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HecoSmoaenne crangapTa Npecneayerca No 3aKony

Hacroamuit crangapr ycravaBinpaer (QOTOMETPHUYECKHE H aTOM-
H0-a6copOUHOHHBIN METOAH ONpelesieHUN TUTAHA (APU MAaccOBOH fone

tatana or 0,05 a0 0,3%) B GesonoesiHubXx Gpouszax no T'OCT
18175—78.

(Hameneunasn pepaxkuns, Ham. N 1).

1. OBLLUME TPEBOBAHMSA

1.1. O6wune TpeGoBanusd K- Merogam aHaauza — no ['OCT
25086—87 ¢ ponoanenunem no pasa. 1 TOCT 15027.1—77.
(HU3meHeHHnas pepakuus, Ham. Ne 1),

2a. DOTOMETPHMYECKMH NEPOKCHAHBIA METO, ONPEAENEHMSA TMTAHA

2a.1. CymHocTsr MeTOLA

Meron ocHoBaH Ha 006pa3oBaHHH THTAHOM B CEPHOKHCJAOR cpeae
¢ MEPEKHCHI0 BOAOPOLA XKENTO-OPAHKEBOTO KOMILIEKCa H H3MEeHEeHHH
€ro ONTHYECKOH MIOTHOCTH.

Pasn. 2a. (Beenen ponoannreasio, Ham. Ne 1).

2. ATINAPATYPA, PEAKIMBLI M PACTBOPKL

POTO3AEKTPOKONOPUMETD HIH CHeKTPODOTOMETD.

Kucnora asortnas no TOCT 4461—77, pasGasnenunas 1il.

Kucnora cepuas no [OCT 4204—77, pasGasaennas 1:1 u 1:4.
Kuciaora ¢propucrosogopoanas no FOCT 10484—78.

Kucnora oprodocdopuas no F'OCT 6552—80, pasGapaennas 1:1.
[Mepekncy Bogopoaa no 'OCT 10929—76.

Haganne opuiransioe MNepeneuarka socnpeLiesE
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roOCT 15027.14—77 C. 2

Tutan mevannuveckuit ¢ comepxaHHeM He MeHee 99,59 rHrana.

Kanuii-turan (IV) ¢ropucrwit.

PactBop THTaHa cTaHpapTHHH; ToTOBAT creayoWHM 06pasom:
0201 r Meran/nHuecKOro THTaHa pAaCTBOPAKT NPH HarpeBAHHH B
100 cM® cepnoit KHCNOTHI, pa36aBreHHofi 1:4. 3aTeM npH KHNSuYeHHH
OKHCASIIOT THTaH, NPHOaBAAA MO KalIAM a30THYIO KHCJOTY, pa36as-
aeddyio 1:1, no o6ecuseunsanus pactBopa. PactBop kunarar
2—3 MHH, OXJaX]alOT, NepPeBCAAT B MEPHYIO KOJGY BMECTHMOCTBIO
500 cm?, JOMHBAIOT 10 METKH BOAON H NepeMellHBAIOT.

1 cM? pacrBopa cogepxur 0,4 Mr THTaRa.

W3 kaausa-THTana QTOPHCTOrO CTaHAAPTHHI pPacTBOpP THTaHA roTO-
BAT caelyiolWAM o6pasoM: 1,0024 r kanus-turana (IV) ¢ropucroro
BHIapHBAIOT B MIAaTHHOBOH yamke ¢ 10 cM? cepHoit KHCIOTH, pa3bas-
NeHHol 1:1, 10 BaaxHoro ocratka. CoJepKHUMOe YalUIKH PacTBOPAIOT
e 50 cM® cepHOfl KHCJIOTH, pas6aBaenHof 1:4, NepeitBaloT B Mep-
Kyl0 KOJAOYy BMecTHMOcTblo 500 c¢M3, poGasasior 50 cm3 cepHoft KHC-
JOTH, pa36aBieHHol 1:4, u pa3GaBasAOT BOLOA A0 METKH.

1 cM3 pactBopa coaepxur 0,4 Mr THTaHa.

