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MEXTOCYAAPCTBEH!! bl I CTAHAOAPT

TANNNA

roCcT

MeTo4 XUMUKO-CMNEKTPA/IbHOIO ONpefenieHns 010Ba 20997 5. 81-

Thallium.
Method of chemical-spectral determination of tin

OKCTY 1709

MocTaHoBneHwem [rocypapcTBeHHoro komuteta CCCP no ctaHgaptam oT 25 yaa 1981 r. Ss 2589 cpok BBefeHWs
YCTaHOBNEH

¢ 01.07.82
MocTaHoBneHHOM [ToccTaHaapTa oT 22.04.92 Ne 430 CHATO OrpaHMyeHue cpoka feicTBus

HacToswwmin cTaHAapT ycTaHaBIMBaET METO/, XUMMWKO-CMEKTPasIbHOrO ONpefeNieHns 0/10Ba B Taun
npu maccoBoii gone onosa ot 3 10~6 jo MO-4 %.

MeTof OCHOBaH Ha MpefBapuUTeNbHOM 3KCTPAaKLMOHHOM KOHLEHTPMPOBaHWMW 0/10Ba B BUAE Woana-
HOro KOMMJIeKca, OCaXAEHUN ero ¢ rMAPOOKMCLI0 MHANS 1 CMeKTPOrpadrMyeckoM aHaim3e OKUCU NHANS,
Nosly4YeHHO Nocne NPoKaaMBaHUA TMAPOOKMUCK npu Temnepatype 350-400 *C.

1. ObW ME TPEBOBAHWA

O6wme TpeboBaHMs K MeToay aHanu3a —no MOCT 20997.0—81.
2. AIMMAPATYPA, PEAKTVBbI 1 MATEPUAI/bI

CnekTporpad ,qmbpgKU,MOHHblVl Tuna 4P C-8 ¢ peweTkoi 600 WwWTprxoB Ha 1MM (MepBblii NOPSLOK)
C TPEX/INH30BOW CUCTEMOW OCBELLEHUS LLEMN.

eHepaTop Ayrosoi, NPUCNOCO6eHHbIA 418 NOMKWra 4yr MOCTOSHHOIO TOKA BbICOKOYACTOTHLIM
paspagom.

MCTOYHMK NOCTOAHHOMO ToKa Ha 250—300 B 1 30—50 A

MukpodroTomeTp Mt060r0 TMNA, NO3BONSIOLNA NIMEPATL MNOTHOCTL MOYEPHEHUS AHATNTUYECKNX
NUHWIA.

CnekTponpoekrtop tnna MC-18.

Becbl TOPCMOHHbIE TMNa BT mam aHaTorMunble ¢ MOrpPeLHOCTbIO B3BeLMBaHMA He 6onee 0.001 T.

Becbl aHanUTUYeCcKne ¢ NOrpeLIHOCTLIO B3BeLBaHMS He 6onee 0.0002 r.

Namna vHgpakpacHas ¢ nabopaTopHbIM aBToTPaHc(hopmaTopoM Trna PHO-250—2 unu aHanormyHbIM.

BOKCbl 13 OpraHnMyeckoro cTekna.

CTynKa n3 opraHMyeckoro CTekna ¢ NecTUKOM.

Mocyfa KBapLesasa M CTeKNAHHaS.

3nekTpofbl rpadumToBble 0CO60I YMCTOTHI AMaMeTpoM 6 MM C pasMepoM kpatepa 4 X4 MM.

KOHTpanekTpogbl rpatMToBble 0COB0M YMCTOTHI ANAMETPOM 6 MM, 3aTOYEHHbIE HA YCEUYEHHbIN KOHYC
C NOWafAKOoA LUamMeTpPoM 2 MM.

WHanii no TOCT 10297—94 ¢ maccoBoii foneit onoea MeHee 5 105 %.

Boga guctunnuposaHHas no NOCT 6709—72, neperHaHHas B KBapLLeBOM annapare uam o4YunLieHHas
Ha MOHW3ALMOHHONM KOMOHKe.

KucnoTa cepHas ocoboii unctotel no TOCT 14262—78. pacTeop 1:2.

Kucnota asotHaa no NOCT 4461—77. neperHaHHas B KBapLeBOM annaparte WivM KWCnoTa asoTHas
oco6oii unctoTtel no FOCT 11125—84.

