IroOCYATAPCTBEHHET# CTAHIAPT
C O 10 3 A cC CP

TAJTJINN

METO/ ONPEAEJEHUA MEIN, KATIMHUA Y IMHKA

TOCT 22519.5—-77

W3namne odummanpaoe

B3 8—97

HIIK U3JIATETIBCTBO CTAHJIAPTOB
MockBa


http://www.stroyinf.ru/sertr-rss.html

YIK 669.873:543.06:006.354 I'pymna B59

TOCYAAPCTBEHHB AU CTAHJAJAPT COI0O3A CCP

TAJUIMNA

Merton onpeneJieHuda Meau, KaaMua M MAHKA FOCT

THALLIUM. Method for the determination 22519.5—177

of copper, cadmium and zink

OKCTY 1709

Jlata seenenna 01.01.78

HacTosmumii CTaHAapT YCTaHaBIUBAET MOMApOrpahMIECKUI METO OTIPENeICHUS MeIH (TIPU MacCOBO
nmone Menu ot 0,000005 mo 0,003 %), kanmmsa (pu MaccoBoit mojie kammus ot 0,000005 mo 0,003 %) u
LMHKa (TpH MaccoBoil mojie mmuKa oT 0,000005 mo 0,003 %), B Tammu Mapok Tn00, Tn0 u Tal mo
TOCT 18337.

Meron ocHoBaH Ha otnenernn Tamms (I111) skcTpakumeit TMXIOpIUATHIOBEIM 3DUPOM (XJIOPEKCOM),
temtypa (IV) METWIM300YTWIKETOHOM M3 PacTBOPOB GPOMMCTOBOMOPOMHON KUCOTH 3—4 MOJb/IM® |
ToasgporpadIecKOM ONpeneIeHNH MeIu, KaaMus U IMHKA Ha $hoHe, comepXalleM aMMHUaK U XJIOPUCTHII
aMMOHMIA, B MIPUCYTCTBHUM CYITbGhHTa HATPHS, B TIpeaeiaX MOJApU3aINH PTYTHOTO Kalalolero 3IeKTpona
ot Muuyc 0,3 10 MuHYC 1,6 B 1Mo OTHOIIEHIIO K HACHIIIEHHOMY KATOMEJTLHOMY WJIH BHYTPEHHEMY PTYTHOMY
2JIEKTpONaM CpaBHEHUA.

(M3meHenHas penaxius, 3m. Ne 2),

1. OBIIVE TPEBOBAHMA

1.1. O6ume TpeOoBaHMA K METONY aHaMM3a 1 TpeboBanua 6e3omacHocT — mo I'OCT 22519.0.
(U3meHenHas penaxkius, M3am. Ne 3).

2. AIITTAPATYPA, PEAKTUBbI 1 PACTBOPBI

Tonaporpad ocrmnnorpadmyeckuii nim monsiporpad nepeMeHHOro ToKa Jo00oro THIa.

Kucnora asotHas mo T'OCT 4461 u pasbawrienHas 1:1.

Kwuciora consuaag o I'OCT 3118 u pasoasnennas 2:1.

Kucaora 6pomucroBomopomtas mo 'OCT 2062.

Kwucnora xmopHad, 57 %-Hsiid pacTsop (8,5 Moib/mM3).

Ammuax Bogubii mo 'OCT 3760.

AmmMonwmit xaopucterit mo TOCT 3773.

BpoMm o T'OCT 4109.

Mens o I'OCT 859 mapku MOO.

Hatpwuit cepHHUCTOKUCIBIH (CynbhHUT HaTpHs).

Kamgmuit mo TOCT 1467, mapku Kn0.

Pryre mo TOCT 4658.

IInHK MeTayTMUeCcKUii TpaHyIMPOBAHHBIN.

CraHOapTHBIE paCTBOPBI METH.

PacTBOp A; TOTOBAT CJeAyIOLIMM 0b6pa3oM: HaBecKy Memm Maccol 0,100 r pactBopaior B 10 cM3
430THOM KWCJOTHL M BHIMApUBAIOT HocyXa. [IpuinBaioT 2 c¢M3 COMAHOM KHCIOTHL M CHOBA BHIMAPHBAIOT
nmocyxa. ITpwmsator 50 ¢cM3 comanoit kucaoTsl, 200 ¢cM3 BOIBI, KOJIMUECTBEHHO TIEPEBOIAT B MEPHYIO KOJIGY
BMECTHMMOCTBIO 1 mM3, pasbaBisSior 10 METKHM BOXOW M IEPEMELIMBAIOT.

