YK 622.344-15 : 546.259.06 : 006.354

FOCYOAPCTBEHHDLBL W CTAHAOAPT COK3A CCP

KOHLEHTPATbI CBUHLIOBbIE FTOCT
doTOoMeTpuYeCKNiA MeTof, onpeaeneHus repmenns 14047 .13- 7 8*

Lead concentrates. Determination of germanium.
Photometric method

Banen
OKCTY 1725 FOCT 14047.13—72

MocTtaHoBneHnem locygapctBeHHoro komuteta CCCP no craHgaptam OT 23 aBrycra
197% r. N? 2310 cpok BBeAEHWS yCTaHOB/EH
¢ 01.01.80

MposepeH B 19*4 r. MNMoctaHOBNeHMeM [occTaHdapTa oT 09.07.54
NS 2443 cpok felicTBMS NPOAneH
fo 01.01.90

HecobntofeHne ctaHpapTa npecnegyercs MO 3aKOHY

HacToswmii cTaHAapT pacnpocTpaHseTCcs Ha CBMHLOBbIE KOHLIEH-
TpaTbl BCEX MApOK W YCTaHaB/MBaeT (POTOMETPUHECKUIA METOZ onpefe-
JIeHns maccoson fonu repmaHusa ot 0,0005 go 0,1 %.

MeTog, ocHoBaH Ha o6pasoBaHun repmaHuem (V) ¢ deHungyo-
POHOM B KWC/IOM PacTBOPE OKPALLUEHHOr0 B KpacHbIA LBET KOMMeKc-
HOFO COEAVHEHMS, CTabuIN3MpyeMoro Ao6aBfieHMeM 3alMTHOMO KO-
nonpa-xenatuHa, v (pOTOMETPKPOBaHHM pacTnopa B 061acTu AJIMH
Bo/IH 520—550 HMm.

OT MewarwWwux onpeaeneHno 3/1EMEHTOB FepMaHnNiA OTAENAT 3KC-
TparvpoBaHueM W3 pacTBopa COMSHOW KWCMOTbl 9 MOMb/AM* YeTblpex-
XIOPUCTLIM YTIEPOAOM, a 3aTEM PE3KCTPaKLHEN ero BOLOWA.

KOHUeHTpaT pasnaratoT Cn/asfeHVeM C MEepPeKnCbio HaTpua Win
KMCoTamm.
995C_T€7HuapT MOJTHOCTHKD COOTBETCTBYET pekomeHgauum COB PC

1. OBLWMWE TPEBOBAHWA

11 O6uwme TpeboBaHMA K MEeTO aHanm3a—rno CT C3B
314—76. . P A

M3gaHna oduumanamos MepeneuaTka BocnpeLeHa

' MepenspaHne (okTabpb 1985 r.) ¢ M3meHeHnem JT* |, yTBe| EeHHbIM B MtONe
- i {lﬁyc%—m& P ) yTBepxa
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CTp. 2 FOCT 14(M7.13—17

la. TPEEOBAHNA BE3OTMACHOCTWN

la.l Tpe6oBaHua 6esonacHocTM —no FOCT 14047.5—78.
(BBeseH fononHuTenbHo, M3m. Ne 1).

d. AMNMATAPYPA, PEAKT/BbI I PACTBOPbI

2.1. [na nposefeHUsi aHann3a NPUMeHsIoT:

CMEeKTPOOTOMETP WM (POTO3NIEKTPOKOSIOPUMETP;

neyb MygesibHyt0, obecneymBaroLLyo TemnepaTypy HarpcHa 600 C;

TEPMOMETP TEPMO3/IEKTPUYECKMIA XpoMeNb-antomenesblii no FOCT
661G—74, "

YallKM NaTuMHOBble NnabopatopHble Mo FOCT 6563—75;

TUIM nabopaTopHble KOPYH/IM30Bble WM XXene3Hble, KOTopble ne-
pes, 1cnonb30BaHWEM MPOBEPSIOT Ha CofepXaHwe repMaHus, Kak yka-
3aHO B MpoBefeHVM aHanm3a. MIcnonb3yroT Te XenesHble TUMK, KOTO-
pble cogepxat He 6onee 0,0004% repmaHus;

