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Lead concentrates. Determination of silicon dioxide.
Photometric and gravimetric methods

OK.CTY 1725

[Jata Beegumin 01.01.80

HacToAwWwmin cTaHaapT pacnpocTpaHaeTcs Ha CBUHLLOBbIE KOHLEHTPaTbl BCEX MapoK U yCTaHaBnMBaeT
thoTOMETPUYECKUIA 1 TPaBUMETPUYECKNIA METOLbI ONPeAeeHNs MacCcoBOM JONN AMOKCUAa KpeMHus oT 0,2
Lo 20 %.

(M3meHeHHas pegakums, N3m. Ne 2).

1. OBWWME TPEEOBAHUNA

1.1. O6wue Tpe6oBaHUA K MeTodaM aHanusa —no FOCT 27329.
(M3meHeHHas pegakuus, Wam. JTc 2).

la. TPEBOBAHWNA BEE3ONMACHOCTNU

la. 1. Tpe6osaHus 6e3onacHocT —no MOCT 14047.5.
(BBegeH fononHuTensHo, M3m. Ne 1).

2. ®OTOMETPUUYECKUI METO/,
(MPY MACCOBOW AOAE AUOKCUAA KPEMHUSA ot 0,2 10 5 %)

MeTof 0CHOBaH Ha 06pa3oBaHNy MOANGAEHOBON CUHU MPWU BOCCTAaHOBAEHUN KPeMHEMONN64eHo-
BOM TFCTCPOMNOSIMKNCNOTHI X/JI0PUCTBLIM O/I0BOM U U3MEPEHWW OMNTUYECKOW MAOTHOCTM OKpalleHHOro
KOoMMnekca.

21. AnnapaTypa, peakTuBb U pacTBOpHI

2.1.1. Ans npoBefeHWs aHann3a NpPUMEHSAIT:

CMeKTPOOTOMETP UK (HOTO3NEOrPOKONOPUMETP,

3neKTponeyb MyesnbHYI C TEPMOPerynaTopom, obecneumBaroLLyto Temnepatypy Harpesa fo 900 *C;

TUTNIN XKeNne3Hble LWTaMNOBaHHbIE UM TOYeHble, CofepXaline KpeMHus MeHblie 0,005 %;

Kucnoty conaHyto no FOCT 3118 m paszbaBneHHyt 1:4;

Kucnoty cepHyt no FOCT 4204, pactsopbl ¢ ( 2 H2S04) = 0,5 n 8 monb/gm3;

KMCMOTY ackop6uHoByto (ButamuH C), pactBop 50 r/gM3 cBeXXenpUroToBAEHHbIN;

KpemHusa guokeupg no TOCT 9428. npokaneHHbld npu 1000 'C;

HaTpmsa MUMPOOoKUch (HaTp eakunit) no FOCT 4328, pactsop 100 r/gm3

0/10BO AByxfopuctoe no TY 6-09-5393, pacteop 5 r/gm3: 0,5 r 4BYX/I0PUCTOr0 0/10Ba PacTBOPAOT B
20 cM3CcONAHON KMcnoThbl M pasbasnsatoT go 100 cm3 BogON;

HaTpus Nepekucs;

aMMOHUIA monnbaeHoBokucablil no TOCT 3765. pacTteop 50 r/am3;

CTaH4apTHble pacTBOPbI ANOKCMAA KPEMHUSA:

V3gaHve odmumanbHoe MepeneyaTka BOCMpeLLeHa
© W3patenbcTBO CTaHA4apToB. 1978

© WNNK WsgatenscTso ctaHgapTtos, 1999
MepeunsgaHve ¢ ViameHeHuaMHU
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pactBop A. 0,1250 r guokcuga KpemMHuUs pacTBOPAKOT Npu HarpesaHuu B 10 cM’ pacTBopa eAKoro
HaTpa, OXNaXAaloT, NepeBOAAT B MEPHYIO KOOy BMECTUMOCTbIO 25 cM 31 pa3basnsioT O METKU PacTBOPOM
€lKoro Hatpa.

