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Lead concentrates. Determination of germanium.
Photometric method

BaameH
OKCTY 1725 roct 14047.13—172

Nocranosnenmem locymapcreenHoro komurera CCCP no crangapram or 23 asrycra
1978 r. N2 2310 cpox BBEJEHMA YCTAHOBMCH

¢ 01.01.80
fposepen B 1984 r. NMocranosnennem lNoccranpgapra or 09.07.84
Ne 2443 cpok peMcTBMSA NpoAaneH
no 01.01.90

Hecobniofenne craHpapra npecneayerci no 3aKOHY

Hactosimuii craHmapTt pacnpocTpaHsIeTCsI Ha CBHHIIOBBIE KOHIEH-
TpaTHl BCE€X MApPOK H yCTaHaBJHUBaeT (POTOMETPHUYECKHH METOJ Olipele-
JeHHsT MaccoBOH noJiu repmanus ot 0,0005 xo 0,19%.

Meron ocHoBaH Ha obpasoBaHuu repmanueM (IV) ¢ dennadpayo-
POHOM B KHCJIOM pacTBOpe& OKpAalIeHHOrO B KPaCHBIH LBET KOMILJIEKC-
HOrO COeJMHEeHUsi, crtabususupyemoro ao0aBjeHHeM 3alllUTHOTO KOJI-
JOouja — XKejaTuHa, u (pOTOMETPHPOBAHHH pacTBOpa B 00JacTH AJHH
BOJIH 520—550 HM.

OT MemamonUX onpeaeseHHI0 3JEMEHTOB repMaHuil OTAENAI0T JKC-
TparupoOBaHUEM M3 pacTBOpa COJISIHOH KHUCJIOTH 9 MOJb/AM? yeThIpex-
XJOPHUCTBIM YIJaepOAoM, a 3aTeM PE3KCTPAKIHEeH ero BOIOH.

KoHIeHTpaT pasaaraior CIJiaBJeHHeM C MNepeKHCbI0 HaTPHS HJIH
KHCJIOTaMH.

995CTaH,uapT MOJHOCTBIO COOTBETCTBYeT pekoMenaanuu COB PC
—67.

1. ObUIME TPEBOBAHMS

3141.17.606Hme TpeboBanud K Meroay anaauza—mno CT C3B

Usnauue ogmuumansHoe Mepeneuatka BOCNpeUieHa

* Hepeusdanue (okrabpe 1985 2.) ¢ Hamenenuem N 1, yrsepscdennvim 8 uione
1984 e. (HYC 11—-84).
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fa. TPEBOBAHMSA BE3ONACHOCTMH

la.1. Tpe6osanus 6e3sonacnoctd — no I'OCT 14047.5—78.
(BBepen pononauurenbHo, Uam. Ne 1).

2. ATINATAPYPA, PEAKTUBLI U PACTBOPHI

2.1. [ns npoBeneHUus1 aHa/ u3a NPUMEHSIOT:

CIEKTPOPOTOMETP HJIH (POTOJIEKTPOKOJOPHUMETD;

eyb My@eabHyio, ofecneunBaoiyio Temneparypy Harpesa 600° C;

TEPMOMETP TEPMOIJIEKTPUUYECKUH XpoMenb-anaioMmeseBbid no ['OCT
6616—74:

yallkd nuaTtuHoBele jJabopatopHble 1o [ OCT 6963—795;

THIJIM J1abopaTopHbLIE KOPYHAU3OBBIE HJIM KeJe3Hble, KOTOphie Ie-
pel HCIOJb30BaHHEM IMPOBEPSIOT HA COJAeprKaHUe repMaHusd, KakK yKa-
3aHO B MpoBeJeHHH aHaau3a. McnoJb3yioT Te XKeJse3Hble THIJH, KOTO-
pble cojgepxkat He Gosaee 0,0004% repmanus;

KucJjaoTy asoruywo no 'OCT 4461—-77;

kucaoty cepHyo nmo I'OCT 4204—77, pasbasaennywo 1:1 u 1:6;

kucaoty codasHyio mno I'OCT 3118—77 u pacrBop ¢ (HCI) =
9 Moab/am3:

KHCAOTY (PTOPUCTOBOAOPOAHYIO (NaBuKOBYIO KucjaoTy) no ['OCT
10484—78;