Kncnoty asoTHyto no NOCT 4461—77;

KMcnoTy cepHyto no FOCT 4204—77, pasbasneHHyw 1:1 u 1:6;

kucnoty consaHyto no [IOCT 3118—77 wn pacteop ¢ (HC1) =
9 mons/gm3;

KUCNOTY (hTOPUCTOBOAOPOAHYIO (MNaBMKOBYHO KucnoTy) no TOCT
10484-78;

KucnoTy optodocgopHyto Ho TOCT 6552—380;

amMmmak BogHbIn no MOCT 3760—79;

amMMOHMK xnopucTbiii no TOCT 3773—72, pacteop 10 I/am3;

rmgpokcunammy» — consHokucnbli no FOCT 5456—79 wnn rHapo-
KEHNAaMWH  cepHokucibiA  no  TOCT 7298—79, pactBop 20 r/gvr B
pacTBOpe CONSHOM KMUCNOTbl 9 Monb/am3;

»enatuH nuwesori no FOCT 11293—78. pactBop 10 r/gm3 ceexe-
MPYroTOBMEHHBIN;

HaTpua rugpat okuen no FOCT 4328—77, pactsop 200 r/gm3;

HaTpusA MepeKunch;

CAVPT 3TUIOBLIN peKTUgMKoBaHHbIA no FTOCT 18300—72;

yrnepog Yetbipexxnopuctoiii no FOCT 20288—74;

theHongpTanenH Ho TOCT 5850—72, pactBop 10 r/gm3;

(heHUNMAyopoH, pacteop 0,5 r/gm3; roToBAT credyrowmM 06pasom:
0,05 r geHHNdIYOpOHa PacTBOPAIOT MPW HarpeBaHWW Ha BOASHOM
6aHe B cmecn 85 cM3 3TMN0BOro cnvpta U 5 cm3 pasbasneHHon 1:6
CEPHOMN KWCOTbI, PacTBOP OX/NaXAAlT, MEPeNvBaOT B MEPHYI0 Konby
BMecTMMOCTbIO 100 cM3 [0/MBAOT O METKM 3TW/OBLIM CMUPTOM WU
nepemelLvBatoT. PacTBOp XpaHAT B TEMHOM CTEKISHKE C MPUTEPTON
NpPo6KoiA;

repMaHvsa [1ByOKUCh;

CTaHAapPTHbIE PacTHOPbI repMaHuns:

pactsop A. 0,1441 r [ABYOKUCM repMaHWsi CMayunBalOT B CTakaHe
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5 cm3 Bofpl, 3aTeM MO Kanism npubasnsoT pacTBop ruapara OKMCK
HaTpua W HarpesaloT [0 MO/HOTO PacTBOPEHMUS [BYOKUCK repmaHus.
[Janee npnbasnsT 0gHY Kanato pacTBopa (heHongranemHa u HelAtpa-
N30T pasbaBneHHoW 1:1 CepHOM KWCMOTOM A0 WCYE3HOBEHWSI OK-
packn WHAMKaTopa, PacTBoOp OX/IaXAaloT, MepennsaloT B MEPHYIO
Konby BMecTMMOCTbHO 1000 cM% npunmeatoT 14 cm3 pasbasneHHon 1:1
CEPHOM KWCMOTbI, AO/INBAIOT A0 METKV BOAOA W MEepPeMELLMBAtOT.

1 cm3 pacTeopa A cogepxut 0,1 Mr repmaHus;

pactBop b. 2 cmM3 pacTBopa A MOMELLaT B MEPHYH Kosiby BMecTu-
mocTbto 100 cm3 [0/MBaOT A0 METKM BOLOM W MepemeluvBatoT. Pac-
TBOP FOTOBAT B [eHb YMNOTPEDOIEHNS.

I cm3 pacTBopa D COAepXnUT 2 MKI repMaHus.

