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Lead concentrates. Determination of germanium.
Photometric method

B3amen
OKCTY 1725 rocCrt 14047.13—72

Mocranosnennem FocyaapcreenHoro komurera CCCP no crangapram or 23 asrycra
1978 r. N2 2310 cpok BBeAleHMS YCTaHOBNEH

Mposepen B 1984 r. Mocranoeneunem loccranpgapra or 09.07.84
N2 2443 cpok peiicTBHA npopneH

Ao 01.01.90

HecobniofeHue crangapra npecneflyercs no 3aKOHy

HacTosuuii cTaHAapT pacnpoCcTpaHseTcss Ha CBHHIOBHE KOHIEH-
TPaTH BCeX MapOK H yCTaHaBJAHBaeT (HOTOMETPHYECKHH METOJ ompene-
JeHUs] MaccoBO# HoJu repmanus ot 0,0005 xo 0,19%.

Metox ocHoBaH Ha oOpasoBaHum repmanueM (IV) ¢ dennndayo-
POHOM B KHCJOM DacTBOpe OKpDAIIEHHOrO B KPacCHBIH LBET KOMILJIEKC-
HOro COeJMHeHMs, cTabujusupyemoro nobGaBjeHHeM 3allHTHOrO KOJI-
JOKMJA — ¥KeJaTHHa, H (OTOMETPHPOBAHHH pacTBOpa B 06JAaCTH AJHH
BOJIH 520—550 HM.

OT Memammux onpegeseHHI0 3JeMEHTOB repMaHuil OTAENSAIOT IKC-
TpPardpoBaHHEM H3 PacTBOPa COJSHOM KHCJIOTH 9 MOJb/IM3® YeThIpex-
XJIOPHCTHIM YTJIEPOIOM, a 3aTeM PEe3KCTPAKLUHER ero BOIOM.

Konnenrpar passnaraior CljIaBJeHHeM C NEPEKHCbI0 HATPHA HJIH
KHCJIOTaMH.

CranjapT mnOJHOCTBIO COOTBETCTBYeT pekomeHgauuu C3B PC
995—67.

1. OBLUME TPEBOBAHHUSA

1.1. O6me Tpe6GoBaHus K MeroAy anaausa—mno CT C3IB
314—76.

M3gaHue ogmuumansHoe Mepenevarxka Bocnpeujexa

* Hepeusdanue (oxrabpe 1985 2.) ¢ Hamenenuem M 1, yreepicOennoim 8 urone
1984 2. (HYC 11—84).
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fa. TPEBOBAHMSI BE3ONACHOCTH

la.l. Tpe6osauus GesonacHocta — no 'OCT 14047.5—78.
(BBenen ponoanutenbio, Ham. Ne 1).

2. ATINATAPYPA, PEAKTUBbLI U PACTBOPLI

2.1. [nst mpoBefeHHs! aHa/H3a NPHMEHSAIOT:

CNEKTPOGOTOMETP HJIH (HOTOJIEKTPOKOJOPHMETP;

neub MyQesbHyl0, ofecrneunBalouylo TeMnepartypy Harpesa 600° C;

TEPMOMETP TEPMOJIEKTPHUUeCKHHl XpoMmenb-aniomeneBbii mo I'OCT
6616—74;

YalKH IIaTHHOBEE Ja6opaTopHule o T'OCT 6563—75;

THIJIH J1a6opaTopHble KOPYHAH30BHIE HJM 2KeJie3Hble, KOTOphIE IIe-
pel HCNOJb30BAaHHEM NPOBEPSIOT HA COJepKaHHe repMaHusd, Kak yka-
3aHO B NMpoBeJeHUH aHaau3a. VICHOJb3YIOT Te KeJe3Hble THIJIH, KOTO-
pbie comepxkat He Gosee 0,0004% repmanus;

kucaory asoruyio no F'OCT 4461—77;

kucsaory cepuyio no I'OCT 4204—77, pas6GaBaennyo 1:1 u 1:6;

kucjaory coasuyio mo I'OCT 3118—77 u pacreop ¢ (HCI) =
9 MoJsb/mM3;

KHCJIOTY (TOPHCTOBOJOPOAHYIO (NIaBHKOBYIO KucjaoTy) nmo I'OCT
10484—78;

kucyoTy oprodocdopuyio no 'OCT 6552—80;

ammuak BogHblll no TOCT 3760—79;

amMmoHuit xnopucthit no 'OCT 3773—72, pactop 10 r/am?;

ruApokcuiaMul  consHokHucabt no 'OCT 5456—79 uau rumpo-
KcunaMuH  cepHokuceann nmo T['OCT 7298—79, pactsop 20 r/am® B
pacTBOpe COJISTHOM KHCJIOTH 9 MoJib/ams;

xkejatuH numesolt mo FOCT 11293—78, pactop 10 r/am3, cBexe-
OPHTrOTOBJIEHHBIN;