Kucjaotry oprodocdopuyio no FOCT 65562—80;

amMuak BoaHut no 'OCT 3760—79:;

amMoHui xjopucteiit no 'OCT 3773—72, pacteop 10 rfam?;

TUAPOKCHIAMUH CONSHOKHCABIA 1o ['OCT 5456—79 uau ruapo-
KcunaMuH cepHokucawlii no [OCT 7298—79, pacrBop 20 r/am® B
PACTBOPE COJISTHON KHCIOTH 9 Moab/am?;

x)enatud nueBod no 'OCT 11293—78, pacrBop 10 r/am3, cBexe-
OPUTOTOBJEHHBIN;

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

HaTpHUS TIePEKUCh;

CIIUPT 3THJOBbIH pekTudukoBanuuiii no 'OCT 18300—72;

yriepoa detoipexxJjopuctoit mo 'OCT 20288—74;

denondpraaenn no 'OCT 5850—72, pacrsop 10 r/am?®;

dennidayopoH, pacrtsop 0,5 r/aM®; roToBAT CJAeAYIOWIHM 0o0pa3oMm:
0,00 r d¢deHnapayopoHa pacTBOpsIOT NPU HArpeBaHHH Ha BOASHOM
ObaHe B cMmecH 85 c¢M? 3THJ0BOro cnupra U 5 cMm® pasbasiensol 1:6
CEPHOH KHCJIOTBI, pacTBOp OXJaXKAalOT, IEPEJUBAIOT B MEPHYIO KOJOY
BMecTuMocThio 100 cM®, HOMHMBAIOT A0 METKH 3THJOBBIM CIHPTOM H
nepeMelinBalT. PacTBOp XpaHAT B TEMHOH CTEKJsIHKE C NPUTEPTOH
NpoOKOH;

repMalusl ABYOKHCh;

CTaHJAapTHbIE PAaCTBOPHI repMaHHUs:

pacteop A. 0,1441 r [BYOKHCH repMaHHs CMayMBalOT B CTaKaHe
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5 c¢M3 BOABI, 3aTeM NO KanjaaM npubaBJflOT pacTBOp rujpaTa OKHCH
HATpPHSA M HarpeBaroT A0 IIOJIHOTO PACTBOPEHHS ABYOKHCH repMaHHA.
Hanee npu6aBAAIOT OJHY KAl pacTBopa ¢deHondTaJenHa 1 HEHTpa-
JH3YIOT pa3baBieHHOH 1:1 cepHOM KHCJOTOH A0 HMCYE3HOBEHHS OK-
pacKH HHAMKATOpa, PacTBOpP OXJAaxKAAIOT, NEepPeJHBalOT B MEPHYIO
kKoa6y BmectHMocTbio 1000 cm3, npuausaiot 14 cm® pasbasaensoi 1: 1
CepHOM KHCJIOTHI, JOJHBAIOT A0 METKH BOJAOH U IepeMeIlHBaloT.

] cm3 pactBopa A comepxut 0,1 Mr repManus;

pactBop b. 2 c¢M® pacTBOpa A noMeumamoT B MepHYK K00y BMECTH-
mocTtbio 100 cM3, mosuBalOT A0 METKHM BOJOH M mepeMeliuBalor. Pac-
TBOP T'OTOBSIT B JeHb yrnoTpelJeHus.

1 cm® pactBopa D cozepXuUT 2 MKr repmaHus.

3. NPOBEAEHMNE AHAJIM3A

3.1. llesouHo#H cnocob pa3yioXeHHUH

3.1.1. HaBecky cBuHuosoro koHuenrpata 0,1—0,5 r (B 3aBuCH-
MOCTH OT COJep2KaHHs TepMaHHs) IOMELlal0T B KOPYHAHM3OBHIA HJH
JKeJjie3HblH THIre/b, B KOTOPHIH IIpeABapHTE/NbHO OTBELIeHO 3 I IepeKH-
CH HaTpHs IepeMellMBalT M CHJABJAAKT B MY(eJbHOH Neyu NpH
550—600° C B TeueHne 5—6 MHH A0 MOJYYEHHS NPO3PAUYHOrO H OJHO-
poAHOro mJjaBa. Turejb ¢ MJaBOM OXJIa)XKAalT, 3aTeM IJIaB BHILeJa-
YHBAIOT BOJOH, 3aKpPbiBasi THUre/lb YACOBLIM CTEKJIOM, H 10 Mepe BhIlUe-
JauMBaHUA pacTBOp IepesHBalOT B cTakaH BMecTUMocTbio 300 cmd,
oOMbIBasi TUreJb CTPYEH BOJHI.

