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MEXTOCYJIAPCTBEHUHTEB I CTAHIAPT
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Methods for the determination of gallium

MKC 77.120.10
OKCTY 1709

Jara seegenms 01.07.91

Hacrosmmii cTaHIapT yCTaHABTUBACT METOIBI ONPEIEACHUS TA/UTUA B AOMUHUM: (POTOMETPHUYECKUI
npu MaccoBoii mone rammg ot 0,001 10 0,1 % 1 aToMHO-a6COPOLIMOHHBIN TTPH MACCOBOM H0J1€ TAJLIUS OT
0,01 no 0,1 %.

1. OBIIIME TPEBOBAHUA
O6ume TpeGoBanus K MeTomam aHaimuza — mo 'OCT 12697.1.
2. POTOMETPHYECKUI METO/],

21. CYmHOCTh MeTOIA

Meton OCHOBaH Ha pacTBOPEHUH MPOOHI B COISTHOM KMCIOTE, 00pa30BaHUH CHHE-3€JIEHOrO HOHHOTO
accouMara TAUTUS ¢ MATAXUTOBBIM 3eJIEHBIM B COISTHOKHUCIION Cpefie ¢ KOHUeHTpauuei 6,0—6,5 Moib/nM>,
9KCTPaKIIHU HOHHOTO aCCOLMATa OEH30/I0M U TTOCJIEIYIOMIEM H3MEPEHHH ONTHYECKOM IUIOTHOCTH PacTBOpa
MPH JJIMHE BOJIHH 635 HM.

22, AnnmapaTtypa, peakTHBB M pPacTBODPH

®orosnektpokoaopumerp tuna ®BK-56M, ®BK-60, KOK win cnekrpodoromerp tTHna CPD-16,
C®-26 Wiy aHAJIOTUIHOTO THUTIA.

Kucnota conanas mo 'OCT 3118, paz6apnenHas 1:1 u 1:3.

Huxkens (IT) xnopun mo TOCT 4038, pactBop ¢ MaccoBoii noseii 0,2 %.

TuTaH TPEXXITOPUCTHIIA.

Turtan ry6uarsiii Mapku TT-100 mo TOCT 17746.

PacTBOp XJI0pHOa TUTaHa: 4,65 r THTAHA MOMEINAIOT B KOHHYECKYIO KOJIOY BMECTHMOCTBIO 250 cM® u
pactBopsioT B 100 cM? conmstHo#M kucnotsl (1:1) mpu yMepeHHOM HarpeBaHuH. PacTBOp OX/1aXIAIOT, epe/iMBa-
0T B MEPHYIO KOJIOY BMECTUMOCTBIO 100 cM?, TONMMBAIOT 10 METKH COJISTHOM KMCoToM (1:1) M nepemennsa-
10T. XpaHAT paCTBOP B TEMHOM MECTE B IVIOTHO 3aKPBITOM KOJIGE WIIH COCY/IE M3 TEMHOTO CTEKJIA.

ManaxuToBBIi 3e1eHbII (TeTpaMeTii-4,4 -nuaMuHO-TpUu(EeHWI-KapOOHWI-XTopHI), pacTBop 20 r/om>:
2 T MEJIKO PacTepPTOTO MAJAXUTOBOTO 3€JIEHOTO pacTBopsioT B 100 cM? consiHoit kucaoTe (1:3) u pacTBOp
busTpyioT. PacTBOp XpaHAT B COCYIe U3 TEMHOTO CTEKJIA.

Benzon mo F'OCT 5955.

Hatpwuii ceproxucisiii mo F'OCT 4166.

Tanmaa (I11) okeun (Ga,0,).

Tammuit rexauyeckuii mo TOCT 12797.

CraHmapTHBIE PAaCTBOPHI TAJUTHSL.

Aznanme opmumambHoe ITepeneuaTka BOCHpEmEna
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PactBop A: 1,0000 r rayumua wiu 1,3442 r npeaBapuTeIbHO NPOKaJeHHOTo npu Temneparype 300 °C u
OXJIAXIAEHHOTO B 9KcHkaTope okcuna rayutus (111) pactBopsior B 50 cm® pactBopa constHoi kucaorsi (1:1),
PACTBOP MEPEHOCHAT B MEPHYIO KOJIOY BMeCTHMOCTEIO 1000 cM?, ONTMBAIOT 1O METKH BOIOM M IIEPEMEIIMBAIOT.

1 cM3 pactBopa A conepxut 1,0 Mr rajuims.