HaTpus ruapar okucu no FOCT 4328—77, pactsop 200 r/am3;

HATPHUS TepeKuCh;

CIUpPT 3TUNOBHIH pekTH(HKoBaHHLIH no ['OCT 18300—72;

yriepos yethipexxJyopucteii no FOCT 20288—74;

denoadranenn no F'OCT 5850—72, pacrsop 10 r/mm3;

denunndayopon, pacrsop 0,5 r/am3; roroar ciexyomum o6pasom:
0,05 r ¢ennndayopoHa pacTBOPAIOT NPH HAIDEBAHHH HA BOASHOM
6ane B cMecu 85 cm® stusoBoro cmupra U 5 cM® pasGasaensoi 1:6
CepHOH KHCJIOTHI, PACTBOP OXJMaXAaloT, NEPeTHBAIOT B MEpPHYIO KOJAGY
BMectuMocTbio 100 cM3, MONMBAIOT O METKH 3THJIOBBIM CNHPTOM H
nepeMelinBalOT. PacTBOp XpaHAT B TEeMHOH CTeKJSAHKE C NPHTEPTOi
1npobKoi;

repMaHust IBYOKHCb;

CTaHJapTHbIE PACTBOPHI FepMaHHA:

pacteop A. 0,1441 r JBYOKHCH repMaHHS CMaYHBalOT B CTaKaHe
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5 cm3 BoAHI, 3aTeM MO KamsiM ONpubaBiAOT pacTBOp rHApaTa OKHCH
HATpHs M HarpeBaioT A0 NOJHOTG PACTBOPEHHS NBYOKHCH repMaHH.
Ianee npuGaBJsiioT OAHY KaIlliio pacTBopa denoiadTanerHa u HeATpa-
JMH3yloT pa3baBieHHOH 1:1 cepHON KHCJOTOH RO HCUE3HOBEHHS OK-
packH HMHAYKATOpa, pAacCTBOP OXJaXJaloT, NepenuBaloT B MEPHYIO
Kon6Gy BmectuMocTbio 1000 cm3, mpusuBator 14 cm® pas6asnennoi 1: 1
CepHON KHCJIOTHI, JOJIHBAIOT A0 MeTKHM BOAOH M INepeMelIHBalorT.

1 cm® pactBopa A comepxut 0,1 Mr repmanus;

pactBop B. 2 cM® pacTBOopa A nomemaloT B MepHYIO K0J10y BMeCTH-
moctbio 100 cM®, monMBAIOT A0 METKH BOROH M mepeMelnBaioT. Pac-
TBOp FOTOBSIT B J€Hb ynorpebseHus.

1 cM® pacrBopa B comepxur 2 MKr repmaHus.

3. NPOBEAEHME AHAJNIM3A

3.1. IlenouyHo#t cniocob pasAoXeHHH

3.1.1. HaBecky cBunuosoro koHuentparta 0,1—0,5 r (B 3aBHCH-
MOCTH OT COJAEp}KaHHA TepMaHHsd) NOMeWaloT B KODYHAH3OBHIA HJIH
JKeJe3HbIH THre/b, B KOTOPHIH IIpeABapHTeNbHO OTBEHIeHO 3 T' IepeKH-
CH HaTpHSl MNepeMelUHBAIOT M CINIABJAKT B MyQeJbHOH Neyd IpH
550—600° C B TeueHue 5—6 MHH A0 MOJIyYeHHS NPO3PayHOro H OXHO-
poxHoro miaea. THrenb ¢ MIaBOM OXJIaXKJAaloOT, 3aTeM IJIaB BHIleNa-
YMBAIOT BOJOH, 3aKpPbiBasi THreJlb YaCOBBIM CTEKJIOM, H 1O Mepe BhilLe-
JayMBaHHUS PacTBOP NepeaHBalOT B cTaKaH BMecTuMocTbio 300 cmd,
o6MbIBast THre/b CTpyei BOABI.