1 cM3 pactBopa A comepkut 0,1 Mr Meu.

W3nanue opummanbHoe IlepeneyaTka BoCHpenIeHA
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PactBop B; rotoBar ciemyioumM obpasoM: 10 ¢cM? cTaHmapTHOro pacTBopa A MemW TOMEIIAIOT B
MEPHYIO KOJIOY BMeCTHMOCTBIO 100 ¢M3, mpunuBaioT 10 cM3 cosHOl KHCIOTH, OXJIaXIAloT, pa3soasisaioT
IO METKH BONIOM M TIepeMelINBAaIoT.

1 ¢cM? pacteopa B comepxur 0,01 Mr Memu.

PactBop B; roToBaT ciemyommM oGpasoM: 1 ¢cM3 cTaHZapTHOro pacTBOpa A MelM TOMEHIAOT B
MepHYI0 Kooy BMecTHMOCTBIO 100 ¢M3, mpuamBaioT 10 cM3 consiHO#M KMCAOTHL, 25 ¢M3 BOIBI, OXJIAX/IAIOT,
Pa30aBIgIOT IO METKH BOIOHM M TepeMEIIHBAIOT.

1 cM3? pacteopa B comepxwur 0,001 Mr Memu.

PacTeop B MpHMEHSIOT CBEXEMPHTOTORICHHBIM.

CraHaapTHBIE PaCTBOPHI KaaMHA.

PacTBOp A; TOTOBAT CNeMyIONMM 0Opa3oM: HaBecKy Kammma Maccoit 0,100 r pactsopsior B 10 cM?
a30THOM KHCINIOTHI, pa3baBieHHoM 1:1, M BIMapHBaloT qocyxa. IIpwiMBaIOT 2 CM? COJSIHOM KMCJIOTHI, H
BHIMAPHBAIOT IO BJIAXHOTo ocTatka. Ilpummeaior 50 ¢M> comsaHoi KHCAOTH, 200 cM? BOOBI, OXIAXIAIOT,
KOJIMIECTBEHHO TEPEBONAT B MEPHYIO KOJOY BMECTHMOCTBIO 1 AM3?, pasbaBisior 10 METKH BOIOH H
TepeMelIMBaloT.

1 ¢cM3? pactBopa A comepxwr 0,1 Mr kagmus.

PactBop B; rotoBsAT criemyionmM oGpasoM: 10 ¢cM3 cTaHAAPTHOTO pacTBOpa A KaaMHUs TOMEIAIOT B
MEPHYIO KO0y BMecTHMOCTRIO 100 oM, mpwmsalor 10 cM3 coNMsHOI KHMCIOTH, OXIAXIAIOT, pa3oaBIaioT
0 METKH BOJIOM M TICpEMEIIIHBAIOT.

1 cM3 pacteopa B comepxwut 0,01 Mr KagMus.

PactBop B; TOTOBST criemyionuM obpasoM: 1 ¢M3 CTaHZApTHOro pacTBOpa A KagMHs MOMENIAIOT B
MEpHYIO KoNby BMecTHMOCTRIO 100 cM3, mpwmmsator 10 cM3 congaHoi KMCIOTHL, 25 ¢M3 BOIBL, OXIAXIAIOT,
pa36aBIgIOT IO METKH BOIOM H IMEPEeMEIIMBAIOT.

1 cM3 pacteopa B comepxwur 0,001 Mr kagMus.

PacTBOp B MPHMEHSIOT CBEXENPHIOTOBICHHBIM.

CraHgapTHBIE pacTBOPH ITHHKA

PactBOp A; TOTOBAT ClEOyIOIMM OGpa30oM: HaBecKy mMHKa Maccoii 0,100 r pactBopsior B 50 cM3
COJITHOM KHCJIOTH, TpHuBaioT 200 cM3 BOIBI, OXMAXIAIOT, KOMTHIECTBEHHO MEPEBOAT B MEPHYIO KOJIOY
BMECTUMOCTEIO 1 M3, pa3baBiIsioT 0 METKH BOIOM M MEPeMEIIHBAIOT.