1cm3pacTBopa A COAepXuUT 5 Mr AUOKCMAa KPeMHUS;

pactBop b. OT6upatoT 1cm3pacTBopa A U MOMELLAIT BXXeNE3HbIA TUTeNb, BbICYLIUBAIOT, NpnbasnaoT
2 T nepekucy HaTpusa v cnnaBnskn npu 700-800 ‘C. Turenb cHavyana CTaBAT Ha Kpaik MydenbHON neym
ANS ypaneHus Bnarn M3 peakTMBOB, 3aTEM NEPEHOCAT B ropAYyto 30HY nevu. Mocne NOAHOro pacnnaBneHuns
COLEPXMMOe TUINSA OCTOPOXHO OXJaXAalT, norpyxas Turenb Ha 34 B X0NoAHyto Bogy. B Turens c
3aTBEPAEBLUMM, HO HC BMOJIHE OCThIBLUMM NaBOM, NPUAMUBAIOT HEGObWMMM NOPUNAMMN BOZY. PasnoxeHne
nnaea NpoTekaeT 6ypHO, C 06WNbHLIM BblgeNeHWeM NapoB, NO3TOMY TUFe/lb NaKPbMNC»HOT YAaCOBbLIM CTEKIOM.
BbiwenaymsatoT nnas 20—30 cm3 Bogbl. CoaepXXnmoe TUIAS CMbIBAalOT BOAOIN 4Yepe3 BOPOHKY B MEPHYH
KONBy BMecTUMOCTbI 250 cM3. BbicTpo npuaneatoT 20 CM3 CONSAHOW KMCAOTbI M XOPOLLO MepeMeLlnBatoT.
PacTBop pa36aBnaT 4O MeTKM BOLOW, NMepemellnBalOT U JalOT OKa/nHe 0CecTb Ha AHO KONObI.

lcm' pactBopa b cogepxut 0,02 Mr gnoKcuaa KpeMHUs. PacTBop XpaHAT B MON3TUNEHOBOW nocyae
C NPOOKOIA.

(N3meHeHHan pefakuma, M3m. X? 1, 2).

22. MpoBefeH HO aHanmMsa

2.2.1. HaBeCKy CBMHL0BOro KOHLeHTpata maccoii 0,5000 r npu MaccoBoil gone UOKCUAA KPEMHUSA
ot 0,2 go | % wnm 0,1000 r npu MaccoBoi fofe AMOKCUAA KpeMHus oT 1 40 5 % nepemewusaroT
CTEKNAHHOI NanoyKoi B XKeNe3HOM TUre ¢ 2 I MepeKncn HaTpus U CNNaBnsaloT B MydenbHOW neyn npu
700—800 °C no n. 2.1. CofepXXMmoe TUT NS BbllenaqynBardT X0N0AHOM BOLON M COGMPAlOT B MEPHYIO KONy
BMECTUMOCTbO 250 em3. B [x»eTBOpP C 0CaAKOM, HaxoAsALWMMCSA B MepHOIA Konbe, 6bicTpo npunusatoT 20 em3
CONAHOW KUCMOTbl H MepemellnBaloT. PacTBop, KOTOPbI/i MpW 3TOM CTAHOBMUTCA Npo3payHbiM (OKanuHa
cafuTca Ha [HO0), OXNaXaatoT, pa3baBnAloT 4O METKU BOAOW W NepemMellnBatoT.

OT6upatoT 5 cM3 Npo3payHOro pacTBopa B MepHYH Konby BmecTtumocTbto 100 cm3, npubaBnsitoT
12 cm’ BoAbl. 7 cM3 |x»CTBOpa CepHOW KucnoTel 0,5 monb/amM3 1 5 cm3 pacTBop;» MOMHOACHOBOKWUCAOIO
aMMOHMS, MepeMeLlBas pacTBop nocne nNpubaBneHns Kaxaoro peaktunea. Yepes 5 MuH gobasnsaot 13 em3
pacTBopa CepHOin Kucnotbl 8 Monb/am3 n okono 50 cm3 Bogbl. lMocne nepeMewMBaHWA K PacTBopy
npnbaassoT 8 cM3 pacTBOpa ABYX/IOPHCTOrO 0/10Ba UM 2 CM' pacTBOpa ackOpbMHOBOM KNCNOThI. PacTBop
pa36aBnalT 40 METKM BOAON M TUiaTeNbHO MepeMeLlunBatoT.