W3paHve omunanbHoe MepeneyaTka BoCMpeLLgHa

* V3gaHve (sHBapb 2001 r.) ¢ WameHeHusimn JI$ /, 2. yTeep>KaeHHbIMU B HosiGpe 1986 1., anpene 1992rT.
(HYC 2-87. 7-92)
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Kucnora xnopHas.

Hatpuii logucTbiii no TOCT 8422—76 n pactopsl | 1 0,05 M.

beHson no MOCT 5955-75.

AMMUaK BoAHbI 0coboii unctoTsl no FOCT 24147—380.

Kucnota wasenesasa no NOCT 22180—76.

doTonnacTMHKM «cnekTporpaduueckme» tuna Il.

MposBWTENb METOM-TMAPOXMKOHOBbIN.

P uKcax KUCMbIR.

PactBop mHAMs 10 %-Hblii: HaBeCKYy MHAMS Maccoi 5.0 r pacTBoOpsAT B 12 cM3 a30THON KUCMOTI,
OXNaXJA0T U NePeBOAAT B MEPHYIO KONGY BMECTUMOCTbIO 50 cM3.

PactBop onoBa 0.1 %-Hblii: HaBECKY TOHKOM3MENbYEeHMOr0 0/10Ba Maccoii 0.100 r pacTBoOpAtOT B 2 M3
a30THOI KucnoTbl. [ocne nepexofa BCEro 0/10Ba B METAONIOBAHHYIO KUCNOTY B CTakaH fo6aBnsoT 20 cM3
Bofbl 1 4.0 T WaBeneBoil KACIOTLI. PacTBOP NEPEHOCAT B MEPHYH Konby BMecTumocTbio 100 cm3. CTakaH
HECKO/IbKO pa3 NpPOMbIBAIOT BOLOW [0 MONHOIO PacTBOPEHWS LLABENEBOW KUCMOTbI. [1POMbIBHblE BOAbI
CNUBAIOT B TY XXe MEepHYI0 Konby v AOBOAAT O METKN BOJON.

PactBop A: 10 cm30,1 %-HOro pactBopa 0/10Ba NePeHOCAT B MEPHYH KO0y BMecTUMOCTbO 100 cM3
1 pa3basnAloT BOLON [0 METKU.

1cm3 pacteopa A cofepxut 0.1 Mr onosa.

Pacteop B: 10 cM3 pacTBOpa A NepeHOCAT B MePHYt0 konBy BMecTuMocTbto 100 cM3 1 pasGasnstoT
[0 MeTKU BOJOA.

1cm3 pacteopa b cogepxxa 0,01 mr onosa.

Pacteop B: 10 cm3 pactBopa B nepeHocsT B MepHYt0 Konby BMeCcTMOCTbO 100 cM3 1 pa3baBnsitoT
[0 METKU BOAOM.

1cm3 pacteopa B cogepxut 0,001 Mr onosa.

CraHpiapTHble pacTBopbl b 1 B roTtoBAT B ieHb YNoTpebneHus.

O6pasubl cpaBHEHUS, C MaccoBoii fonein onoea MO-4; 2 10~4; 3 10~4; MO-3; 3 10 3 %\ roTossT
OJHOBPEMEHHO C aHa/IM3MPYeMbIMU Npobamu.

MpumeyvaHue. [lonyckacrcs npvMeHeHne NprGopoB ¢ POTO3IEKTPMYECKOIN PerncTpayuein cnekTpa u apyrmx
CI'IeKTpOFpa(hI/ILJECKI/IX I'IpI/I60pOB M YCTaHOBOK, ApYyrux mMatepnanos U peakTuBoB NMpu ycnosun noayyeHMsa TOYHOCTHbIX
XapaKTeEPUCTUK HE XYXXE YCTaHOB/IEHHbIX HACTOALWLMM CTaHAaPTOM.

Pazgen 2. (IameHeHHas pegakums, VM3m. Ne 1, 2).