3. NPOBENEHUE AHANM3A

3.1. Hasecky cnnaBa Maccolt 0,5 r noMemaoT B CTakaH, NpHAHBA-
10T 10 cM® a30THOM KHCJOTH, pasbasjenHoft 1:1, W pacTBOpSIOT MpH
HarpeBaHWH. 3ateM npuGasisior 10 cM3 cepHolt KHCAOTH, pa3baBieH-
Ho 1:1, M BHNapuBalOT 10 BHeJeHHS 6eNOro AHMa CepHOil KHCJIO-
Tl Tlocae oxsaxaeHuss ocTaTOK pacTBOPAIOT B BOAe, NEPEHOCAT pacT-
BOp B MepHYI KOGy BMectHMOCThbIO 50 cM3, npu6asasior 5 ¢cM3 opro-
pocdopHoil KucaOTH, 1 ¢M3 nepekucH BOAOPOAA, AOJHBAIOT A0 METKH
BOJOH, NepeMemHBAIOT H H3MEPSIOT ONTHYECKYI0 MJIOTHOCTH PacTBO-
POB Ha (OTO3JIEKTPOKOJIOPHMETPE C CHHUM CBETOMHJBTPOM NPH AJMH-
tic BoNHH 410—450 HM HJIH Ha cnekTpodoTOMEeTpe NPH AJNHHE BOJHH
410 nm B KioBeTe aanHOM 1 cM.

PacTBopoM cpaBHEHHs CJYXHT PacTBOP aHaJH3UPYEMOro cCh/iaBa,
NpoBeleHHHIH Yepe3 Bce CTaAHH aHaaH3a, HO Ge3 qo6aBjieHHs mnepe-
FHCH BOJAOPOAA.

32. [TlocTtpoeHHne rpajlyHpoBOYHOro rpagHKa

B MepHble kon6H BMecTHMOCTbIO 1o 50 cM?® nocienoBartenbHO 3a-
auBatot 0; 1,0; 2,0; 3,0; 4,0; 50 n 6,0 cM® craHgapTHoro pacrBopa
THTaHa, go6Gasasiior no 25 cM® cepHoii KHCJIOTH, pa3GasieHuoft 1:4,
no 5 cM?® oprodochopHOH# KHCIOTH, no 1 cM3 nepeKkHcH BOAOpOAA, KO-
JIHBAIOT A0 METKH BOJOM H mepeMemHBaIoT. [lasee anainu3 BeayT, Kak
vKasaHo B 1. 3.1.

PacTBopoM cpaBHeHHsl CJAYXKHT pacTBOp, He COAEpXKaulufl THTaHa.

[To nonyueHHHM 3HaYeHHAM. ONTHYECKHX MJIOTHOCTEM CTPOAT rpa-
AYHPOBOYHHH rpagHk.
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C. 3 roCr 15027.14—77

4. OBPABOTKA PE3Y/IhTATOB

4.1. MaccoByro noswo THTana (X) B npoueHTax BBLIYHCARIOT MO
dopmyne

my 4

rie m — Macca THTaHa, HaHJeHHAasA NO TPaAyHPOBOYHOMY rpadHky,
r;
m, — Macca HaBecCKH, I.
4.2. AGconOTHbIE DACXOXKJEHHS Dpe3yJbTaTOB NapasjeNbHBIX Of-

penenenufi (d — mokasaresb CXOXHMOCTH) He JOJIXKHB MpEBHIIATDb A0-
NyCKaeMbiX 3HaueHui, NPHBEACHHHX B Tabsuie.

Macconas xoas THrada, % d. % : D, %
Or 0,05 no 0,15 0,01 0,02
Cs. 0,15 » 0,30 0,02 0,05

(Hamenennan pepakuus, Ham. M 2).

4.3. A6coalOTHDIE DAacXOXKAEHHs pe3yJbTaTOB aHa/H3a, NOoJyYeH-
HBIX B JBYX Pa3fHuyHbX JaGopaTopHsX, HIH ABYX pPe3yAbTaTOB aHAJH-
@a, MOJIyYeHHHX B OXHOH J1abOpaTOPHH, HO NDPH Pa3JHYHBIX YCJIOBHAX
(D — noxasarens BOCIPOH3BOAMMOCTH), He NOJAXKHE NPEBHINATH 3HA-
ueHHH, NpuBeJeHHbIX B Tab/HLe.

4.4. Kontpoas TOUHOCTU pe3yabTATO8 QRAAU3G

KoHTpo/Ib TOYHOCTH pe3y/bTaTOB aHaausa npoBoasaTt no locyaap-
CTBEHHHIM CTaHZapTHHIM o6pa3uaMm 6e30J0BAHHBIX GPOH3, aTTECTOBAH-
HBIM B YCTAHOBJIEHHOM TIOpfi[Ke, COMNOCTAaBJEHHEM pe3yJbTAaTOB aHa-
JAH33, NOJYUYEHHBIX (POTOMETPHUECKHM H aTOMHO-aOCOpPOLHOHHBIM Me-
TOAaMH HJH MeTojoM no6aBox B cootBerctBHH ¢ TOCT 25086—87.