N3mepsAloT OTMUYECKYIO MAOTHOCTL pacTsopa Ha (hOTO3/ICKTPOKONOPUMCTPC WM Ha CNeKTpothoTo-
MeTpe B 06nacTu AanH BonH 650—700 HM B KHOBETax OMTMManbHOWM TONLWMUHOW MOrOWALLero cBeT ¢1os
pacTBopa. PacTBOpOM cpaBHEHMWS NPW M3MEPEHUN OMTUYECKOW MAOTHOCTU CMYXUT BOAA.

OfHOBPEMEHHO Nj>0BOAAT KOHTPO/bHbIA ONbIT B TeX XX YCM0BUAX W C TeM € KOANYeCTBOM
peakTVWBOB, HO 6€3 aHanM3MpyemMoro nNpoaykTa. BennunHy onTnyeckoil MAOTHOCTU KOHTPOSIbHOFO OMbITa
BbIYMTAKOT M3 BENMUYMHBI ONTUYECKON NAOTHOCTU aHaNU3Mpyemoro pacTsopa.

(MsmeHeHHasa pegakums, M3m. Ne 1, 2).

2.2.2. na nocTpoeHUs rpagyvpoBOYHOro rpaguka B MepHble KON6bl BMecTMMOCTbio no 100 cm3
oTbupatoT nunetkoi O; 1; 2; 4 n 6 cm3pacTBopa b, uto cooTBeTcTBYeET 0; 0,02; 0,04; 0,08 1 0.12 Mr gnokcmnga
KpemHus. MpubasnaT 12 cm3 Boasl, 7cM30,5 1. pacTBopa CepHOM KUCAOTbl U 5 cM3 pacTBOpa MOHGAC-
HOBOKWCNOrO0 aMMOHUSA, MepeMeLllnBas pacTBOp rnocne npubasneHns Kaxgoro peaktusa. OCTaBnsaloT
pacTBop Ha 5 MWH 419 06pa3oBaHUA KPEMHEMONMOGLEHOBOW KMCNOThI XeNToro upeTta. 3aTeM fob6asnsoT
no 13 cm' 8 H. pacTBopa CepHOl KUCNOTbl U 0KoMo 50 cm' BoAbl. [locne mepemeLinMBaHUA K pacTBOpPY
npn6asnsOT pacTBop ABYXI0PUCTOr0 0/10Ba A0 NOJSTHOTO BOCCTAHOBNEHUA TPEXBANIEHTHOTO Xe/esa U eLe
2 3cMm’ B u3bbITOK MAn 2 cm1pacTtBopa aCKOPOUHOBOW KUCNOTbI.

KonnuyecTBo 4BYX10PUCTOr0 0/10Ba, HEO06XOAMMOe A5 BOCCTaHOB/IEHUSA TPeXBaNEHTHOrO XXenesa B
pacTBopax, onpegenstoT cnefytowmm obpasom. K 25 cm’ pactsopa b npuamnsatoT 5 cM 1CONAHON KMCNOTHI,
HarpeealT O KUNEHUS U NPUAMBAKOT U3 OOPeTKM pacTBOp LBYX/10PUCTOrO 0/10Ba 40 06ecuBevnBaHus.

O6rnM BYyX/10pUCTOr0 010Ba, HEOOXOAUMBIA 471 BOCCTaHOBNEHWA TPEXBAa/eHTHOrO Xefesa B pac-
TBOpax (YY), BbIUMCAAKT MO opmyne

roe K — o6bem pactsopoB b, oT6MpaembiX NS NOCTPOEHUA TPafyupOBOYHOrO rpaguk;», cM3;
Y2— o06bem pacTBopa BYX/IOpPUCTOro 0/10Ba, M3PacX0A0BaHHbI Ha BOCCTaHOBNEHME Xefnesa B 25 em’
pacteopa B. cm3.
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BoccTaHOBMEHHbIN pacTBOp pa3baBnAloT 40 METKM BOLOW W TLLaTeNbHO MepeMellnBatoT.