3. MPOBEAEHWNE AHAJIN3A

3.1 HaBecky meT&3nmueckoro Tannms maccoin 3,0 r noMeLLatoT B CTakaH BMeCTUMOCTbIO 100 cm3 1
pacTBOPSOT Mpu HarpeBaHun B 15 cM3 pacTBopa CepHOM KucnoTbl (1:2). CTakaH HaKpbIBalOT YaCOBbIM
CTeK/oM. B nocnefHWii MOMEHT pacTBOpeHWs [06aBNAOT OAHY Karn/o a30THOM KWCNOTbl. PacTsop
oxnaxgaroT Ao TemnepaTypbl 50—60 *C. gobasnsatoT 30 cM3BoAb! 1 25 cm3 | M pacTBopa oancToro HaTpus
npv NepemMeLLMBaHnK. PacTBOp NPOAO/MKAOT NepeMeLLmBath ele 2,5—3,0 MyH. BbinaBLumii ocafok oguaa
Ta3Nns OPaHXEBO-XKENTOro LBeTa PUAbTPYIOT Yepe3 OyMaKHbId (punbTp. CTakaH W hUbTP NPOMbIBAIOT
10cm3 0,05 M pacTBOpa WOAMCTOrO HaTpust. ®UALTPAT U MPOMbIBHbIE BOAbl COEAVHSAIOT B [AENNTENbHON
BOPOHKE BMeCTUMOCTbi 200 cm3, HarpeBatoT o TemnepaTypbl 35—40 *C, go6asnAoT 10 cm3 XnopHoi
Kuncnotbl, 30 I OAUCTOrO HATPMA 1 TLIaTeNbHO NepeMelLnBatoT. JobasnsatoT 10 cM3 6eH30/1a U BCTPAXMBAKOT
B TeyeHne | MuH. Tlocne paccnoeHWs BOAHbIA CMOW OTOPACHIBAOT, a BEPXHWA OpPraHWYeckuin Yepes ropio
BOPOHKY MEePeHOCAT B YaLLKy, B KOTOPYHO A06aBNA0T 2 cM36eH30/1a Noc/e NPOMbIBKY LeNUTeNbHOW BOPOHKM.

B 3ty Xe uvawky BHocAT | cm3 pactBopa MHAMA. BeH3on BbinapvBatoT npu Temnepatype 40 *C
(30—40 MUH), a KOHHEeLIPAT 0/10Ba COOCAKAAOT C MMAPOOKMCHI0 MHAMS, AN YEro K pacTBOPY a30THOKMCIOro
WHAMA [06aa3d0T N0 KanisaMm npu nepemeLlvBaHAN CTEKSHHOWM nanoykoi 20 kanaTb aMMuaka o CUIbHOro
3anaxa. lMomyyeHHy0 rMapooKMCh NOACYLUMBAIOT NOZ NaMMoli, Ha 3MEKTPONINTKe, a 3aTeM NPOKauvBaloT B
myenbHoi neumn npu Temnepatype 350—400'C B TeueHune 30 MMH. [ocne NpoKaumBaHUs NOMYYEHHYHO OKUCh
VHAWS M3MeNbyaloT KBapLIEBbIM NECTVKOM 40 MENKOA KPYMKU 1 MepenatoT Ha CNeKTporpauyecknii aHanus.

O6oratieHve BefyT W3 YeTbipeX HaBeCOK. OfJHOBPEMEHHO [/11 MPOBEPKN YMCTOTbI WCMOMb3YeMbIX
peakTVBOB MPOBOASAT KOHTPO/bHbIA OMbIT.

MapannenbHO € aHannM3mpyembiMi NMpob6amm K CNeKTPOrpaprpoBaHnio roToBaT 06pasLbl CPaBHEHUS.
[nsa 3TOro B NATb CTaKaHOB BMECTUMOCTbO Mo 100 cm3 nomelwakoT mMaccoi no 0,2—0,5 r HaBeckun Tannus,
cofepxalllero ofioBa meHee 1-10“s %. BcTakaHbl HakanbiBalOT cooTBeTcTBEHHO 0.1: 0,2; 0.3; 1,0 m 3.0 cm3
pactsopa B. uto B pacyete Ha 100 mr nHgus cootsetcteyet 110~4; 2 10~4; 3 10-4; 110 3 n 3 10~3%
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0/10Ba B KOHLeHTpaTe. B Kaxablli cTakaH [06aBns0T no 1cm3 pacTBopa cepHoW kucnoTel (1:2) u nog
4acoBbIM CTEKNOM COAEPXMMOe CTakaHa MepeBOAAT B pacTBop. B nocnegHuii MOMEHT pacTBOpeHUs
[06aBNAI0T MO OfHON Kansie a30THOM KMCNOTbI U fjanee aHanv3 BedyT, KakK npy nofgrotoBke rpob.