1 cM3 pactBopa A comepxmut 0,1 Mr UHHKA.

PactBop bB; roroar cremyrommuM obpasoM: 10 ¢cM? cTaHmapTHOTO pacTBopa A IIMHKA MOMENIAIOT B
MEPHYIO KOJIOY BMeCTHMOCTBIO 100 ¢M3, mpmwiuBaloT 10 ¢cM3 COMAHONM KHMCIOTH, OXIAXAAIOT, pa3oaBisIioT
IO METKH BOJOM M TMepeMelIMBaloT. PacTBOp MIPUMEHSIOT CBEXENMPHUTOTORJICHHEIM.

1 cM3 pactBopa comepxur 0,01 Mr mMHKa.

I'pamynpoBOUHBIE pacCTBOPHI MeIM, KaIMHsS W ITHHKA; TOTOBAT CJICAYIOIIMM OOpa3oM: K HaBeCKaM
Tammusg Maccoit 1,000 wm 5,000 v (cMm. Tabn. 1), Tepen pa3toXeHHEM WX B KHCJIOTAaX, OTMEPHUBAIOT
MHKPOIIMIICTKAMH CTaHIAPTHBIE PACTBOPH MEIHM, KaIMHS M IIMHKA M Jajice BEAyT MX TOATOTOBKY, Kak
yKa3aHO B pa3ll. 3. Paz0aBieHne 00beMOB pPacTBOPOB NMPOO ¢ TOOABKAMH M KOHILIEHTPAITHH B HHX T0OABOK
yKa3aHel B Ta0. 1.

Taonuna 1
JI06aBneHO CTaHAAPTHOrO PacTBOpa Maccosast
KOHLIEHTpal1st
n06aBKH B pacTsgpe
. . Mean KaamMus LIMHKA npoGbl, MI/aM
ag 5
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1 ]99,9995 5,000 B | 0,25 | 0,00025 B | 0,25 | 0,00025 b | 0,25 0,0025 5 10,05 (0,05 |]0,5
2 199,9995 5,000 B |04 [0,0004 B | 0,4 | 0,0004 b |04 |0,004 5 10,08 (0,08 |08
3 199,999 5,000 b | 0,1 [0,001 B | 0,25 | 0,00025 B | 0,25 0,0025 5 10,2 0,05 | 0,5
4 {99,999 5,000 B [0,2 | 0,002 B [ 0,4 |0,0004 b |04 |0,004 5 104 0,08 | 0,8
5 199,99 1,000 A |0,1 [0,01 B 0,3 |0,003 b |0,5 |0,005 10 |1 0,3 0,5
6 199,99 1,000 A 0,2 [0,02 b [0,5 |0,005 b | 0,8 |0,008 10 |2 0,5 0,8
7 199,98 1,000 A |01 0,01 A |01 |0,01 A 0,1 0,01 20 10,5 0,5 0,5
8 199,98 1,000 A |02 |0,02 A |02 |0,02 A 10,2 |0,02 20 |1 1 1
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®oHoBbIT AekTpoaut. B 1 aM3 pactBopa comepxurca 100 r xmopuctoro aMMonmsa u 100 cm3
aMMHaKka.

B cnyyae nonsporpadupoBaHisa Ha ocHmutorpadmueckoM mojgporpade 1 aM3 GoHOBOTO 371€KTpO-
JINTa DOJDXeH comepXaTh 20 cM3 pacTeopa xkenatTnHa. POHOBHIA SIEKTPONIUT YCTONYNB B TedeHHe 7 THEH.

Ddup-B, B-INXTOPIUITHIIOBHI (XIOPEKC).

MeTnnmm300yTHIKETOH.

Kenarun mumesoit mo TOCT 11293, pactBop 20 r/mM3, CBEXeMpPHUTOTORICHHEII.