3. MPOBEAEHNE AHANN3A

3.1. WenouHoli cnocob pa3fnoXeHUN

3.1.1. HaBecky cBMHLOBOro KoHugeHTpata 0,1—0,5 r (B 3aBucu-
MOCTW OT COAepXXaHWUs TFepMaHus) MOMELLAT B KOPYHAM30BbIA WM
XenesHblli TUrenb, B KOTOPbIA MpeaBapuTesibHO OTBELLUEHO 3 I Mepeku-
CM  HATpMs NepeMEeLLUMBAIOT M CMIAaBASIOT B My(eNbHOM mneun npu
550—600° C B TeyeHne 5—6 MHM [0 NOMYYeHUs NPO3PaYHOro M OfHO-
pogHoro nnasa. TWrenb C M1aBOM OX/IaXAAKOT, 3aTEM MJaB BblLesa-
UMBAIOT BOJOW, 3aKpbIBasi TUreNb YacoBbIM CTEK/IOM, W MO Mepe BbllLe-
NlauMBaHWsA PacTBOp MepenuBatoT B CTakaH BMecTUMOCTbio 300 cm3,
06MbIBast TUrenb CTpyeld BoApbl.

K pactsopy npu OXnaXAeHUW MPUINBAIOT COMAHYIO KWUCIOTY [0
pacTBOpeHWs TuMApaToB, 3aTeM rocne pas3basfeHWs pacTsopa BOJOM
npviMepHo Ao 100 cm* npunusatoT aMmmuak Ao cnaboro 3anaxa. Cofep-
XMUMOE CTaKaHa HarpesatoT [0 KWMeHWs, 0CafloK rmapatoB OKWCen OT-
(hMLTPOBLIBAKOT Ha (PUALTP CPeAHen MAOTHOCTM WM MpOMbIBalOT 4—b5
pa3 ropsuMMm pacTBOPOM X/OPUCTOr0 aMMOHUA. [lanee ocafok C pas-
BEPHYTOrO (OU/IbTPa CMbIBAIOT BO3MOXHO MasiblM KOJIMYECTBOM BOAbl
B CTakaH, rge npoBOAMNOCHL OCaXAEHWE, U MPUINBAIOT COMSIHYIO KUC-
NIOTY [0 MOJIHOrO €ro PacTBOPEHMWA, OXMaXAas COLEePXMMOe CTakaHa
B MPOTOYHOI Boge. OBLIMI 06beM pacTBOpa NpW 3TOM HC JO/DKEH npe-
BbllWaTb 25 cM3 PacTBOp (PMALTPYIOT OT OK&/IUHBLI Yepe3 TamnoH BaTbl
B [eNINTENbHYI0 BOPOHKY BMecTMMOCTbiO 250—300 cm3 CrtakaH K BO-
POHKY MPOMBbIBAOT 75 CM3 COMIIHOM KWC/OTbI.

K consiHokmcnomy pactsopy npuavsatoT 10 cM3 YeTbIpexx1opmucTo-
ro yrnepoga, BCTPAXMBAIOT B TeYeHMe 2 MWH, 3aTeM AaloT OTCTOATLCA
1 OpraHNYecKWiA CNoi CAMBAOT B APYrYH0 AeNUTeNbHYI BOPOHKY BMe-
ctumocTbio 50—100 cm3, K BogHOMY crioto npuavsatoT 10 cm3 YeTblipex-
X/I0PVCTOrO Yr/iepoja U 3KCTParMpoBaHvie MoBTOPsioT. OpraHn4eckuii
C/IOW CNMBAIOT W MPUCOEAUHAIOT K nepsBoMy. COefIMHEHHbIE 3KCTPaKTbI
NPOMbIBalOT PacTBOPOM CEPHOKMUCNIOrN0 WM COMIAHOKUCIONO FUAPOKCU-
NaMnHa Tpy pasa no 10 cm3 [anee 3KCTpaKT CNAMBAKOT B fe/UTeSb-



