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FPAGUT
MeTon, onpepenenus CBHHLA rocr
Graphite. Method for 17818.13—90

determination of iead

OKCTY 5709

Cpox peficTBus c 01.07.91
“ho 01.07.96

Hacrosiunfi cTaHgapT pacnpocTpaHsieTcs HA CKPHITOKpHCTaJJIHYe-
CKHI rpaUT H KPHCTAJJIHYECKHI IrpaduT, NOJYUYeHHBIH NpH pasieb-
HOM HJIH COBMECTHOM oOOrauleHHH NDHPOJAHBIX DyA, rpadurcomepxa-
IHX OTXOJAOB METaJJyprHuyecKOro M JPYrHX NPOH3BOACTB, H yCTaHaB-
JHBaeT GOTOMETPHUECKHH MeTOJ OndejeseHHs] CBHHIA.

CymHocTs MeToa 3aKaiouaeTcsi B 00pa3oBaHHH KPAaCHOrO KOMI-
JIGKCHOTO COEeJMHEHHs CBHHEA C AHUTH30HOM H (OTOMETPHPOBAHHH OK-
palleHHOro pacTBopa.

1. OBIMKE TPEBOBAHHUSA
O6mue TpeboBauus K Mc1oiy axanuza—mno FOCT 17818.0.

2. AIINMAPATYPA, PEAKTHBbBl H PACTBOPBI

®oTtosnekrpokagopumerp no FOCT 12083.

Kucaora cepras nmo 'OCT 4204.

Awmmuak Bogam#t no 'OCT 3760. pa36aBiesnsiit 1 : 1.

Kucsora ykeycnas mo TOCT 61.

XamopodopM (TpuxJopMerali).

Hutuson (nudeunnnruoxapdazon) mo 'OCT 10165, pactBop KoH-
penrpanun 0,04 r B 100 cM® x1opodopMa (XpaHST B CK/ASHKE H3 TeM-
HOro cTekJa) H pactBopdl ¢ KoHuertpauueii 0,01 u 0,002 r B 100 cM3,
NpHrOTOBJIeHHble pa3basieHueM XxJ0pohOpPMOM pacTBOpa € KOHIEH-
tpauueit 0,04 r 8 100 cm3.

Kanbuuit asotHokucanit no I'OCT 4142, pactBop KOHHIEHTPamHH
500 r/am®, ouHIIeHHBII AHTH30HOM cJeAyiomHuM o6pasom: 300 cm?
pacrtBopa NMOMeNAIOT B AEJHTEbHYI0 BOPOHKY BMecTHMOCTbIo 500 cM3,
MpHJUBAIOT MO KamJsiM PacTBOp aMMHAKa A0 ycraHoBjenus pH 6—7

Hapanue odunmanLyoe MepeneuaTka BOCHpelieHA
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110 YHHBepCaJibHO# HHAWKaTOpHOH OyMaxke W BcTpaxupaior ¢ 10 cm?
pactBopa AuTH30Ha KoHueHTpauuu 0,01 r B 100 cm3®. Dkerparupona-
HYe TNOBTODSIOT HECKOJILKO pa3 A0 TeX IOp, NOKAa NOCJAERHAS NMOPUHA
AWTH30HA He OylneT HMeThb 3eJIeHyl0 OKpacKy. VI3GHTOK AHTH30HA
U3BJeKaloT XJopohopMOM, NOKa nocjefHsid NOpUHsA xJopodopma He
Gyner GecuBeTHOH.

Crpouuut asoruoxucabii mo 'OCT 5429, pacTBOp KOHUEHTpauuH
10 r/aAM?®, OUHLUEHHbI# ZAHTH30HOM, KaK ONHCAHO BHIIIE.

Ammonnit ykeycHokucan#i no I'OCT 3117, pacTBop KOHUEHTpauHH
200 r/am®, mpuroToBaeHHHE pacTBopeHHeM 200 r YKCYCHOKHCJIOrO aM-
mMoHug W 30 cM® ykcycHo#i KucioTH B 1 AM® pacTBopa, OYHIEHHBIN
JMTH30HOM, KaK ONHCAHO BbILlE.

Kanuit ceprokucasiit mo [OCT 4145, pacrtBop KOHUEHTpauuu
50 r/aM®, ouuIleHHbIH AUTH30HOM, KaK ONHCAHO BhILUE,

T'uapoxkcunamuna rugpoxmopua no 'OCT 5456, pactBop KoHIeH-
tpauun 10 r/am3, ouMIeHHBIN AMTH30HOM, KaK ONWCAHO BHILe.

Cauner, asotHokHcani no FOCT 4236.

Craupaprunfi pactBop cpurna: 0,1599 r mepekpucTaJiH30BaHHO-
ro K BeicylleHHoro npu (105+5) °C a30THOKHC/IOrO CBUHLA PacTBO-
pawoT B 300—400 cM® Boawl ¢ nobaBienneM 1 cM® a30THOH KHCJIOTHI
Pactsop mepeBofsT B MepHyio Konly BMecTHMoctbio 1000 cm?, jo-
JUBAOT BOJOH MO MeTKH u mnepeMemnrBaloT. CTaHAAPTHHE pacTBoOp
¢ maccoBoii KoHueHTpauue#t csuHua 0,1 mr/cm® (pactop A).