(3meHenHan penakiusa, Fam. Ne 2, 3),

3. IPOBEAEHUE AHAJIM3A

3.1. B KOHMYECKYIO KOJIOY BMECTUMOCTHIO 100 cM> moMelnaroT HaBecKy Tayumst Maccoit 1,000 r (ipu
MaccoBoii mojne Tawms 99,98—99,99 %) wm 5,000 r (mpu MaccoBoit none Tammsa 99,999—99,9995 %),
MIPUINBAIOT a30THYIO KMCJIOTY, pasbapieHHyio 1:1 (k HaBecke Maccoit 1,000—2,000 r 4—6 cM3, K HaBecke
Maccoii 5,000 r 8 ¢cM3, B Koy ¢ KOHTPOJBHOM MpoBoii COOTBETCTBEHHO — 4, 6, 8 cM?), HakpHIBaIOT
YaCOBHIM CTEKJIOM M PacTBODSIOT MpH HarpeBaHWH. CTek/I0 yOMpaloT M MpoOy BBIMApUBAIOT OO BIAXHOTO
ocTatka. OXJIaXaaioT U MPWIKMBAIOT K Mpode, comepxaiieit Hasecky 1,000 1 — 2 ¢M3, K TipobaM, comepxka-
M Hasecku 2,000 r u 5,000 r — cooTBeTcTBeHHO 5 M 10 ¢M3 COIAHOI KUCIOTH M OCTOPOXKHO BBINAPHU-
BalOT IO MOJTHOTO YHAJIEHUs OKCHIOB a30Ta.

K ocTaTKy MpHIMBAaIOT pacTBOp OPOMMCTOBOZOpomHOil KuciaoThl ¢ (HBr)=4 monb/mM? (K mipobGe ¢
HaBecKoii Maccoii 1,000—2,000 r 10—15 cM3, x mpobe ¢ HaBeckoit Maccoii 5,000 T 20 cM?), COOTBETCTBEHHO
0,5u 1 wnn 3 cM3® 6poMa, HAKPHIBAIOT YACOBBIM CTEKJIOM M OCTABJIAIOT IO MOJTHOTO PaCTBOPEHHS TALTHS
Ha TEeTUIOM MeCTe TpH MEPHOAMUECKOM TepeMeIInBaHNH.

PacTBop mpoOH! (BRLIEAIONIHMIT TTAaphl 6poMa) MOCIe OXIAXICHNS MEPEBOIAT B NETUTETBHYIO BOPOHKY
BMECTUMOCTBIO 120—150 ¢M3, IpMINBAIOT K PacTBOpaM, COmEpXalluM HaBecKy mpobsr 1,000 T — 20 cm3,
2,000 r — 30 cM3, K pacTBOpY, comepXaileMy HaBecKy 5,000 r — 60 cM3 x1opeKkca, OnmoJOCHYB UM TIpeIBa-
PUTENIBHO KOJIOY, B KOTOPOH MPOBOIWIOCH PA3NTOXKEHHE, M SKCTPATMpYIOT TaUIHil TpH MEICHHOM
BCTpSIXMBaHMM B TeueHHMe 2 MMH. [locie pasnenenusa ¢ha3 opraHMUeCKHii CJIoi 0TOPaCcHBAIOT, B ICITATEITh-
HYIO BOPOHKY NMPWIMBAIOT B COOTBETCTBUH C HaBecKoil mpobs 10; 20 mwmm 30 cM? xmopekca, 1—2 xammm
OpoMa M 3KCTPaKIIMIO TALTHUS MOBTOPAIOT. Ilocie cOpoca Bropoii MOpLUMHU XJIOPEKCa SKCTPAKITAIO TAJLTUS
TIOBTOPSIOT €llle JIBa pasa.

BomHelit cmoi, mocie cOpoca XIOpekca, TMepeMBalOT depe3 TOpJOBHHY B APYIYIO NCIHUTENHHYIO
BOpPOHKY, Tpubapmstior 1—2 karmm 6poMa, 10 cM3 xyopekca, BCTpAXMBaIOT B TeyeHHe 2 MuH. [locie
TIIATEJILHOTO OTHeNIeHHs XJIOpPeKca BOMHBIN CJIOi CIMBAIOT Yepe3 TOPJIOBMHY B CTaKaH BMECTHMOCTBIO
50 ¢cM3, BHMapuBalOT 00 00beMa 3—4 ¢M3, mpwimBaloT 1 ¢cM? XJIOpHOI KHMCIOTH M BHIMAPHBAIOT 1O
BHLIETIEHHS TIAPOB MOCETHEH, MPIIHBAIOT 1 cM3 a30THOI KHCIIOTH ¥ POTOJIKAIOT BHIMAPHBATh MOUTH IO
TIOJIHOTO YIAIeHHS XJIOPHOM KHCJIOTHI.