4.3, 4.4. (Bpenenn gonoanutensro, Ham. Ne 2).

5. ®OTOMETPHUECKMH METOJ ONPEAENEHUS TUTAHA C NPMMEHEHMEM
AUAHTUNAPHAMETAHA

51. CymHocTh MeTOXA

Mertox ocHoBaH Ha o6pa3oBaHHH KOMIJIEKCA THTAHA € JHAHTH-
nupuaMeranoM B cpege 0,5M co/isiHOH KHCAOTH H H3MEPEHHH €ro
ONTHYECKON MJIOTHOCTH, Melnaiooniee BJAMAHHE 2KeJje3a YCTPaHSIOT
BBEeleHHeM acKOpOHHOBOW KHCJAOTH.
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52. AnnapaTtypa, peaKTHBHB H pPacTBODH

DOTO31EKTPOKOJOPHMETP HIH CEKTpodoTOMETp.

Kucnora asornas no T'OCT 446177, pasGasaernas 1:1.

Kucnora consnan no F'OCT 3118—77, pazGasnennas 1:1.

Kucnora cepuas mo N'OCT 4204—77, pasGassennas 1:1 u 1:5.

Kucnora ackopGHHOBasi IO HOPMAaTHBHO-TEXHHUECKON NOKYMeHTa-
unH, pactsop 100 r/am3,

AMMHak Bogunit no 'OCT 3760—79.

Huantunupunmerad (Cz3H2aN4O2), pactBop 10 r/am® B pacrBope
0.5 Monb/aM? cONAHOM KHCJIOTH; roTOBAT cjaelylomiuM oGpasom: 10 r
npenapata pacrsopsitor B 200 cmM3 Boabl, nob6asasior 80 cM3 consiHOM
KHCJIOTH, pa36aBJyieHHofl 1:1, pacTBOp 0XJ1aXKXAI0T H NEPEHOCAT B Mep-
Hyl kouaby sMectuMmocrtbio 1000 cM3, poauBaioT A0 METKH BOJAOH H
repeMelHBaIoT.

Menb Metamiunueckas mapku MO no TOCT 859—78.

PactBop Meau; rotoBaT ciaenyioliuM obpaszom: 0,5 r Meau pacTBo-
patoT B 5 cM® asoTHoft KHCJOTH, pa36asienHoft 1:1, ynaasior okHcab
430Ta KHNOSYEHHEM, PacTBOP OXJa)K[Aal0T, MEPeHOCAT B MEepHyI0 Koaby
BMecTHMOCTbiO 100 cM3, JONTHBAIOT BOAOM A0 METKH H NMEpPeMEeliHBaIoT.

TuraH MerajJHuYecKHHi ¢ MaccoBOi JoJied THTaHa He MeHee
99,5%. '

CraHaapTHEe pacTBOpH THTaHA
. Pactsop A; rortosar cnenyomum o6pasom: 0,1005 r turana pacr-
BopstoT B 20 cM3 cepHo#t KHCJOTH, pa3basieHHoit 1:1, pacrsop ox-
J3X1Aa10T, NEPEHOCAT B MePHYIo KoJiby BMecTuMocThio 1000 cm3, no-
JIHBAIOT 10 METKH CepHOH KHCJMOTOH, pasbapiaenHofi 1:5, m nepeme-
ILIHBAIOT. :

1 cM3 pacrsopa A coxepxkur 0,0001 r THTana.

Pacrsop bB; roroBar caenyiomnM o6paszoMm: 10 cM® pactBopa A
repesocAT B MepHylo KoJaby BMmecruMocTbio 100 cM3, posuBaioT A0
METKH cepHO# KHCJIOTOM, pa3baBiaenHoll 1:5, u nepemelnHBaior.

1 cm3 pacreopa b coaepxut 0,00001 r ThTaHa,

53. [IpoBeneHue aHanH3a

5.3.1. Hasecky cniaBa Maccoft 0,5 r nomewamoT B CTaKkaH BMecC-
tHMocThi0 250 ¢M3 M pacTBOpPAIOT B 5 cM® a30THOM KHCJOTH NPH Ha-
cpeBanHH. OKHCJAB a30Ta YAaJASIOT KHINAYEHHEM, PacTBOP OXJaxnaa-
10T, MepeHOCAT B MepHylo Koaly BMecTHMocTbio 100 cM3, noampalor
BOJON [0 METKH H nepeMelunnBaioT. B nBe Mephne KOJI6H BMECTH-
.MocTbio no 100 cM3 nepenocsat no 5 cM3 pactBopa. PacTBopH pas6as-
JAA10T Boolt a0 of6bema 20 cM®, HEATPAJH3YIOT aMMHAKOM 10 TOAB-
JIHHSI CHHEell OKPAacKH KOMNJeKca MeiH, aatem RoGamisiior no 10 cm3
consiHoft xHCAOTH M nmo 2,5 cm® pacTBopa acKOpOGHHOBOR KHCAOTH.
B oany u3 kon6 aoGaeasior 25 cM® pacTBOpa AHAHTHNHpPHJIMETaHa H
o6e Xoa6n 10AHBAalOT BOJOH A0 METKH H nepeMemxBawr. Yepes
50 MHH H3MEpAIOT ONTHYECKYI0 MJIOTHOCTL PacTBopa Ha (OTOIIEKTPO-
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C. 5 TOCT 15027.14—77