Pacteop B: 5,0 cM? pacTBopa A moMemaioT B MEpHYIO KoJIOy BMecTHMOCThIO 1000 cM3, nonmBaioT 1o
METKH COIAHOM KMCToTOo# (1:1). PacTBOp roTOBAT Tiepe, yIOTpeGIcHUEM.

1 cM?® pactBopa b comepxur 0,005 Mr ramms.

PactBop B: 20,0 cM® pacTtBopa b momMenaor B MepHyio Kondy BMecTUMOCThIO 100 cM?, moyuBaioT 1o
METKH CONIAHOM KucIoTo# (1:1) M mepeMenMBaioT.

1 cM? pactBopa B conepxxut 0,001 Mr raymms.

23.IlpoBeneHune aHanau3a

2.3.1. HaBecky npoOn1 Maccoii 1 r moMemanoT B crakaH BMecTUMOCThIO 400 cM®, noGarmsmior 30 cm®
CONgHOM KHCOTH (1:1) M HAKpHIBAIOT 9acOBHIM cTeKIIOM. T1ocie npekpalueHus GypHO# peakIiH CTaKaH ¢
PACTBOPOM OCTOPOXKHO HATPEBAIOT IO MOJIHOTO PACTBOPEHHS MPOOHI, 3aTeM OOMBIBAIOT YACOBOE CTEKJIO HE-
GOJIBLIIMM KOJIMYECTBOM BOIBI B CTAKAH M PACTBOP YIAPHBAIOT JO BIAXHBIX cojeii. [locie oxymaxneHus K
OCTaTKy HO0ABIAIOT CONHYIO Kuciory (1:1) B komdecTBe cornacHo 1abi. 1 B 3aBUCHMOCTH OT MacCOBO#
JIOJIM TA/UTHA M HATPEBAIOT JIO MOJIyYEHHS IPO3PAYHOro PacTBOpa. PacTBOp 0XNaXaioT, IEPEHOCAT B MEPHYIO
KOJIOY BMECTHMOCTBIO COTJIACHO TaOJ. 1, OmonacKMBast CTakaH COMSIHOM kucioToi (1:1), 3aTeM 3THM Xe
PacTBOPOM KMCJIOTHI IOJIUBAIOT IO METKH ¥ TICPEMEIIMBAIOT.

TIpu HEOOXOTUMOCTH PacTBOP MPOOH DUIBTPYIOT Yepe3 Cyxoil GWILTP CpemHeil IIIOTHOCTH B CYXOM
CTakaH, oTOpachiBas nepBbic mopuuM GpuibTpara. M3 pacteopa npoOsl WiK €¢ GUIBTpaTa OTOMPAIOT AJIMKBOT-
HYI0 4acTh 5 cM? H MEPEHOCHAT B CYXYIO Je/IUTENIFHYI0 BOPOHKY BMECTUMOCTEIO 100 cM>.

Taonumma 1

O6beM pacTBOpa CONSHON KHCHIOTHI,

6 i 1:1 3 BmecTHMOCTh MEpHO# KOJOHI, cM3
pas6asaeHHol 1:1, cMm

Maccosasa gons raums, %

Ot 0,001 zo 0,005 Bxiiou. 25 50
Cs. 0,005 » 0,030 » 50 100
» 0,030 » 0,100 » 50 250

K pactBOpy B IenUTENBHOI BOPOHKE NOOABIMIOT 1 ¢M® CONgHOI KHCAOTHI, 0,5 ¢cM® pacTBOpa XJI0pHaa
turada (I11), BCcTpsxuBaloT B TeueHHe 1 MuH, 3aTeM OCTaBJAIOT Ha 2— 3 MuH. K pacTBopy moGaensior 2,0 cm?
pacTBopa MaJIAXMTOBOTO 3eJIEHOTO, TiepeMeInBaoT, 100aBaaioT 20,0 cM® GeH30/1a M BCTPSIXMBAIOT B TEUEHHE
2 muH. [Tocne paccioeHus BOOHYIO (pa3y OTOPaCcHIBAIOT, 2 OPTaHUUYECKYIO (ha3y MEPEHOCAT B CYXYI0 MEPHYIO
KOJIOY BMECTMMOCTBIO 25 CM?®, MONMBAIOT A0 METKH OEH30JI0M M MEPEeMEIIMBAIOT, 3aTeM Jo0aBIaioT 0,2 r
cynbdhara HATPUA U BCTPSIXUBAIOT IO MOJIYUYCHUS IIPO3PAYHOTO PACTBOPA.