Crp. 4 TOCT <404M1-7>

Hyl0 BOPOHKY, NpWUAvBalOT 5 M1 BOAbl H B36anTbiBAlOT B TeyeHue
1 MvH. BogHbIli CMIOH CAMBAKOT B MEPHYHO KOOy BMECTUMOCTbIO 25 cM3,
3KcTparnposaHve BOAOW MNOBTOPAIOT elle pas, CAvBas BOAHbINA 3KC-
TPakT B Ty >e Konby. 3aTeM K BOAHOMY 3KCTPakTy B Konbe npu-
nmBatoT 2.5 cm5consHoli KucnoTbl, 2,5 cM3 pacTBOpa XXenatuHa 1 nepe-
mewmBaroT. MpunmeatoT 2 cm3 pacTeopa (PeHWGIYOpPOoHa, AONMBAOT
[0 MeTKM BOAOM H CHoBa NepemeluvBaloT. Yepe3 30 MMH M3MepsOT
OMNTUYECKYH0 M/I0THOCTb pacTeopa Ha (HOTO3/IEKTPOKONIOPUMETPE WK
Ha criekTpogoToMeTpe B 06nactu AnvH BonH 520—550 HM B KioBeTax
C ONTMMaNbHOM TOMLMHOM MOr/IOLIAoWero CBeT €108 pacTBopa.
PacTBop cpasBHeHVsl rOTOBAT C/iefyoWmmM 06pa3oM: B MEpPHYH KO-
6y BMecTMMOCTbi0 50 cm3 npunmeatoT 30 cM3 BoAbl, 5 CM3 COMSHON KuUC-
noTbl, 5 cM3 pacTBopa >kenatvHa 1 4 cm3 pacTteBopa (heHuAhIyopoHa.
nepemeLLVBatoT, pa3baBnaoT A0 METKM BOAOM H CHOBa MepeMELLBAtOT.
MaccoBylo [0M0 repmMaHus ycTaHaB/MBaOT MO rpagynpoBOYHOMY

rpagmky.
3.2. KNcnoTHbIi cnocob pa3noxeHus
3.2.1. HaBecKy CBMHLIOBOrO KOHLeHTpata Maccoii 0,1—0,5 1 (B

BUCMMOCTW  OT  COAEPXaHWs repmaHusi) MOMeLaloT B MAaTUHOBYHO
YallKy, CMayuMBaroT BOLOM M npubasnstoT no Kanaam 8—10 cm3 a3oT-
HO KWCNoTbl. [locne OKOHYaHUS peakuMu pacTBOP BbIMapuBardT AoCy-
Xa Ha BogsHol 6aHe. MpunmsaloT ewe 8—10 cM3 a30THON KUCNOTHI U
nocne BblfeneHns OKUCMNOB a3oTa—5 cM3 (PTOPMCTOBOAOPOAHOM KKC-
notel. 5 cM3 opTohocthopHOl KUCNOTbI M BbINApMBalOT Ha BOASHOM
6aHe [0 cMponoobpasHOro coctosHWMSA. [ns MOMNHOro ypaneHus asoT-
HOI KMCNOTbl OCTAaTOK CMa4MBaloT 5 CM3 BOAbl U BbINapuBaloT O Bhax-
HbIX coneit. MMocneAHIol ornepauuio NOBTOPSIOT Tpu pasa. K octaTky
npunveatoT 25 cM3 BOAbI, OXNXKAA0T, NPUAMBaOT 25 CM3CONAHON KuC-
10T, nepennBaldT H [eNNTeNbHYH BOPOHKY  BMECTUMOCTbIO
250—300 cm3, 06MbIBasi CTEHKM Yallku 50 cM3 CONAHOM KUCAOTbI, NMpu-
nneatoT 10 cM3 YeTbIPEXX/IOPUCTOrO Yriepoda W fanee aHann3 npoaon-
XKalT. KakK ykazaHo B n. 3.1.1.

3.3. OndA NocTpoeHWs rpafyMpoBOYHOrO rpagMka B MepHble KOnbbl
BMECTMMOCTbI0 25 cm3 oTmepmBatoT 1, 2, 3, 4, 5, 6 n 7 cM3 cTaHZapT-
Horo pactBopa b, uto cootBetcTByeT 2, 4, 6, 8, 10, 12 n 14 mkr rep-
MaHus. PacTBopbl J0NMBalOT BOAOM [0 06bema 10 cM3 MpWUAMBaKOT MO
2,5 cM3 CONSIHOW KXCMOThI, 2,5 CM3 pacTBOpa >XenaTvHa W nepeMeLun-
BatOT. 3aTeM npunmBatoT 2 cM3 pacTeBopa (heHUN(yopoHa, pasbasns-
10T 0 METKM BOAOW M CHOBa MepeMeLUMBatoT.