koJlopHMeTpe ¢ (HOJETOBBIM CBeTOMHILTPOM HJAM Ha cmnekTpodoro-
MeTpe npH A1HHE BoJHB 389 HM B KioBere AJaHHOM | cM.

PacTBopoM cpaBHEeHHs ClyXHT pacTBOP, He COAEpMKallHi AHAHTH-
nHpUIMeTaHa. f

5.3.2. flocrpoenue epadyupogounozo epaguxa

B wects MepHbix KOG BMecTHMOcTbI0 no 100 cM® moMewiaioT no
& cM® pacTBOpa MeIH M B NnATh H3 HHX nomemalnot 1,0; 2,0; 4,0; 6,0 u
8,0 cm® cTtannpaprHoro pactBopa B. PactBopn pa36aBiasioT BOZOH 10
o6bemMa 20 cM® W janee aHaJHM3 NPOBOAST, KaK ykasano B m. 5.3.1.
PacTBopoM cpaBHeHHsI CIYXKHT PacTBOp; He COAepXKallHf THTaHAa H
AHaHTHNHPHIMeTaHa. [lo mosyueHHLIM NaHHBIM CTPOSIT TPafyHPOBOY-
nblit rpaduk.

54. O6pab6oTKa pe3yabTaToB

5.4.1. MaccoByio nomo TtHtana (X;) B npoleHTax BHYHCAAIOT MO
$opMmyse

X, = m- 100
mny
rie m-—mMacca THTaHa, HaWJeHHas MO rpalyHPOBOYHOMY rpadHKy,
r;
m; — Macca HaBeckH, T.

5.4.2. AGcomoTHBE PaCXOXKIEHHA Pe3y/bTATOB NapaJiebHbX Of-
penesennit (d — noxasaTtesNb CXOAMMOCTH) He JOJIKHbl NpPEBHIIATH
JIONYCKAaeMBiX 3HaueHuH, npuBedeHHnX B Tabiauie.

(Hamenennas pepakuus, Ham. M 2).

5.4.3. AGcosIOTHbIE PACXOXKAEHHS Pe3yJbTAaTOB aHAJH3a, NMOJyYeH-
fiblX B JBYX Ja00ODaTOpPHAX, HIH ABYX pe3dy/JbTaTOB aHaaH3a, NOJY4eH-
HBHIX B OAIlOH J1a6OPAaTOPHH, HO NPH PA3IHYHBIX ycjaoBusax (D — noka-
3aTelb BOCIIPOM3BOJAHMOCTH), He NOJKHBI NpeBbIaTh 3HAaYeHHH, NpH-
‘BeJeHHBIX B talJjuile.

5.4.4. Konrpoav TouHOCTU pe3yabTaTo8 anaausa

KoHTpoJIb TOYHOCTH pe3yJbTaTOB aHa/lW3a NPOBOAAT mo m. 4.4.

5.4.3, 5.4.4. (Beenen nonoaruteasto, Ham. M 2).

’

6. ATOMHO-ABCOPBLUMOHHBIA METOJ

6.1. Cymdocrs MeTtoaa

Metoa ocHOBaH Ha u3MepenuH ab6copOlUMH CBeTa aTOMaMH THTaHa,
06pasyioluHMHC NPH BBeJeHHH aHAJH3HPYEMOrO pacTBOpa B IIaMsA
3lUEeTHJIEeH-3aKHCh a30Ta.

6.2. AnnapaTtypa, PeaKTHBB H PacCTBODH

ATOMHO-a6COPOLHOHHBIN CNEKTPOMETP € HCTOYHHKOM H3Jy4eHHsS
AT THTaHA.

Kncaora asornas no FOCT 4461—77, pas6apaennas 1:1.

Kucaora cepuas no 'OCT 4204—77, pas6asaennas 1:1, 1:4 u 1:10.

~ Auetuaen no TOCT 5457—75.
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fOCT 15027.14—77 C. 6

3axkucs asora mo T'OCT 9293—74.

