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THALLIUM. Method for the determination of silver

OKCTY 1709

Jlara senenna 01.01.78

Hacrosaumii cTaHIapT yCTaHABIUBACT KOJIOPMMETPHICCKHIT METOM ONpEAeTCHHs cepebpa (IpH Mac-
coBoit none cepedpa ot 0,00003 mo 0,0003 %) B Taywmum Mapok Ta00 u Ta0 mo TOCT 18337.

MeTton OCHOBaH Ha BHITECHEHMHM WOHOB MEIM W3 IM3TWIOUTHOKAPOAMATHOTO KOMIDIEKCA HOHAMH
cepeOpa. YMeHbIlIeHHe WHTCHCHMBHOCTH OKpAacKW IHMSTHIIUTHOKapbamMara MeOU B UYETHIPEXXJIOPHCTOM
yrepoae npu pH 4 mponoplMoHaabHO KOHLIEHTpAaMH cepebpa B BOTHOM pacTBope. Tammiii, MeLarommia
OTIPECNIEHUIO cepe6Gpa, TIPEABApUTENBHO YAANMSIOT SKCTPaKuMei 3¢GupoM M3 pacTBOpa, COXEPXKAIIETO
OpPOMHCTOBOIOPOIHYIO KHCIIOTY.

YyBCTBUTENBHOCTH MeTOa 0,2 MKT B 06beMe 1 cM3.

(A3meHeHHnan penakmus, M3m. Ne 2).

1. OBIIIUE TPEBOBAHUA

1.1. Obmme TpeboBaHHMA K METONY aHaIM3a M TpeboBaHHA Oe3omacHocTH — 1o TOCT 22519.0.
(A3menennas penakmus, M3m. Ne 3).

2. AIIIIAPATYPA, PEAKTUBBI 1 PACTBOPBI

IIpoOupKy M3 6€CLBETHOTO CTEKIa ¢ IVIOCKHM THOM H NMPHTEPTHIMH MPOOKaMHM AHAMETpOM 16 i
18 mMm.

BOpOHKM AeNHTEBHBIE BMECTUMOCTRIO 100—150 cM3,

Kucnota azorHag mo T'OCT 4461, pas6aenenHas 1:2 u pactsop 0,1 Mons/aM3,

Kucnora 6pomuctoBonoporntast mo N'OCT 2062, pacTBopsI 8 1 2 Mob/IM>,

Kucnora cepras mo T'OCT 4204, pas6asieHHas 1:1.

Kuciaora ykcycnas o 'OCT 61 u pactsop 0,2 Moab/mM3.

Ammuax BoxubIit mo TOCT 3760.

BpoMm o I'OCT 4109.

Hatpmit ykcycrokucastii mo T'OCT 199, pactop 500 r/om3.

Yraepon vetsipexxiaopucthiii mo 'OCT 20288.

Ddwup B,  -IUXTOPIUITHIIOBBII (XJIOPEKC).

AneratHbiit 6ydepHsrit pactop ¢ pH 4,0; TOTOBAT cnenyiommM oGpa3oM: B MEPHYIO KOJIOY BMECTH-
MocThio 1 1M3 otMepuBaloT 11,5 ¢cM3 yKCYyCHO#M KMCIOTHI, MPWIMBAIOT 0K0JI0 500 cM3 BoMIBI, MepeMelInBaloT,
TIpUOABNAIOT 5,44 T YKCYCHOKMCJIOTO HATpHs, pa30aBiIgioT 10 METKH BONOMH M MEepeMEIINBAIOT.

JOwstunmutrnokapbamar Hatpust mo T'OCT 8864, pactsop 10 r/mM3.

JyTwiouTHoKapbaMaT MeIM, PacTBOP B UETHIPEXXIOPUCTOM yriiepone. OCHOBHOM pacTBOp THITHII-
IUTHOKapOaMaTa MeIHU; TOTOBAT CHAENYIOIMM 00pa3oM: 40 Mr CepHOKMCION MEIM PacTBOpSIOT B 40 cM3
BOIBI, TIPMIMBAIOT aMMHaK 10 pH 9, 4,5 ¢cM? pacTBopa MMSTHATMTHOKApOaMaTa HATPUA TIEPEHOCAT B
JIEeINTENBHYI0 BOPOHKY BMECTHMOCTBIO 150—200 ¢M3 M 3KCTparupyioT YeTHIPEXXIOPHUCTHIM YITIEPOIOM

W3nanve opunuammHoe TlepeneyaTka BocTpemieHa

© HM3maTenbCTBO CTaHIApTOB, 1977
© UIIK M3maTenbCTBO CTaHAApTOB, 1998
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MopUHAMH 1o 20 ¢cM3 10 MoNydeHHS GeCLBETHOrO 3KCTpakTa. OpraHMYecKHe SKCTPAKTH TPOMBIBAIOT B
JIeJTNTENIBHOM BOPOHKE IBAXIBI BOXOM H MEPEHOCAT B MEPHYIO KOJIOY BMECTHMOCTHIO 500 cM3, pa3baBiaior
JI0O METKH YeTHIPEXXIOPHCTHIM YIAIEPOAOM M TIepeMELTHBAIOT.