Yepes 30 MHW M3MepAIOT OMTUYECKYHO M/IOTHOCTb PacTBOpa Kak yKa-
3aHo B n. 3.1.1.

[0 nonyyYeHHbIM 3HAYEHWUSIM OMTUYECKMX MSIOTHOCTE PacTBOPOB U
COOTBETCTBYIOLMM VM COAEPXKAHUSAM repmMaHus CTPOAT rpagyvpoBoY-
HbIil rpadnK.

3a-
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4. OBPABOTKA PE3YJ/IbTATOB

4.1. MaccoByto gonto repmaHus (X) B NpPOLEHTax BbIYMCNAT MO
thopmyne

rae /J1]—Konn4yecTBO repMaHusi, HalieHHoe Mo rpagyvpoBOYHOMY
rpatuKy, MKTr;
T — Macca HaBeCKU KOHLEHTpaTa, T.
4.2. Jonyckaemoe pacxoXieHve MexAay pesy/bTaTamu [BYX Ma-
pannenbHbIX OMNpeaeneHwin Npy LOBepUTENIbHOM BeposATHocTM P - 0,95
He [JO/DKHO MPEeBbILIATh BEMMYMHBI, YKa3aHHOW B TabnuLe.

Maccosas fionA repMasn*. % [Joryctumoe priexosaeavie, Y

Ot 0.0005 fo 0.001 0.0002
Ce. 0,001  >0005 0,0005
» 0.005 »001 0.001
>0,01 > 0,05 0.002

» 0,05 » 0.1 0,01



VismeHeHne Ne 2 TOCT MO047.13—78 KoHLUeHTpaTbl CBMHLOBbIE.  POTOMETPUYECKUIA
METO/, OMNpeaesieHN repMaHmns

YTBepX/EHO N BBEfIEHO B felicteme  MoctanomeHsiem [ocyfapcTBEHHOro KommuTteTa

CCCP no ctaHgapTtam o1 23.06.89 7* 1926
JNarta BeefeHus 01.61.90

MyHKT 1.1. 3ameHuTb cebinky: CT C3B 314—76 Ha TOCT 27329—387.

MyHKT 2.1. YeTsepThliii ab3al,. Vickmounts cnosa: «no FOCT 6616—74»,

[BajuaTh BTOPO ab3al. 3aMeHWTb CNoBa: «repMaHusi ABYOKMCb» Ha «AVNOKCUL
repMaHus»;

[BajuaTh YeTBepTbIli ab3al,. 3aMeHUTb C/IOBa: «[ABYOKUCb TepMaHus» na «auoK-
cug, repMaHumy.

MyHKT 3.1.1. Mepsblii ab3al. 3aMmeHUTb 3HadeHme: 0.1—0.5 r Ha «maccoli 0.1000—
—0.5000 r».

MyHKT 3.2 1 Mepsbili ab3ay,. 3ameHMTb cnosa: «maccoit 0,1—0,5 r» ma «maccoli
0.1000—0.5000 r».

(MpogomxeHne cm. c. 59>



(MpogomkeHne msMeHeHns K TOCT 140-47.13—78)

MyHKT -12 U3N0XUTb @ HOHOW pefakumn: *4.2. [lornyckaeMo)! pacxoXaeHue Mex-
Ly pesynbTatamyi napaiiefibHbIX OMpefeneHniA 1 [OoMyCKaeMoe PacxoXieHvie Mexay
pesynbTaTamMy aHanmsa npy AoBepUTeNbHON BeposTHOCTM P —0.95 HC [OMKHO MpeBbl-
LuaTh BE/MYMHbI, YKasaHHOW B Tabnwuue,

y
Moxconan genn tepmunan gy sialel uwnn onpenens.  aaaeaaznoc loxoxitm ¢
OT 0.0005 g0 0.001 0.0002
Ca. (%1 ', 0.005 0.0005 Od%%ols
. 0.005 » 001 0.001 0.002
, 001 . 005 1.002 0,002
. 005 - 01 001 0.015

(NYC Ne 10 1989 r»
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