[Ipy HaTHMYMHK B TAJUTHH TeJUIypa, YTO YCTAHABIMBAIOT TIPEABAPHTENIBHO, TAJUTHI SKCTParupyloT, Kak
yKa3aHO [0 MepeBoda BOMHOTO CJIoA B JPYIyI0 BOPOHKY, HO BMECTO XJIOpeKca TMpHOapiImior 15 cm3
METHIM300YTHIKETOHA (OpOM He MOOABIISIOT) M SKCTPArHPYIOT TeJUTYp, HHAMI H OCTaTKH TAJUTHS B TeUCHHE
1 Mur. BogHEIi /10 TIOMEIAIOT B CTAKAH BMECTHMOCTBIO 50 ¢M3 M Jajiee TOCTYMAIOT, KaK YKa3aHO BHIIIE,

K ocraTky mociie BHIApHBaHHA KUCTOTH pWIKMBaoT 5—10 wam 20 cM3 JOHOBOTO 3IEKTPONIHTA (CM.
Tabn. 1), IpHOARIAIOT HA KaXIsle 5 ¢M> OKoiMo 50 Mr cyasduTa HATpHd, TIEPEMENIMBAIOT M TIPOBOMAT
noyiAporpapupoBaHre MeIH, KaAMHA M IMHKA COOTBETCTBEHHO NMpH MOTEHIIHAJIaX MHKOB MHHYyC (0,52,
munyc 0,82 u MuHyc 1,4 B Mo OTHOIIEHHIO K HACHIIEHHOMY KAJIOMEJIBHOMY 3JIEKTpoAy. B aHAJIOTHUHBIX
YCIIOBHAX TONAPOrpadrpyiOT PacTBOP KOHTPOJBHOM TPOOHBI M TPaIyHPOBOYHBIE PACTBOPHI. 3HAUCHHE
BBICOTHI BOJIHBI KOHTPOJIBHOTO OMNBITA BRIUMTAIOT M3 BHICOTHI BOJIHHI TIPOOH H 0OpabaTHIBAIOT Pe3yIBTaThI
aHaM3a.

Ocmumiorpadpuueckuii mojagporpad MpUMEHIIOT TIPH aHAJIM3¢ MEIH, KaaMHMSI M LIHHKA B TAJUTHH C
MaccoBoii morneit ero 99,98—99,99 %.

(A3menennas penakuus, Wsm. Ne 2, 3).

4. OBPABOTKA PE3YJIbTATOB
4.1. MaccoByio TOJIO MeIH, KaIMHs HWIH IMHHKa (X) B MPOIEHTaX BEUMCIISIOT 1o dopMyrie

____HV-C
(H,— H) - m - 10000 °

X

rie H — BBICOTa BOJHBI MeH (KaIMHUSA MM IIMHKA) TPH TONApOrpadMpOBaHHH PacTBOpa MPOOHI, MM;
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H, — BBICOTa BOJHBI MeIH (KaAMHSA WM LWAHKA) TPH MOMsAporpadmMpoBaHWH pacTBOpa MPOOBI CO
CTaHIAPTHOM MOO0ABKOM, MM;
¥ — 00BeM pacTBopa MpoOHL, CM3;
C — MaccoBasd KOHLEHTpallMs CTAHAAPTHOM TO0aBKH MenH (KaIMMs MK IIMHKA) B TPaTyHPOBOYHOM
pacTBOpe, Mr/mm3;
m — Macca HaBeCKH TaJUIHd, T.
(A3menennas penakmusa, U3m. Ne 2, 3).
4.2. AGCOJIOTHBIC 3HAUYCHHS Pa3HOCTEH Pe3yJILTaTOB ABYX MapaUIeJbHBIX onpeaeaeHH it (TToKa3aTeb
CXOIVIMOCTH) M PE3YIBTATOB IBYX aHAM30B (MOKA3aTeNbh BOCTIPOM3BOAMMOCTH) C JOBEPHTEIBHOM BEPOST-
HocThio P = (1,95 He MOJKHBI MpeBHIIATh 3HAYCHMI TOMYCKaeMBIX pacXOXIeHMi, YKa3aHHBIX B TaOM. 2.