K pacTtBOopy npH oXJaXXA€HHH NPHJHBAIOT COJISTHYIO KHCJAOTY 10
pacTBOpeHHSA THAPATOB, 3aTeM Ioc/Je pas3baBiaeHHUsi pacTBOPa BOJAOH
npuMepHo g0 100 cm® npuauBalT aMMHak 1o caaboro 3anaxa. Coaep-
KHMO€E CTaKaHa HarpeBaloT A0 KUNEHHS, OCaJ0K T'HApPAaTOB OKHCEH OT-
GUABTPOBBIBAIOT HA (PUALTP CpeAHeHl NJIOTHOCTH H IPOMBIBAIOT 4—5
pa3 ropsA4uM pacTBOPOM XJIOpPHCTOro aMMoOHHUs. [lajiee ocajok ¢ pas-
BEPHYTOr0 (GpUJAbTPA CMBIBAIOT BO3MOXKHO MAaJbiM KOJHYECTBOM BOJHI
B CTaKaH, rje NMPOBOAHJIOCH OCaXKJAeHHe, U NPHJIHBAIOT COJISIHYIO KHC-
JIOTY AO NOJIHOTO €ro pacTBOPEHHs, OXJaXAas COAepKHMOE cTaKaHa
B NMPOTOYHOH BoAe. OOIHA 06beM pacTBOpa NP 3TOM He JOJIKEH Ipe-
BHIIATh 20 c¢M®. PacTBOop QHJIBTPYIOT OT OKAaJHHL Yepe3 TaMIIOH BaThI
B JeJUTeNbHYI0 BOPOHKY BMecTUMOCThbi0 250—300 cm3. CrakaH H BO-
POHKY NPOMBIBAIOT 75 c¢M3 COJITHOH KHCJIOTHI.

K coqasiHOKHC/IOMY pacTBopy npuJaHBaloT 10 cm® yeTHIpEeXXJOPHCTO-
ro yrjepoja, BCTPAXHBAIOT B TeueHHe 2 MHH, 3aTeM HAIOT OTCTOSTHCH
H OpraHMYyeCKHH CJIOH CJHBAIOT B APYIYIO JeJHTEJNbHYIO BOPOHKY BMe-
ctumocTbio 00—100 cm3. K BoaHOMY cao10 npusnusator 10 cM3 yeTsipex-
XJIODHCTOI'0 yrJiepojia H 3KCTparHpoBaHHe NoBTOpsAT. OpraHH4YecKHH
CJIOH CJHMBAIOT M NPHCOEAHMHSAIOT K nepBoMy. CoelHHEHHBIE 3KCTPAKTH
IPOMBIBAIOT PACTBOPOM CEPHOKHCJIOIO HJIM COJITHOKHCJIOTO THIAPOKCH-
JamMuHa TpH pasa no 10 cm®. [laJsee 3KCTpPaKT CAUBAIOT B AEJHTEJb-
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HYI0O BODOHKY, MNPUJHBAIOT 5 MJ BOJALl U B30aJTHIBAIOT B TEUYEHUE
| MuH. BogHBI# CJI0H CAHBAIOT B MEPHYIO KOJIGY BMECTHMOCTBIO 20 CM®.
DKCTparupoBaHHe BOJAOH INOBTOPAIOT elle pasd, cjauBas BOJAHBIH 3IKC-
TpakKT B Ty Xe Kosa6Gy. 3aTeM K BOAHOMY 3KCTPakTy B Kojbe INpH-
JuBatoT 2,5 cM3 CONSIHON KHCJAOTHI, 2,0 CM® pacTBOpa XeJaTHHA H mepe-
memuBawT. IIpunuBawT 2 cM® pactBopa (QeHUJIPJYOpPOHA, AOJHBAIOT
10 METKH BOJOH H cHoBa mnepeMemuBaioT. Hepe3d 30 MHH H3MepSIOT
ONTHUYECKYIO INJIOTHOCThH pacTBopa Ha (POTOIEKTPOKOJOPHMETPE HJH
Ha cnekTpodoromerpe B obaacTh AJHH BoJaH 520—550 HM B KroBeTax
C ONTHMAJILHOU TOJIIHHOH MOTrJOLIAMIIIEer0 CBeT CJ0S pacTBOpa.