3.2. MonyyeHHble KOHLEHTpaTbl 06pa3LoB CpPaBHEHWS KOHTPOALHOIO OnbiTa M npo6 no 45 mr
MOMELLatOT B KpaTepbl rpagMToBLIX 3M1EKTPOA0B (2aHOAOB) AVAMETPOM W FIy6MHOWA MO 4 MM 1 CKUraloT B
Ayre NoCTOSAHHOrO Toka cunoii 15 J1 B TeueHne 3 MUH (A0 BbiropaHus). CnekTpbl oTOrpadgupyoT npu
nomown AudpakumoHHoro cnekrporpaga tuna APC-8 Ha doTonnacTmHkax tuna Il: WwupuHa wenm
cnekTporpaga 0.020 MM, paccTosiHMe Mexgy anektpogamu oT 2,5 fo 3,0 MM JOMKHO COXPaHATbCA B
TeyeHue BCeM aKcno3nunn. Ha Kaxayro poTonnacTuHKY GoTorpagupytoT CNEKTPbl KOHLEHTPATOB 06pas-
LIOB CpaBHEHUS MO ABa pa3a, a CNeKTpbl KOHLEHTPATOB MP0o6 M KOHTPO/bHBIX OMNbITOB MO YeTbipe pasa.

Pazgen 3. (MIismeHeHHas pegakums, M3am. Ne 1, 2).

4. OBPABOTKA PE3Y/IbTATOB

4.1. Ha cnektporpaMme C MOMOLLbIO MWKPO(OTOMETPA W3MEPAIOT MOYepHeHMe NIMHUIA onoBa ¢
ANVHOM nonHbl 283.99 HM 1 6nm3nexaulero ¢oHa. pagyHpOMOYHble rpadMkn CTPOST B KOOPAMHATAX
LY —IgC, roe AS = 54,|, — M C—maccoBas fons 010Ba B 06pa3sLiax CpaBHeHWs B MPOLEHTax.

Mo rpagyvpoBOYHbIM rpaukaM HaxoAAT MaccoBYH [ONH0 0710Ba B KOHLeHTpate npobbl (O u
KOHTpOsbHOro onsita (C,).

Maccosyto fonto onosa B npobe (A) B NpoLeHTax ONpegenstoT no gopmyne

C—C 100
= ------._II_. ..... ,
roe 100 —macca MoslyYeHHOr0 KOHLEHTpaTa, Mr;
/Il —macca HaBecku Npobbl Tanans, B3ATOTO Ha aHanu3, Mr.
LN nocTpoeHWs rpafyMpoBOYHOrO rpaduka AOMYCKAaeTCs MCMo/b30BaTb MOAYNOrapuimMmyeckyto
oymary.
OTHOCUTENbHOE CpefHee KBaApaTUUYECKOE OTKIOHEHWE CXOAMMOCTW pe3y/bTaToB NapanfenbHbIX
onpeaeneHunii He npesbiwaeT 0.15.
4.2. PacxoXfeHvs pe3ynbTaTOB YeTblpexX MapannenbHbix onpegeneHuid (d). a Takke pacxoxpeHus
pe3ynbTaToB ABYX aHann3oB (D) He A0/MKHbI NPeBbILLATh 3HAUYEHN, YKazaHHbIX B Tabnuue (P = 0.95).

PacxoxieHve YeTbIpex pesy/bTaToB PacxoxaeHuve MbTaToB
MaccoBas fons 0noBa. % napﬁeanblx on%engﬁezmﬁ. £ MaHamﬁg;g. % i

1510" rmr*
Mcre 3-10%* 4 10~6
MO« * 510"6 6.10“*
215 7-Kr4 9-t0* 6
105 2-10-' 210“5
8-10-' 3-10“1 410-'
1-10“* 410-' 510"5

Jlonyckaemble pacXoXxaeHus AN MPOMEXYTOUHbIX MACCOBbIX [0/ieli PacCUMTbIBAOT METOLOM NUHEN-
HOV MHTEPNONALUN.

Pepaktop A/.W. Makcumosa
TexHuuyeckuii pegaktop W.C. Mpuwaxosa
KoppekTtop P.Jl1. McuToBa
KomnbioTepHaa BepcTka J1.A. Kpyrosoit

Hag. auy. Ne 1)2354 ot 14.07.2000. CpaHo B Habop 31.01.2001. MognucaHo B nevyaTh 22.02.2001 Yen. ney. n. 0.47.
Yu.'MM. . 0.43. Twupax 124 akt. C 387. 3ak. 197.
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