M 3MepsoT ONMTHYECKYIO TUIOTHOCTh SKCTPAKTA MPH IUTHHE BOMHEL 635 HM. PacTBOpOM cpaBHEHUS CTy-
JKUT BKCTPAKT KOHTPONBHOTO OIBITa, ONHOBPEMEHHO TTPOBEASHHBIN Yepe3 BCe CTaIUU aHAIM3A.

Maccy rajmmst B pacTBOpe IPOOHI ONPEIEIIAIOT 110 TPagyHPOBOYHOMY rpaduKy.

2.3.2. JI1s1 mOCTpOeHMUS IpaTyupOBOYHOTO TpadrKa B IATH U3 LIECTH ACTUTEIBHBIX BODOHOK BMECTUMO-
crbio 100 cM® momearoT npu Maccosoi pose ramms Meree 0,005 % 1,0; 2,0; 3,0; 4,0 u 5,0 cM? cTraHmapTHOTO
pactBopa B, uro coorsercTByeT 0,001; 0,002; 0,003; 0,004 u 0,005 Mr rajumis, MpM MacCoOBOIi o€ TAJUIMS
oonee 0,005 % 0,50; 1,0; 2,0; 3,0 u 4,0 cM® cragmapTHOTO pacTtBopa b, uto coorBercTByeT 0,0025; 0,005;
0,010; 0,015 u 0,020 mr rammusa. Bo Bce AenuTeIbHBIE BOPOHKH J00ABIISIOT TAKOE KOJIMUYECTBO COJISTHOM
kucnoThl (1:1), 4ToGB 00BEM PaCTBOPA B BOPOHKAX CTAL 5 CM?, Iajiee MOCTYIAIOT COracHo 1. 2.3.1. Pacteop
ILECTOM KOJIOBI, HE COACPKAIIMIA CTAHIAPTHOTO PACTBOPA TAJUINS, CJYKUT PACTBOPOM CPaBHEHMS TIPH TIOCTPO-
€HUU TPaIyMpPOBOYHOTO rpaduKa.

ITo nony4yeHHBIM 3HAYEHHUAM ONITUYECKON IVIOTHOCTH PACTBOPOB M COOTBETCTBYIOIIMM MM MaccaM Taji-
JIMSI CTPOAT TPaayUpPOBOUYHBIN rpaduk.

24.00paboTKka pe3yaAbTaTOB

2.4.1. MacCOBYIO TOJTIO TALIHS (X) B TIPOLICHTAX BRIYMCIISIOT MO (hopMyJie

__m
X =000 100,

TIe m, — Macca rajuls B pacTBOpe MPOOHI, HaiiIeHHas 110 TPafyupOBOYHOMY TpadMKy, MT;
m — Macca HaBeCKHU MPOGBI, COOTBETCTBYIOIIAS ATMKBOTHOM YAaCTH PAcTBOPA MPOOHI, T.

62



rocCr 12697.13—90C. 3

2.4.2. AGCONIOTHBIE TOMYCKAEMBIE PACXOXACHHS Pe3yJIbTaTOB MapaJie/IbHBIX ONPEICTICHHUI HE JOJDKHBI
MPEBHILATH 3HAYCHUH, MPUBEICHHBIX B TA0I. 2.

Ta6aumma 2

AGCOMIOTHOE OIMyCKaeMoe pacxoxiueHue, %
MaccoBaa nona rawms, %
CXOOUMOCTH BOCIIPOM3BOIUMOCTH
Or 0,0010 oo 0,0020 Bxumiou. 0,0005 0,0008
Cs. 0,0020 » 0,0050 » 0,0010 0,0015
»  0,0050 » 0,0100 » 0,0020 0,0030
»  0,0100 » 0,0200 » 0,0030 0,0050
»  0,0200 » 0,0500 » 0,0050 0,0070
»  0,0500 » 0,0800 » 0,0080 0,0100
» 00,0800 » 0,1000 » 0,0100 0,0150

3. ATOMHO-ABCOPBIIMOHHBIN METOJT

31.CYmHOCThr MeTOOA

MeTton 0CHOBaH HA paCTBOPEHUH MPOOBI B COITHOM KMCIOTE M M3MEPEHHH aTOMHOM aGCOPOIMM rayutis
TIpH JJTHHE BOJHEI 287,4 HM B TUTAaMEHH alleTHIIEH — 3aKUCh a30Ta.