Pas6apneHHBIH pacTBOP TUATHIIHTHOKApOaMaTa MeIH; TOTOBAT CAEAYIOMM o6pa3oM: 30 cM3 OCHOB-
HOTO pacTBOpa Pa30aBJgIOT YETHIPEXXJIOPUCTHIM YIJIEPOIOM B MEPHON KOJNOe BMECTHMOCTBIO 250 cM3,
OnTHyeckas IMOTHOCTh Pa30aBICHHOTO pacTBOpa TUSTHITHTHOKapGaMaTa MeH MO OTHOIIEHHIO K YHCTOMY
YETHIPEXXIOPUCTOMY YIJIEPOLy JOKHa ObITh (0,4—0,5.

MeTHIOBEII OpaHXeBblif, pacTBop 10 r/mM3.

Menp cepuokuciaas mo FT'OCT 4165.

Cepe6po mo I'OCT 6836, mapka Cp 999.

CraHpmapTHBIE PaCTBOPHI cepedpa.

PacTBOp A; TOTOBAT ciemyiomumM obpasom: 0,100 r cepebpa pacTBopsaioT B 10 ¢cM? a30THOM KHCITOTHI,
pa36GarieHHOM 1:2, BHITIAPHBAIOT MO MOMYUYCHUS BIAXHBIX COJNEH, J06ABIAIOT 7 ¢M> KOHIEHTPHPOBAHHOM
a30THO#M KHCJIOTHI, pa30aBiIsSIOT BOHOI, TIEPEBOAAT B MEPHYIO KOJIOY BMeCTHMOCTHIO 100 cM3, moBomar mo
METKH BOIOI M TlepeMEIIMBAIOT.

1 ¢cM3? pactBOpa A comepxmr 1 Mr cepebpa.

PactBop B; ToToBAT ciemyiomnM oGpasom: 10 ¢cM3 pacTBopa A pa36GaBiMIOT pacTBOPOM Aa30THOM
kucnote 0,1 MOb/IM3 B MEpPHOI K016 BMecTUMOCTBIO 100 cM3.

1 cM3? pactBopa B comepxur 0,1 Mr cepebpa.

Pacteop B; roToBAT cremyrommmM o6GpasoM: 1 ¢M3 pactBopa B pas6aBiIAIOT pacTBOpPOM Aa30THOM
KucaoTH 0,1 Moas/AM3 B MepHOI Ko0e BMeCTUMOCTEIO 100 M3,

1 ¢cM? pactBOpa B comepxuT 1 MKT cepedpa.

(U3menennasn penakmus, Msm. Ne 2),

3. MPOBEAEHUE AHAJIU3A

3.1. Hagecky Tammus Maccoii 0,500 r (mpu MaccoBoii mojie Tauma 99,98—99,99 %), 3,000 r (npu
MaccoBoit gose Tamms 99,999—99,9995 %) moMemanT B KoJA6Y BMeCTHMOCTBIO 100 ¢cM3 M pacTBOPSIOT NMPH
HarpeBaHHM COOTBETCTBEHHO B 4 H 8 cM> a30THOI KMCIIOTHL, pa30amIeHHoM 1:1, H OCTOPOXHO BHIMAPHBAIOT
nocyxa. IpuwmisaioT 3 1 10 ¢cM3 pacTBopa GpOMHCTOBOIOPOIHOM KHCIOTH 8 MOJIb/IM> M BRINAPHBAIOT 10
BIAXHEX cojieil. OcTatok pacTBopsioT B 8 win 20 ¢cM> pacTBopa OPOMHCTOBOAOPONHOM KHCHAOTHI
2 Monb/mM3 ¢ mobaskoit 0,2 wim 1 cM3 6poMa, TepeHoCAT B NEIMTENBHYI0 BOPOHKY. Konby, B KoTopoit
TIPOBOAMIOCH pa3ToXeHHe MPOOHI, OMOTACKUBAIOT 5 CM3 3TOM JXKe KMCIOTH M MPHCOEAMHIIOT K PaCTBOPY
B IENUTENBHOM BOPOHKe. IIpHIMBAIOT B AeIUTENbHYI0 BOPOHKY 10 cM? mam 30 cM3? x0pekca U MejIieHHO
€e BCTpAXMBAIOT B TeueHHMe 3 MuH. [locie paccmoeHMs opraHmuecKylio (asy CIMBalOT depe3 KpaH, a K
BOIHOMY PacTBOPY B BOPOHKe MOOABIAIOT ABe Kamim Opoma, 10 cM3 mnm 30 ¢M3 xiopekca M 3KCTPaKIUIo
TIOBTOPSAIOT, KaK yKa3aHO Bhiire. OpraHWMYeCKWil COil CIWBAIOT dYepe3 KpaH M SKCTPAKIIHI0 TaJLIHd
TIOBTODPSIIOT B TPETHiL pas.