Mens o TOCT 859—78.

Craupaprubiit pactBop Mean: 10 r Mean pacTBOPAIOT NPH Harpepa-
tHH B 80 cM3 asoTHoft xHcaoth (1:1). PactBop oxnaxaalor, nepeno-
CAT B MepHylo Koaly BMecTuMocTbio 100 cM3 M J0JHBAIOT BOAOH 10
MeTKH.

1 cM? pacrBopa cogepxuT 0,1 r Menn.

Turan merannnueckuit ¢ MaccoBoit Jonel THTaHa He MeHee 99,5%.

Cranpaprusiii pactBop turana: 0,1 r THTaHA PacTBOPAIOT NMpPH Har-
peBannn B 50 cM3 cepHoft kxuciotn (1:4). Pacteop oxaaxpaalor, ne-
peHocAT B MepHYI0 K016y BMecTuMocThio 100 cM3 u posusalotT 10 MeT-
KH cepHo#t kucsortodt (1:10).

1 cM3 pactBopa cozepxur 0,001 r TuTana.

63. [IpoBenenue ananusa

6.3.1. HaBecky npo6bl Maccofi 3 r pacTBOPSIOT NPH HarpeBaHHH B
20 cm® asornoft kuciotel (1:1), 3atem poGaBasior 10 cm3 cepHoit
kuciaotel (1:1) u ynapuBalor 10 nosBJeHHs Gesoro nsiMa cepHOi
kucyaoTel. PacTBop 0Xxs1a)X1aioT, MEpPeHOCAT B MepHYIo KOJAGy BMECTH-
MocTbio 100 cM® H nonuBaloT BOZOH 10 MeTKH. M3MepsioT aTOMHYIO
abcop6uHIO THTAaHA B IVIAaMEHH aleTHJeH-3aKHCh a30Ta NpH JJIHHE
BoJHB 365,3 M mapanjenbHO ¢ TPaAYHPOBOUHBLIMH DacTBOPAMH.

6.3.2. Ilocrpoenue epadyuposoyunozo zpaguxa

B nsith MepHBIX Koa6 BMecTHMOCTBIO o 100 cm3 nomemawtr-0; 1,5;
3,0; 6,0 u 9,0 cm® craHmapTHOro pactBopa THTaHa, A06aBIAIOT MO
30 cM? craHaapTHOro pactBopa mend, no 10 cM3 ceproil kucaors (1:1)
H J0JHBaIOT BOMOH 10 MeTku. Mi3aMepsiior aToMHYyl0 aGcop6uUHIO THTaHa,
KaK ykasaHo B . 6.3.1. {lo nosivueHHBIM 3HaYEHHSIM CTPOSAT TPafyHpO-
BOYHHIA rpaduk.

64. O6paboTka pe3yabLTAaTOB

6.4.1. Maccosyio nposio tutaHa (X,) B NpoueHTax BHIYHCJAAIOT N0
dopmyae

Xy= C"'l" -100,

rie C —KOHLEHTPAalUHA THTAaHa, HafileHHas 0O rPaiyHPOBOUHOMY
rpaduky, rfcm?;
V —o6beM koHeuHoro pacrBopa npoGH, cM3;
m — Mmacca HaBecKH npobml, T.

6.4.2. A6conioTHble goMycKaeMble PacXOX/IEHHS pe3y/bTaToB MNa-
paajiesNbHbIX onpeleneHuit (d — nokasartedb CXOAHMOCTH) He HOJKHH
#peBHIIaTh 3HAUEHHMA, NIPpHBEJEHHBIX B TabJHLe.

6.4.3. AGcoaIOTHbIE PaCXOXKIEHHS Pe3yJbTAaTOB aHAJH3a, MOJydeH-
HBIX B JIBYX PasjIHUHBIX J1a60paTOPHAX, HJIH ABYX De3y/JbTAaTOB aHa-
J1M3a, NMOJVUEHHBIX B OAHOH J1a6opaTtopHH, HO NPH Pa3THYHHX YCJIO-
suax (D -— nokasartenb BOCHPOM3BOAHMOCTH), He JO/MKHB TIPEBHIIATH
3HayeHH#i, NpHBEJEHHLIX B TabJHle.
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C. 7 FOCT 15027.14—77
6.4.4. KonTpoab TOUHOCTU pe3yabTATO8 AHAAU3A

KOHTpO/Mb TOMHOCTH DPe3y/bTaTOB aHa/H3a NPOBOAAT mo n. 4.4.
Pasa. 6. (Bseaen nonoaunureasno, Ham. M 2).
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