13MepsaloT ONTUYECKY0 NIOTHOCTb PacTBOPOB, Kak yKasaHo B n. 2.2.1.

Mo noNyyYeHHbIM 3HAYEHMSAM ONTUYECKMX MOTHOCTE PacTBOPOB M COOTBETCTBYIOLMM UM COLEpXa-
HWUAM BUOKCKUAA KPEMHUA CTPOAT rpagyMpoBOYHBINA rpaduk.

23. O6paboTka pe3ynbTaToB

2.3.1. MaccoByto font0 gnokcmpa kpemuua (/1) B npoueHTax BbIYMCAAT NO Gopmyne

n, <250 -100
511000 *
rae T, — KOMIMYEeCTBO AMOKCMAA KPEMHMS B npobe, HaliieHHOe Mo rpagyuMpoBOYHOMY Fpaduky, Mr;
T — Macca HaBeCKUM KOHLeHTpaTa, T.
232 JonyckaeMoe pacxoxAeHWe Mexay pesynbTaTaMmy napanfienbHbiX on]>CACNCHHIA 1 fonycKaen

pacxoXzeHue Mexay pesynbTaTaMu aHanuWia nNpu AoBepuTenbHOW BeposTHocTM P = 0,95 He A0MXKHa
NpeBbIWAaTh BENNYNHbI, YKa3aHHOR B Tabn. L

MyCKAEMOE PACXOKTIEHIE MEXKTY CKAEMOE PACXOXTIEHIE MEXKTY
MBaCCOI0™ A0 MOKCHAA KDEMHI 'Dr'loap)énneanblm on)ggp,eneHmMM Aoy pe3ynl\/|agaa|v|m)taﬁanm3a
OT 0.2 n0 2 0.1 0,15
CB.2 » 5 , 0,3 0,4

2.2.2. 231, 2.3.2 (WN3meHeHHas pepakums, Nam. Ne 2).

3. TPABVMETPUYECKWIM METOJ (MNP MACCOBOW AONE ANOKCNAA KPEMHWUA
oT 5 80 20 %)

MeTof 0CHOBaH Ha OCaXAEHWW KPEMHWEBOI KUCAOTbl M3 CONAHOKWUCNOIO pPacTBOpW B NPUCYTCTBUU
XenatuHa u onpejeneHuy JUMOKCMAA KPEMHUA MO pasHMUe B macce A0 M nocne o6paboTku ocafka
NNaBUKOBOWN KWCOTbI.

3.1. AnnapaTypa, peakKTuBbl W pacTBOPHI

3 11. [ns npoBefeHWA aHann3a NPUMEHAIOT:

neyb MydenbHyt, obecneunBaroLLyo TeMnepaTypy Harpesa 1200 ‘C;

TEPMOMETP TEPMO3NEKTPUYECKNIA HANTUHOPOANN-NNATHHOBbIN;

TUIAW NNaTuHOBbIe nabopaTopHblie No FOCT 6563;

TMrAn apgopoBblie HU3KNe nabopaTopHble no MOCT 9147;

KUCNOTY consaHyto Ho MTOCT 3118 u pasbasneHHyw 1:1;

Kucnoty cepHyto no FTOCT 4204, pas6aBneHHyto 1:1;

Kucnoty a3oTHyto no FOCT 4461,

KMUCNOTY (DTOPUCTOBOLOPOAHYIO (MNaBMKOBYHO KucnoTy) Ho TOCT 10484,

HaTpuil yrnekucnolit 6e3sogHblii no FOCT 83;

HaTpuil cepHUCTbI (cynbdhug HaTpma) no FOCT 2053. 3 %-Hblil pacTBOp;

cepebpo asoTHokmMcnoe no TOCT 1277, 1 %-Hblli pacTBOp;

XenatuH nuwesoit no FOCT 11293. cBeXenpuroToBaeHHbI pacteop 10 r/gM* roToBAT ChegyloLwmm
obpasoMm: K 5 r xenatmHa npunusatoT 500 emM* Tennoil BOAbl, HarpeBalOT A0 KWUNEHUA W KWUNATAT [0
pacTBOpPeHWs HaBECKM.