PactBop cpaBHeHHUS] TOTOBAT CJAEAYIOLUM 00pa3oM: B MEPHYIO KOJI-
oy BmectTaMocTbio 50 ¢cM® npuauBawT 30 cM3 BOAH, 5 ¢M® CONSTHON KHC-
JOThl, O c¢M3 pacTBOopa xeJaTHHA H 4 cM3 pacTBopa (PeHHJ(PJYOPOHA,
nepeMelluBaioT, pa3daBasgoT A0 METKH BOJOM H CHOBA MepeMelInBaloT.

MaccoByio 00J/110 repMaHHd YCTAHABJHBAIOT IO IPafyHpOBOUYHOMY
rpaguky.

3.2. KucaorHu#t cnocob pasjoXeHuNd

3.2.1. HaBsecky cBuHIOBOro xonuenrpara maccoit 0,1—0,5 r (B 3a-
BUCHMOCTH OT COJEpXaHUs IepMaHHsi) NOMeWaloT B MJIATHHOBYIO
yallKy, CMAYHBalOT BOAOH M npubasadioT no Kanasm 8—10 cm® a3ort-
HOH KHCJOTHL. [loc/e okKOHYaHHsA peakUHH PacCTBODP BHIIAPUBAIOT HOCY-
Xxa Ha BojasiHOH OaHe. IlpuauBaior elle 8—10 cM® a30THOH KHCJIOTH H
ocJie BblAEJEeHHsA OKHCJIOB a30Ta — b CM® ()TOPUCTOBOJOPOAHON KUC-
JOTH, & cM® oprodocOpHON KHCJIOTHL U BBINAPHBAIOT HA BOASHOH
6aHe no cupomnoobpasHoro cocTosgHus. ada mojHOro yagajeHuss a3oT-
HOH KHUCJOTH OCTATOK CMA4yHBAalOT O CM® BOABI U BBLIIAPHUBAIOT A0 BJIAXK-
HeIX coJeil. IlocnenHioro onmepauuio NOBTOPAIT TpU pa3a. K ocraTky
MPUJAUBAIOT 25 ¢M3 BOALI, OXJAXKAAIOT, IPHJIHBAIOT 25 cM3 COJITHOM KHC-
JOTBHI,  TEepeJHUBAOT B JAeJUTEJbHYI0  BOPOHKY BMECTHMOCTBIO
260—300 cM?, o6bMbiBasg cTeHKH yallku 50 cM® CONSTHOH KHCJOTHI, NTPH-
auBaioT 10 ¢M° 4eTHIPEXXJOPUCTOTO YrJaepoja U AaJiee aHaJHM3 NpPO0JI-
AT, KakK ykKa3aHo B 1. 3.1.1.

3.3. Hssi nocTpoeHust rpaAyupOBOUYHOro rpauka B MepPHBIE KOJIOHI
BMECTUMOCTbIO 20 ¢cM?® oTMmepuBawr 1, 2, 3, 4, 5, 6 u 7 ¢cM® crangapr-
HOro pactBopa b, uto coorBerctByer 2, 4, 6, 8, 10, 12 u 14 MKr rep-
MaHHA. PacTBopHl A0JHBAIOT BoJao# A0 oObeMa 10 cM3, npuJHBalOT MO
2,5 cM® COJNISIHOH KHCJOTHL, 2,5 cM3 pacTBOpa KeJiaTHHA M IepeMellH-
BalT. 3ateM MNpuauBapT 2 cM3 pacrBopa dhenuadayopona, pasbabJis-
I0T 10 METKH BOJOH H CHOBA IEepeMelluBaloT.

Uepes 30 MHH H3MEPAIOT ONTHYECKYIO JIOTHOCTh PAaCTBOpa KakK VKa-
3aHo B 1. 3.1.1.