32.AnmmapaTtypa, pPeakKTUBH H PAaCTBOPH

CriekTpohoTOMETP aTOMHO-20COPOLMOHHBI MoAeH IlepkunH-3nMep, CaTypH WIH aHAJIOTHYHOTO THIA
C UCTOYHHKOM M3IYYSHUS TS TAJUTHS M TOPEJIKOM IS IVIAMEHH aeTHJIEH — 3aKUCh a30Ta.

Borna, mBaXXael IMCTUIMPOBAHHAS.

AtietuneH B 6amnoHax Texaudeckuit mo FTOCT 5457.

3akuch a3ora.

Kucnora comanaa mo 'OCT 3118, pazoasnennasn 1:1.

Kucnora azornas mo TOCT 4461.

Huxkens (I1) xaopua mo TOCT 4038, pacteop ¢ MaccoBoii moneit 0,2 %.

Bonopona nepokcun no FTOCT 10929.

Aueron o T'OCT 2603.

Amomunmii mapku A999 o TOCT 11069, ctpyxka. HemocpeacTBeHHO niepe ynoTpeOIeHHeM CTPYXKKY
OYMINAIOT B HEOOJIBIIOM KOJIMUECTBE PACTBOPA COJITHON KHCIOTBI, MIPOMBIBAIOT BOAOM, allETOHOM, BHICYILIH-
BAaIOT B CylIWIbHOM 1ukady npu temmneparype 100 °C B TeueHHe 2—3 MMH ¥ OXJIZXKAAIOT B 9KCUKATOPE.

PacrBop amomurmst 20 /oM 10 r aTIOMHUHMS TIOMEILAIOT B CTaKaH BMeCTUMOCTBIO 600 cM3, oGaBnsaioT
HeGombimMu nopiusiMu 300 M pacTBOpa COMAHOM KMCIOTHI H pacTBOPAIOT TIPH HATpeBaHMH, 100apisa 1 cm®
pacTBopa XJIopHaa HuKeJst. PacTBop 0XJIaKIaloT, MEPEHOCAT B MEPHYIO KOJIOY BMeCTUMOCTBIO 500 cM?, nonu-
BaIOT A0 METKU BOAOH M NMECPEMEIIUBAIOT,

Tlaymmii metammaeckuii o F'OCT 12797.

Fapmas (I11) oxewnn (Ga,0,).

CraHmapTHBIE PaCTBOPHI TAJUTHS

Pacreop A: 1,0000 r rayums wim 1,3442 r okcHIa rajuids, NMPeaBApUTELHO MPOKAJIEHHOTO NMPH TeMIIe-
patype 300 °C 1 OX1aXIEHHOTO B 9KCHKATOPE, PAaCTBOPSIOT B 50 CM? pacTBOpa COMSIHOM KUCJIOTHI ¢ HO0aBJIe-
HMeM 1 —2 Kaneib a30THOM KMCJIOTHI, PACTBOP NMEPEHOCAT B MEPHYIO KOJIOY BMeCTUMOCTBIO 1000 ¢M?, mosu-
BaIOT IO METKH BOAOH U MEPEMEIITUBAIOT.

1 cM?® pactBOpa A conepxwut 1,0 Mr rayms.

PactBop B: 10,0 cm® pacTtBOpa A MOMELIAIOT B MEPHYIO KOJIGY BMeCTUMOCThIO 100 cM?, monmuBaior 10
METKH BOIO# M NEPEMEIIHBAIOT.

1 eM?® pactBOpa b comepskut 0,1 Mr rayums.

33. IlpoBenmeHue aHaaMu3a

3.3.1. HaBecky nmpoOBI Maccoii 1 T moMeIaioT B cTakaH BMECTUMOCTEIO 400 ¢cM® ¥ IPUIMBAIOT HEGONb-
My opumamMu 30 cM? pacTBopa CONMTHOM KUCHOTH. TTocie npekpaleHus OypHO# peakliny cTakaH ¢ pa-
CTBOPOM OCTOPOXHO HATPEBAIOT U H0OABIAIOT HECKOJIBKO KalleJIb PacTBOpa MepoKcuaa Bogopona. ITocie pa-
CTBOpEHHS U30BITOK MEPOKCUIA BOIOPOIA YIAIAIOT KMITIEHHEM., PacTBOp OXJIaXIaloT, IEPEHOCIT B MEPHYIO
K00y BMeCTUMOCThIO 100 cM3, MOMMBAIOT O METKU BOMOM U TIEPEMEILIMBAIOT.

8* 63



C.4TOCT 12697.13—90

PacTBOp KOHTPOJILHOTO OMBITA FOTOBAT, HCIONB3YSI BMECTO HABECKH MPOOBI HABECKY ATIOMHHHSA MAPKH
A999.