K pacTBopy npH oX/ax[AeHHH NPHJHBAIOT COJSHYIO KHCJOTY IO
pacTBOpeHHSI THAPATOB, 3aTeM Iocje pa3baBieHHsi pacTBOpa BOJOH
npumepHo 1o 100 cM® npuaHBalOT aMMHaK 1o caaboro 3anaxa. Coxep-
JKHMO€ CTaKaHa HarpeBaloT 0 KHMIEHHS, OCafloK THAPATOB OKHCeH OT-
GHILTPOBHIBAIOT Ha (DUJIBTP cpejHeil NJOTHOCTH M NPOMBIBAIOT 4—5
pa3 ropsiyHM pacTBOPOM XJOpHCTOro aMMoHus. [ajee ocamoxk ¢ pas-
BEPHYTOro (GHJIbTPa CMBIBAIOT BO3MOXHO MaJIbIM KOJHYECTBOM BOJHI
B CTaKaH, rje MPOBOJHJOCH OCaXJAeHHe, H MPHJIMBAIOT COJISIHYIO KHC-
JIOTY AO TOJIHOTO €r0 PacTBOPEHHS, OXJaXKAasd COAepKHMOE CTaKaHa
B nporouHoit Bofe. O6mHil o6beM pacTBOpa NPH 5TOM He JOJKeH Ipe-
BHIIATHL 25 cM3. PacTBop GQHABTPYIOT OT OKaJHHLE Yepe3 TaMIIOH BaThHI
B JIe/INTENbHYI0O BOPOHKY BMecTHMocThio 250—300 cm®. CrakaH H Bo-
POHKY NPOMBIBAIOT 75 cM® COMAIHOM KHUCJOTHL.

K consnokHcaoMy pacTBopy npuiauBaioT 10 cM® yeTHIpexXJOpPHCTO-
ro yrjepojia, BCTPSIXHBAIOT B TeueHHe 2 MHH, 3aTeM HAlOT OTCTOATHCA
H OpPraHMYecKHi CJOH CAHBAIOT B APYTYIO HeJHTEJbHYIO BOPOHKY BMe-
ctumocTbio 50—100 cm3. K BoaHoMY ca010 npusnsaior 10 cM3 yernipex-
XJIOPHCTOTO yryiepoja H KCTparHpOBaHHe NOBTOPsAOT. OpraHuuecKui
CJIOH C/MBAIOT M NMPHCOEAHHSAIOT K nepBoMy. CoeluHEHHEIE 3KCTPaKTHI
NPOMBIBAIOT PACTBOPOM CEPHOKHCJIOrO HJIM COJISHOKHCJIOTO THAPOKCH-
JamuHa Tpu pasa no 10 cm®. Jlanee aKCTPaKT CJAMBAIOT B JAEIHTENb-
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HYI0 BOPOHKY, NpPH/JIMBAIOT 5 MJ BOJAB H B30a/TLIBAIOT B TEUEHHE
| MuH. BoaHbi# ¢J10# c/IMBAIOT B MEpHYIO K06y BMeCTHMOCTBIO 25 cmd.
DKkcTparupoBaHHe BOHOfi NMOBTOPAIOT ellle pa3, C/AMBas BOAHBIA 3KC-
TPAaKT B Ty Xe Kosuby. 3aTeM K BOJZHOMY 3KCTPakKTy B KoJbe mpH-
auBaioT 2,5 cM® cosiHON KUCJIOTHL, 2,5 cM3 pacTBOpa XKeJlaTHHA U mepe-
meumnBaioT. [IpuauBawr 2 cM® pacTBopa (eHHIPAYOPOHA, AOJHBAIOT
IO METKH BOJOH M CHOBa mepememrnBaioT. Uepe3 30 MHMH H3MepSIOT
ONTHYECKYI0 IJIOTHOCTb pacTBopa Ha (OTO3TEKTPOKOJODHMETPe HJIH
Ha crnekTpodoToMeTpe B o6sacTH AJMHH BoJH 520—550 HM B KioBeTax
C ONTHMAJbHOH TOJILHHON NMOTJIOLIAIOUIEro CBET CJIOS PacTBOpa.

PacTBop cpaBHeHHSI M'OTOBSIT CJAEAYIOIUM 06pa3oM: B MEPHYIO KOJ-
6y Bmectumoctbio 50 cm® npunusator 30 cM® Boaw, 5 cM® consHOM KHc-
Jotel, 5 cM® pacrBopa xesatnHa u 4 cM3 pacTBopa (eHHIPAyOpOHa,
nepeMellHBaIOT, pa36aB/soOT JO METKH BOJOH H CHOBA HepeMeliHBaIoT.

MaccoByio 10710 repMaHHsl YCTAaHAaBJIHBAOT IO I'PafyHpOBOYHOMY
rpaduky.