[lo nmosyueHHHIM 3HAYEHHAM ONTHUYECKHX IJIOTHOCTEH PacTBOPOB H
COOTBETCTBYIOIIUM MM COAEPXKaHHAM repMaHUus CTPOAT CpasyHpoOBOY-
HBIH rpaHK,



roct 14047.13—78 Crp. 5

4. OBPABOTKA PE3VYJIbTATOB

4.1. Maccosyw ponaio repmanus (X) B OpPOUEHTAX BHUYUCJASAIT IO

dopmyne
X =M 100 ’
m 109
rie m; — KOJIMYECTBO TepMaHudA, HaWJIeHHOe IO TPaAYHPOBOUYHOMY
rpaHKy, MKT;

m — Macca HaBeCKH KOHLEeHTparTa, I.
4.2. Jlomyckaemoe pacxoxkJeHue MexJIy pe3yabTaTaMH JABYX Ia-
pajJieJibHBIX OIpeje/eHUd NpU JoBepuUTeJNbHOH BepoATHOoCTH P =0,95

He JOJI)KHO IpEeBhIIIAaTh BEJUUYHHBI, YKa3aHHO# B Tabaule.

MaccoBana poas repmanusn, % JonyckaeMoe pacxoxiaeHue, %
Ot 0,0005 mo 0,001 0,0002
Cs. 0,601 » 0005 0,0005
» 0,006 » 0,01 0,001
» 0,01 » 0,05 0,002

» 0,05 » 0,1 0,01



W3menenve Ne 2 TOCT 14047.13—78 Konuenrpatw cBHHEOBHe, PoToMeTpHiecknl
METOM ONpeneieHRs FrepMaHus

YTeepxneHo u BBejeHo B RedcTBHe [HocraHosienuwem FocylapcTBeHHOro KOMHATETA
CCCP no cranpapram or 23.06.89 Ne 1926

Hara ssenenns 01.81.90

ITyuxr 11 3amenurs cebliky CT C3B 314—76 wa T'OCT 27329—87
[Tlvakr 21 Yerpeprnit a63an Hckawuuts cnoBa «no FOCT 6616—74»;

ABARLATh BTOPOH ab3ail, 3aMEHHTb CJIOBA <«TrepMAaHHA JABYOKHUCb» Ha «EHOKCHI
TePMAHUAY,

ABaaNaTh 4eTBepPTHII ab3aun 3aMeHHTb CJA0BA <JABYOKHChH I'epMAHHS» HA <«AHOK-
CUA repMaHua»

Ilyakr 311 Ileppmit ab3an 3amenutb 3HaveHune 0,1—0,5 r na emaccoit 0,1000—
—(,5000

[Tvugr 321 Tlepsmfi af3an 3amenurs ciaoBa «maccoll 0,1—0,5 r» Ha «Maccen
0 10600—0 5000 r»

(IIpodormenue cm. ¢ 58)



(Il poGoancenue usmenenun & N'OCT 14047.13—78)

Ilyakt 4 2 u3J0XKuTb B HOBOH pefakimuu: «4.2. JlomyckaeMoe pacXoXXJaeHHEe MexX-
Iy pe3yJbTaTaMH [apaijieJbHHX onpelesleHHH H AONYCKaeMoOe DaCXOXAEHHE MEXAY

pesyJbraTaMd aHaJJHu3a Opu LOBepUTeNbHOH BepoATHOCTH P==0,95 He X0JXKHO NpeBH-
HIATh BeJIUYHUHBI, YKa3aHHOH B TalbJHie.

%
JJonycKaemoe pacxoxKjaeHHe MExK- JlonyexaeMoe pACXOXAeHHE
Maccopaa geoaf repManus AY HapaJJiejIbHHMHE Onpegeae- MeXIY pes3yJ/bTaTAMH 8Ha-
HUSAMH AU3a
I
Ot 00005 mo 0,001 0,(002 0,0005
Cs. 0,001 » 0,005 0,00085 0,001
» 0,006 » 0,01 0,001 0,002
» 0.0l » 0,05 | 0,002 0,002
» 0,0 » 0,1 : 0,01 0,015

(MYC Ne 10 1989 r.)
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