macca HaBeCKH Npoobl, T.

3.4.2. Pacxox/JeHHsI pe3y/bTaTOB He JOJIKHbI NPEBHIIATh 3Hade-
HuH, YKa3aHHEX B Tabua. 3.
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Tabnuma 3

Maccosaa goas oaoera, %

AGconoTHoe monyckaeMoe pacxoxiaeHHe, %

pPe3yabTaTOB IapaifebHbLIX pe3yabTaToB

olpenencunf aHanMsa
Ot 0,50 zo 1,00 BKJIOU. 0,03 0,10
Cs. 1,00 » 3,0 » 0,10 0,15
> 3,00 » 6,060 » 0,15 0.20
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