Ta6numa 2
JonyckaeMoe pacxoX/ICHUE MapasLiebHbIX JlonyckaeMoe pacxoxAcHUE pe3yibTaToB
MaccoBas joas1 Meau, Kaamust onpeaencHuii, % aHanu3a, %
WM 1MHKa, %
Meap Kaamuii Huuk Meab Kanmuii Huuk
Ot 0,000005 o 0,000010 Bxmou. 0,000003 0,000003 - 0,000004 0,000004 —
Cs. 0,000010 » 0,000020 » 0,000005 0,000005 0,000005 0,000008 0,000008 0,000008

» 0,000020 » 0,000050
» 0,000050 » 0,000100

v

0,000010 0,000010 0,000010 0,000015 0,000015 0,000015
0,000030 0,000030 0,000030 0,000040 0,000040 0,000040

v

» 0,00010 » 0,00020 » 0,00005 0,00005 0,00005 0,00008 0,00008 0,00008
» 0,00020 » 0,00050 » 0,00010 0,00010 0,00010 0,00015 0,00015 0,00015
» 0,00050 » 0,00100 » 0,00030 0,00030 0,00030 0,00040 0,00040 0,00040
» 0,0010 » 0,0030 » 0,0005 0,0005 0,0005 0,0008 0,0008 0,0008

(Uzmenennas penakmus, Msm. Ne 3).
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NH®OPMALIMOHHBIE JAHHBIE

1. PASPABOTAH 1 BHECEH Munucrepcrsom nsetHoit Metautyprun CCCP

PASPABOTYHUKHN

A.IL. Cbruen, M.I'. Caion, B.H. JIvicenko, U.A. Pomanenko, B.A. Konecnnkosa

2. YIBEPXKJIEH ¥ BBEJIEH B JIEVICTBUE ITocranoBnennem ['ocy apcTBEHHOTO KOMHTETA CTAHIAPTOB

Cosera Munncrpor CCCP ot 10.05.77 Ne 1171

H3menenne Ne 3 npunsaTro MexrocyaapcrseaHbiM CoBeTOM N0 CTAHIAPTH3AIMHA, METPOJIOTHA M CepTH(H-

Kauun (mporokoa Ne 4 or 21.10.93)

3a npUHATHE NPOTOJIOCOBAIH:

HauMeHoBaHUE rocysapcIBa

HaumeHOBaHME HAIMOHANLHOLO OPraHa
MO CTAHAAPTU3ALUU

Pecrybnrika ApMeHus
Pecnyonuka Benopyccus
Pecny6nuka Kasaxcran
Pecny6nka Mongosa
Poccuiickan Penepaiuis
Pecny6iuka TypKMeHHCTaH
Pecrybnvka Y306ekucraH
‘YkpauHa

3. BBEJIEH BIIEPBBIE

ApMroccTaHaapT

Toccranmapt Benopyccnu

TF'occrangapt Pecryonuku Kasaxcran
MonnoBacTaHzapT

TFoccranpapt Poccun

I'naBHas rocynapcTBeHHast HHCeKUUs TypKMeHHCTaHa
Y3roccraHgapt

TloccranmapT YkpauHe!

4. CCbUIOYHBIE HOPMATUBHO-TEXHUYECKHUE TJOKYMEHTbBI

O6o3Hauenue HT/I, Ha KOTOpbLit
JlaHa CcChLIKa

HoMep nyHkTa, noanyHkTa

T'OCT 859—78
TOCT 1467—93
T'OCT 2062—77
I'oCT 3118—77
TOCT 3760—79
T'OCT 377372
T'OCT 4109—-79
T'OCT 4461—77
T'OCT 4658—73
T'OCT 11293—89
T'OCT 18337—80
T'OCT 22519.0-77
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5. OrpannueHre CpoKa [eiiCTBHA CHATO MO MpoToKoNy MekrocynapcreenHoro CoBeTa Mo CTAHAAPTH3ALMH,

MeTtposioruu U ceprudukammn (MYC 2—93)

6. TIEPEU3TAHUE (¢despans 1998 r.) ¢ M3menennsavu Ne 1, 2, 3, yrBepxkaeHnsivi B ssuBape 1983 r., mapre

1987 r., wmione 1996 r. (IYC 5—83, 6—87, 9—96)
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