3.3.2. JIng mOCTPOEHHUSA TPagyHpPOBOYHOro rpaduka B IECTh U3 CEMH MEPHBIX KOJIO BMECTHMOCTBIO
100 cm® momemaror 1,0; 2,0; 4,0; 6,0; 8,0 u 10,0 cM® crarmmapTHOTO pactBopa b, uto coorBercThyer 0,1; 0,2;
0,4; 0,6; 0,8 u 1,0 mr rawmua. Bo Bce konGu 106GapiaioT 1o S0 cM? pacTBOpa aAMOMUHKS, TOMHBAIOT 10 METKH
BOZIOV U MEPEMEIMBAIOT.

H3Meps1oT aTOMHYI0 a0COPOLMIO TAJUTHS B PaCTBOPE MPOOH, paCTBOPE KOHTPOJIBHOTO OMBITA H B pa-
CTBOpAXx ISt IOCTPOEHHS TPafyMPOBOYHOIO rpadpyika mpH AJTMHE BOJHBI 287,4 HM B TDIaMEHH alIETHJIEH —
3aKUCh a30Ta.

M3 nonyyeHHBIX 3HaYeHUIT aTOMHO#M a0COpOLIMM PacTBOPOB, COACPXKAIIMX CTAHIAPTHBIN PaCTBOP, BHIUM-
TAIOT 3HAYeHUE aTOMHOM a6COPOLIMH PaCTBOPA, HE COIEPXKALIETO CTAHAAPTHOTO PACTBOPA, U N0 MOJTyYEeHHBIM
3HAYEHUSIM aTOMHBIX a0COPOLIMIA U COOTBETCTBYIOLLIMM MM MAacCaM FaJIus CTPOSIT TPagyMpPOBOYHBIN rpaduk.

3HaueHHEe aTOMHO# a6COPOLIMM PaCTBOPa KOHTPOJIBHOTO OIBITA BEIYMTAIOT U3 3HAYCHUS aTOMHO#M a0Ccop-
61K pacTBOpa MPOOHI H MO rPafyMPOBOYHOMY IrpaduKy HAXOIAT MACCY TAJUTHS B paCTBOPE MPOOHI.

34060paboTKka pe3yabTaToOB

3.4.1. MaccoByio nomo rauiha (X) B mpolieHTax BEIYUCISIOT Mo (hopMmye

X 100,

-

~ m-1000

e m, — Macca rajyids B pacTBOpe MpoOkl, HaliIeHHad 1O rPajlyMPOBOYHOMY IPa(MKy, Mr;
m — Macca HaBeCKH IIPOOHI, T.

3.4.2. AGCOMIOTHBIE TOIyCKAEMBIE PACXOXKICHHUS Pe3y/IbTATOB MAPAUIEILHBIX ONpee/ieHUI He TOJDKHBI
TIPEBHIIAT 3HAYCHMIT, IPUBEACHHBIX B Ta0I. 2.

NHO®OPMAITMOHHBIE JAHHBIE
1. PASPABOTAH 1 BHECEH Munuctepcreom merauiyprua CCCP

PABPABOTYHUKHA
T. . XKumana, H. A. Ilonomapesa, 1. M. Koznosckas

2. VTBEPXK/JIEH 1 BBEJIEH B IEVICTBUE Ilocranosiennem Tocynzapctsennoro xomurera CCCP no
YIPABJIEHHI0 KA4eCTBOM NPOAYKIMA B cTanaapram ot 10.12.90 Ne 3085

3. Cranpapr noymoctbio cooTBercTBYeT CT CHB 6737—89
4. BBEJIEH BIIEPBBIE

5. CCbILIOYHBIE HOPMATHBHO-TEXHUYECKUE JOKYMEHTbBI

O6osuauenne HTJI, Ha O6osnauenrie HTJI, Ha H
KOTOPBIN JaHA CCHUIKA Howmep nynkra KOTODBIN JaHA CChLIKA OMEp MyHKTa

T'OCT 2603—79 32 TI'OCT 5955—75 2.2

T'OCT 3118—77 2.2,3.2 I'OCT 10929—76 32

TOCT 4038—79 2.2,3.2 TI'OCT 11069—2001 32

T'OCT 4166—76 22 I'OCT 12697.1—77 Pazm. 1
T'OCT 4461—77 32 T'OCT 12797—77 2.2,3.2
TOCT 5457—75 32 T'OCT 17746—96 22

6. IIEPEI3JIAHUE
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