Tocrne TIIATETEHOTO OTAEIEHUS XIOPeKCa BOMHBIH CIOH CTUBAIOT Yepe3 TOpJI0 B CTAKaH BMECTHMOC-
TeI0 50 cM3, mpmmBaoT 1 cM3 cepHOM KMCIOTH M TIO KalIAM a30THYIO KHCJIOTY IO 06EeCLBEUMBAHUS
pacTBOpa, OXJIAXIOAIOT, CTIOAaCKMBAIOT CTEHKH CTaKaHa BOIOM W TOBTOPAIOT BhIMapuBaHHe. K ocTatky
MPWINBAIOT 5 ¢M3 BOAHI, HATPEBAIOT 10 KUTIEHHA W HEHTPaTU3YIOT PacTBOPOM YKCYCHOKHCIOTO HaTpHUS
MO METHJIOBOMY OpaHXeBoMy, pasdapisior mo 40 cM? (MeTKa Ha BOPOHKE) alleTaTHBIM Oy(hepHBIM
pactBopoM ¢ pH 4, moGammsaior 1 c¢M? pasGaBAeHHOro pacTBOpa IMATIIAHUTHOKapGaMaTra Meou M
BCTPSXHUBAIOT BOPOHKY € PacTBOpPOM 2 MWH. JIal0T pacTBOPY OTCTOATHCA U CAMBAIOT CJIOM YETBIPEXXIIO-
PHCTOTO YIepona B MPOOHPKY.

KomopuMeTpHupyIOT pacTBOP BU3YANBHO, CPaBHHBAS OKPACKY PACTBOPA MPOOHI ¢ OKPACKOM 3TAIOHHOM
ITKAJIbI, KOTOPYIO TOTOBSIT OMHOBPEMEHHO C TIPOOOIA.

(M3menennas penakuus, Msm. Ne 1, 2, 3).

322.IlpurTOoOTOBAEHMUEe MKAaNdAb DTajgoHOB

B menmurebHBlE BOPOHKH MpuiuBaioT o 30 cM? Boxsl, mobasnsior 0; 1,0; 1,5; 2,0; 2,5; 3,0; 3,5; 4 cm3
pactBopa B, uro coorBerctByet 0; 1,0; 1,5; 2,0; 2,5; 3,0; 3,5; 4 MKr cepedpa, pacTBOPHL HEMTPATU3YIOT
PacTBOPOM YKCYCHOKHCIIOTO HATPHS TI0 METHJIOBOMY OpalKeBOMY, Pa3baBisiorT 10 o0seMa 40 cM3 (MeTKa
Ha BOPOHKE) alleTaTHBIM G6ydepHBIM pacTBopoM ¢ pH 4, mobasmsaior 1 cM3 pa3baBIeHHOTO pacTBOpa
IWSTHIIUTHOKapbaMaTa MEIM M BCTPSIXMBAIOT BOPOHKY C pacTBOPOM 2 MHH. JIaloT pacTBOpPY OTCTOSITHCA U
CJIMBAIOT CJIOH YETHIPEXXJIOPUCTOTO YIJIEPOa B IPOOHPKY. DTaJlOHHAS IlIKaJla YCTOWYNBA B TeueHHe 30 MIH.
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4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosyio gomo cepebpa (X) B MpOLIEHTaX BEIUUCISIOT IO hopMye

x=—"1
m - 10000’

Iae m; — Macca cepedpa B OKpallleHHOM CTaHZapTHOM PacTBOpe, C KOTOPEIM COBIIala HHTCHCUBHOCTD
OKpacK¥ aHaTU3UPYyeMOit MpoObI, MKT;
m — Macca HaBeCKH TaJUmus, T.
(M3menennas pepaknus, M3m. Ne 2).
4.2. AGCOMIOTHBIC 3HAUEHMS Pa3HOCTEH Pe3yNbTAaTOB IBYX MapaUIeTbHBIX OMpemeIcHMi (IoKa3a-
TETb CXOMUMOCTH) M PE3YJIbTATOB IBYX aHANMM30B (IIOKA3aTeNlb BOCIIPOM3BOAUMOCTH) ¢ JOBEPUTENBHOM
BepoATHOCTHIO P = 0,95 He DOKHBI MPeBHILAaTh 3HAUCHUI TOMyCKaeMBIX PACXOXICHMIT, YKa3aHHBIX B
TabauIIEe.

Jlomyckaemoe pacXoxXIeHHe JlomyckaeMoe pacXOXIeHUe Pe3yIbTaToB
Maccosast nons cepeGpa, % MapajUieIbHBIX OIpeneneHuil, % aHanmu3za, %
Ot 0,00003 o 0,00005 BxmIOU. 0,00002 0,00002
Cs. 0,00005 » 0,00010 » 0,00003 0,00004
» 0,00010 » 0,00030 » 0,00005 0,00007

(M3menennas peaakuus, M3m. Ne 3).
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