32. Kucnorus#t cnocob6 pa3joxXeHHud

3.2.1. HaBecky cBHHIOBOro KoHueHnrpara maccoit 0,1—0,5 r (B 3a-
BHCHMOCTH OT COJAEpXKaHHS FepMaHHs) INOMEIAaloT B IJIaTHHOBYIO
yalKy, CMaYHBAlOT BOAOH M mpubaBiasdioT mo Kamiasam 8—10 cm® asor-
HOlt KHCaOTH. [Toc/sie OKOHYaHHS peakLHH PacTBOP BHIIAPHBAIOT AOCY-
xa Ha BojasiHOH GaHue. [Ipunusait eie 8—10 cM® a30THOH KHCJIOTH H
1ocJie BHIAEJEHHs OKHCJIOB a30Ta — 5 cM® (TOpHCTOBOLOPOAHOH KHC-
JoTH, 5 cM® oprodocdopHOR KHCJIOTE M BBINAPHBAIOT HAa BOASHOM
6ane mo cuponoobpasnoro cocTosinud. HJsi MoJHOro yiaJjeHHst a3oT-
HOMi KHCJIOTBl OCTAaTOK CMAayMBalOT 5 cM3 BOJBI U BHIIAPHBAIOT JO BJIAXK-
HBIX cojell. Ilocnennion onepauuio MoOBTOPAIOT TPH pasa. K ocraTky
npHAHBAIOT 25 ¢M® BOABI, OXJIaXKAAI0T, MPUIMBAIOT 25 cM3 COMAHON KHC-
JOTBI,  NEPeJHBAIOT B JEJHTEJNbHYIO  BODOHKY BMECTHMOCTBIO
250—300 cm3, o6MbiBasi cTeHKH wamku 50 cM® CONSHON KHCJIOTH, TIPH-
ansaioT 10 ¢cM® YeTBIPEXXJIOPHUCTOrO YIJepoia M JaJiee aHAJIH3 NMPOLOJ-
JKalT, KakK yka3aHo B m. 3.1.1.

3.3. lnst mocTpoeHust rpafyupoOBOYHOrO rpa¢Hka B MepHHIE KOJIGH
BMECTHMOCTbIO 25 cM® oTMepuBaloT 1, 2, 3, 4, 5, 6 u 7 cM® craHgapT-
Horo pactBopa B, uro coorBerctByer 2, 4, 6, 8, 10, 12 u 14 MKr rep-
MaHHA. PacTBopH A0MHBAIOT BojoH Ao oO0bema 10 cM3, mpuiuBalOT MO
2,5 cM® cosIHOM KMCJIOTH, 2,5 cM® pacTBOopa JKeJaTHHA H NepeMelllH-
BaoT. 3areM NpHAMBAIOT 2 cM3 pacTBopa ¢enundayopoHa, pasbasis-
I0T 0 METKH BOZOH M CHOBA NEPEMELIHBAIOT.

Uepes 30 MHH H3MEPAIOT ONTHYECKYIO [IJIOTHOCTL PAcTBOpa Kak yKa-
3aHo B m. 3.1.1.

[To mosyueHHBIM 3HAaYeHHSIM ONTHYECKHX MJIOTHOCTEH PAaCTBOPOB H
COOTBETCTBYIOLIUM MM COJepXKaHHAM repMaHus CTPOAT TpajyHpOBOY-
HBIA rpadHk.
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4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoBywo nomo repManus (X) B npoueHTax BHIUUCISIOT NO
tdopmyie
X100
m 108

rie m; — KOJUYeCTBO TepMaHHs, HalJeHHOe MO TPajyHpPOBOYHOMY
rpadHKy, MKT;
m — Macca HaBeCKH KOHILEHTpaTa, I.
4.2. JonyckaeMoe pacxoxJeHue MeXIy pe3yJbTaTaMd JBYX Tna-
pasJiesibHbIX Olpeje/eHuii NPH JoBepUTebHO BepoaTHocTH P=0,95
He JIOJKHO NPEeBLIIATh BeJIHUHHbL, YKa3aHHOH B TabaHule.

MaccoBas poas repmamnms, % Jonyckaemoe pacxoxaenne, %

Ot 0,0005 mo 0,001 0
Cs. 0,001 » 0005 0
» 0,006 » 0,01 0,001
» 0,01 » 0,05 0
» 0,05 » 0,1 0




Vismenenve Mo 2 TOCT 14047.13—78 Kouuentparw cpununosme, Poromerpriecxnf
MEeTOJ| ONpeleNeHNRs FePMaHHs

YrBepxkaeHo H BBejcHo B meficTBue [locranosaenwem FocynapcTBeHHOro XKOMHTET&

CCCP no cranpapram ot 23.06.89 Ne 1926
Hara seepenns 01.01.90

Mynxr 11 3amenuts cepliky CT C3B 314—76 wa I'OCT 27329—87

IMvakr 21 Yerpeprhit a63an Hekawounts cnosa «no FOCT 6616—74s»;