(N3meHeHHaa pegakuma. A3m. Ne 2).

32. NpoBepeHne aHanwus a

3.2.1. HaBecKy CBMHL,0BOro KOHLEeHTpaTa mMaccoi 0.5000 1,0000 r (B 3aBUCUMOCTU OT COAEPXKaH
AMOKCUAA KPeMHUSA) MOMELLalT B cTakaH BMecTUMOCTbi 250—300 ¢M\ cMaumBaloT BOAOW, MPUIMBaKOT
20 cm1consHo KnucnoTel M cnabo HarpearoT B TedeHue 10—15 MuH. Mocne npekpaweHus BblAeneHns
cepoBogopoga npunueatT 10 cM3a30THOW KMCNOTLI M MPOAOMKAKT HarpeBaHve L0 UCHE3HOBEHMNS TEMHbIX
yacTuy,. PacTBop ynapvBaloT Ha yMepeHHO Harpetoil naute focyxa. K cyxomy octatky npubasnsioTt 10 cm3
CONIAAHOM KWCNOThI, CNerka nogorpesatoT, npuaveaoT 80 cmM3 ropsyeil BoAbl, KNMATAT B TeYEHNE HECKO/b-
KX MUHYT W FOpAaYnM GUAbTPYIOT Yepe3 puUabTp cpefHeil NAoTHOCTM. HepacTBOPMMbIA OCTAaTOK NPOMbI-
BatOT ropsyeli BOAON, MOAKUCNEHHOW CONAHON KWUCMOTOM, N0 OTpMLATENbHON peakunn NPOMbIBHLIX BOA
Ha MOHbI CBUHLA (Npoba c pacTBOPOM CEPHUCTOrO HaTpua), 3aTeM 2—3 pasa BoAoN. ®unbTpart ynapusawT
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Ha cnabo HarpeToil NauTe M HoguHoN bGaHe [0 06bema 50—60 eM3. D uAbLTP C HEPACTBOPUMbIM OCTAaTKOM
nepeHoOCAT B NNATUHOBLIV TUreNlb, OCTOPOXKHO OFONAOT (UNLTP U Cerka NpoKannuBalT 0CTaToK; npubas-
nAlT 5—6 r 6e3BOAHOr0 YrAeKMCA0ro HaTpua n cnnaenaoT npu 1000 ‘C B TeyeHne 30—40 muH (10 MuH
nocne pacnnaeneHns). Turefb C pacnnaBoM OXMaXAAT M MOMeLaloT B COOTBETCTBYIOLWMIA CcTakaH ¢
(hmnbTpaTOM MOCNe OTAENEHNS HEPACTBOPUMOTO OCTaTKa. HebonblWMMy NopLuaMu, Npu nepemMelnBaHuun,
npubaBnAlT CONAHYI KWUCNOTY, pasbasneHHyto 1:1, fO MONHOrO BbllenaynMBaHUA MNas;» U JAOT eLie
5—6 cM3 B N36bLITOK. TUTrefib BbIHAMAIOT, TLWaTeNbHO 06MbIBAKOT ropsyeii BOAOM, cnerka NOAKUCNEHHOM
COMSIHON KUCNOTOWM. PacTBOp BbinapuBatoT Ha cnabo HarpeTol NAuTe UM BOASIHON GaHe gocyxa. Mpunun-
BatoT 10 cM3 CONAHOW KMCNOTbl M BHOBb ynapuBartT gocyxa. K octaTky npu6aBnstoT 30 cM3 CONsHOM
KUCNOTbl U ocTaBnaoT Ha 25—30 MuH. CTakaH c pacTtBopom HarpesalT go 70 *C, npunusatoT 10 cm3
pacTBOp XefaTuHa, NepemMewInBaoT U JawT NocToAaTb npu 70 *C B TedeHue 30 MUH. 3aTem A06aBAsAOT
80-100 cm3ropsyein BoAbl M HarpeBarT A0 KuneHus. Kpuctanamyeckoro ocagka X0pMA0B Npu 3TOM HC
[JO/MKHO 6bITb, B NPOTUBHOM C/yvae MPUAUBAIOT CLUC ropsadeli Bogbl. OCafOK KPEMHMWEBOW KUCNOTbI
0T(MNbTPOBBLIBAIOT HA (PUNLTP CPeLHEN NNOTHOCTU, MPOMbIBAKOT 2—3 pa3a ropsveil BogoMN, MOAKNCIEHHO
CONIAHON KWCNOTOW, 3aTeM ropsyeid BOAON [0 OTpuMUATENIbHON peakuuu MPOMbIBHbIX BOA Ha X/0p-WOH
(npoba c a30THOKKUCbIM cepebpom). @ MAbIP C 0CAAKOM KPEMHMEBOW KMCNOTbl MOMELIaoT B NAaTUHOBbIN
TUrenb, OCTOPOXHO 030/1410T, & 3aTeM MNPOKanWBalT OCTaTOK B TeyeHue 1 4 B MydenbHOW meyn npu
1000—1100 °C.