ABaanaTh BTOPOH a63ail 3aMeHHTb CJAOBA <repPMaHHA JBYOKHCb» Ha €ZHOKCHE
rePMAHNAS,

ABajuare 4eTBepTHiT ab3an 3aMeHHTb C/AOBa <ABYOKHCh MepMaHHS» HAa «AHOK-
CUJ repMaHus»

IMynkr 311 Tlepsmit a63an 3amenuts 3uagvenue 0,1—0,5 r na «maccoft 0,1000—
—0,5000 r»

Myukr 321 Tlepsmii ab63an 3amenurs cioBa <«maccofi 0,1—0,5 r» Ha «macco#t
0 1000—0 5000 r»

(Tpodorsxenue cm. ¢ 59)



(11podoamcenue usmenenun k F'OCT 14047.13—78)

IyuxT 4 2 U3M0XKHTH B HOBOH pepaxuun: «4.2, JlomyckaeMoe pacXoXAeHHE MeX-
ny pe3yJibTaTamy napaji/e/bHBX OUPEAe/NeHHH H AONMYCKaeMOe DaCXOMXIEHHE MEXKAY
pesy/bTaTaMd aHaau3a NpH AOBepuTe/bHOA BepoATHOCTH P=0,95 HE X0JKHO NpEBH-
WaTh BeJAVYHHE, YKA3aHHON B TabaHIe.

%

Maccovan geons repuanus

Jdonyckaemoe PACXOMKAEHHE Mex-
AY Hapajl/ieIbHHMM Onpegene-

JlonycxkaeMoe pacxoxieHue
MeKAY Pe3y/bTaTaMH aHa

HUAMH aU3a
Ot 00005 no 0,001 0,0002 0,0005
Cs. 0,001 » 0,005 0,0005 0,001
» 0,005 » 0,0] 0,001 0,002
» 001 > 005 0,002 0,002
» 005 » 01 0.01 0,015

v

(UYC Ne 10 1989 r.)
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Emiunua
Bemwuma " O6oanauenmne
MeXayHapoaHoe pyccKoe
OCHOBHHLIE EAHHHLDB CH
Idnuna mertp m M
Macca KMnOrpamm kg Kr
Bpems cexyHRa S c
Cuna 3nexTpM4ecKoro Toka amnep A A
TepmoguHamuveckas Temnepartypa KenseuH K K
Konuuectso sewectsa mone mol mons
Cuna csera KaHgend cd KR,
AONONHUTENBHBLIE EAUHHULUD CH
NMnockust yron papuan rad pag
TenecHbiii yron cTepaguan sr cp

NPOU3BOAHBIE EAWHKLDI CH, HMEIOWME CNELMANIbHBIE HAUMEHOBAHMA

Eaunnya

Buip yepes
O6o3HausHke OCHOBHBIE K f10-
Benwuuna Haumenosa-
o menayna- [ oy ceroe NONHKTENbHbIG
poaHoe egmnnun CH
Yacrora repy Hz L c!
Cuna HBIOTOH N H M-Kr-c—2
HasneHxue nackans Pa NMa Mo Kkrec—2
DHeprus RXoyns J Ox Mm2.kr-c—2
Mouxocts BATT W Br m2.kr.c3
Konuuectso anexrpuuecrsa KYNoH C Kn c-A
Snexrpuyeckoe HanpsikeHue BONLT \Y B m2.kr.c=? At
AnexTpUvECKOR ©MKOCTh dapan F @ m3kr—.c A
AnekTpuseckoe conporuenexue om @ Om m2.xr-c™ - A2
DnexTpuueckas nposoaMMoCTb cumeHc S Cnm m-okr—t.c3.A?
Norox marHuTHON MHAYKLMK seGep Wb B6 Mz . kre c2A™!
MaruurHas uHgykuua Tecna T Tn ur-c—2- A-!
UupykTueHOCTL reHpm H u Mm2.kr-c~2-A~2
CseroBo#i norok nomex Im nm KA - Cp
OcBewyerHHocTs nroke Ix nx M. kg -cp
AxTUBHOCTD PagUMOHYKNUAQ Gekkepens Bq bk c-!
MornoweHuas ao3a MOHU3KPYIO- rpav Gy Mp m?-c?
wero M3ny‘(eﬂ"ﬂ
DKBMBANEHTHAS BO3A MINYYEHMS 3usepT Sv 3e m2.¢c?
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