Turenb ¢ OCTaTKOM OXNaXAaloT 4O KOMHAaTOW TemnepaTypbl ¥ B3BELLMBAKOT.

[anee cofepXxnmMmoe TUTNS cMaymBaoT 5—6 KannaMmu pas6asneHHON 1:1 cepHOW KMCAOTbI, NpuaAnBaloT
10 cM3 NNaBUKOBOM KWCNOTbl, OCTOPOXHO BbINapuBAlOT L0 NpPeKpaleHUsa BbILeNeHUs MNapoB CepHOro
aHrmapuga v 3aTem 0CTaTOK NMPOKa/fMBalOT B TedeHMe 14 B MydenbHoi neun npu 1000 -1100KC.

Turenb ¢ 0CTaTKOM OXNaXAAKT 0 KOMHATON TemnepaTypbl ¥ B3BELIMBAIOT.

(M3meHeHHasa pepakuusa, MN3am. Ne 2).

33. O6paboTKa pes3ynbTaToB

3.3.1. MaccoByto font gnokcuaa KkpemHusa (J1) B NpoueHTax BbIYUCAAKT Mo opmye

(/« OTJ) =100
ar
rAe oT, — Macca TUrisa ¢ 0cagkom J0 06paboTKM MNaBMKOBON KWUCNOTON, T;
0T, — Macca TUrs ¢ 0CTaTKOM nocne 06paboTKW NNaBUKOBOW KUCNOTOM, T,

0T — Macca HaBeCKW KOHLeHTpaTa, T.

3.3.2. Jonyckaemoe pacxoxgjeHve Mexay pesynbTaTaMu napannenbHbiX onpefeneHnii n qonyckaemoe
pacxoxfeHne Mexfy pesynbTataMu aHanusa npu [OBepuUTeNbHON BepoATHoCTM P = 0,95 HC A0MKHO
npeBblLLaTh BEANUYNHBI, YKa3aHHON B Tabn. 2.

Ta6bnuua 2
%
_ CKAEMOE PACXOMKTIEHIE MEX(TY [lonyckaeMoe pacxoXeHVe MexTy
MaCCOBast Aojer AMOKCHAR KpeMHUs ﬂ|"|0ar;]Jyanr|enben\elavl OI'I)gg,qeneHMFIMVI pesyrsTaTamy aHanmaa
Or 5p0 10 0,3 0,4
Cun. 10 * 20 0.4 0,5

3.3.1, 3.3.2. (MN3meHeHHas pepakumsa, U3m. St 2).
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