[panyupoBOYHHY CTaHAApPTHBIE pacTBOP CBHHIA: OTOHPAIOT NH-
netkoit 10 cM® crangapTHoro pactsopa A B MepHYI0 KoJaGy BMECTH-
socteio 100 cM3, noauBaioT BomoH No MeTKH H mepeMewmusawmT. Ipa-
AYMPOBOUHBI CTAHJAPTHEIL pacTBOD C MAaccoBOH KOHIeHTpauiteil
cpunua 0,01 mr/cm® (pactsop B).

3. MOJATOTOBKA K AHAJIH3Y

TlocTpoeHue rpaaAyupoBOYHOTro rpadpuxa

B crakanm BMecTuMacTbio no 100 cm® orMepuBaioT Gloperkoit 0;
1,0; 2,0; 3,0; 4,0 u 50 cm® rpafxynpoBOYHOrO CTAHAAPTHOTO PacTBO-
pa B, uto coorserctsyer 0; 0,01; 0,02; 0,03; 0,04 u 0,05 mMr cBunua,
NPUAKBAIOT 10 2 cM? cepHOM KHCJOTH U BHINAPHBAIOT O NOSBJEHHS
napos cepHoii kuciorel, Oxnaxpaior, npuausator mo 10 em® pacrso-
pa a30THOKHCJOTO CTPOHUHS H YCT2H2BJHMBAIOT DacTBOPOM aMMHaKa
pH 1 no ysuBepcaJbHOH HHAMKaTOpHOH OGymamke. PactBopnl Harpe-
BAIOT [0 KHIIEHHs, MeAJieHHo npuauBaiotT no 10 cm® pactBopa cepthio-
KACJOTO KaJHus, KHOATAT 2—3 MHMH M ocTasasiior na 2 4. Ocanok or-
(HABTPOBRIBAIOT Ha (QHJIBTD «CHHAS JIeHTa», INPOMBIBAIOT ropsiveil
Bojofi, conepxauteit 1 ¢M3 cepHokucaoro Kaaust B 100 cM3. ®@uaptpar
or6paceiBaoT. PHABTPH € OCAZKOM pAa3BOPAUHBAIOT H NOMELIAIOT B
cTaKaHel BMecTHMOCTbIO no 100 cM?, npuausaloor mo 20 cm® pacrBopa
aMMOHHSI YKCYCHOKHC/IOTO, Kunatst 10—15 MuH u duabTpylorT uepes
¢uasTp «cuusin jeutay. PuiabTp NPOMBLIBAIT ABA-TPH pasa HeGOJb-
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HIHMH NOPLHAMH ropsvyero pacrBopa VKCYCHOKHCJoro aMmonus. Pac-
TBOP TlepeJHBAOT B [AeJHTEJBHYIO BOPDOHKY BMeCTHMoCTbio [00—
150 cm3, mpuauBaloT mo 20 cM3 pacTBOpa a30THOKHCJIOTO KaJfbllHsi, IO
1 cM® pacTBOpa ruApOKCHJAMHMHA THAPOXJIOPHAA, Mo 3—4 Kanjau Ta-
MOJIOBOFO CHHEro ¥ PacTBOp aMMHaKa IO Nepexoia OKpacKd pacTBoO-
pa M3 XKeJToll B CHHIOI, 3aTeM NpPHJHBAIOT Mo 2 cM® XJopodopMHOro
pacTBopa AMTH30HA ¢ KoHueHTpauueii 0,002 r B 100 cvm® pacrsopa.
PactBop BerpaxuBalor B Teuende 1 MHH. DKcTparupoBaHHe NOBTOPS-
10T 10 TeX Nop, NOKa NOCJHeAHSAS NOPUHSA HHXKHEro OpraHHYecKoro pa-
CTBOpPAa He cTaHeT (GHONETOBOH HJH 3e/JeHON. DKCTPAaKTH CAHBAKT B
MepHHie KOAGH BMecTHMOCTBIO Mo 25 cm®, noauBapr xaopodopmem
M0 MeTKH H nepeMeunBaloT. Pactsop (oToMeTpHPYIOT Ha ¢oTO3J€K-
TPOKaJOpHMeTpe, NPHUMEHsAs CBeTOMHJABTP ¢ 06JacThio CBETOHPONYC-
Kanug 500—560 HM, B KioBeTe ¢ TOJNIIMHON KaJOpHMETPHPYEMOTO
ciaost 20 MM,

PacrBopoM cpaBHeHHs CJIyXKHT DacTBOp, He COAepiKallui CBHHILA,
€CJIH OH OKpaueH B PO30BHIH 1BeT. ECIH pacTBOpP CpaBHEHMA OKpa-
1leH B Apyroii uset, pacTBOPOM CPAaBHEHHS CJIYKHT xJaopodopm.

I'panynposounniit rpadux crposar no 'OCT 17818.0.

4. NPOBEAEHHE AHAJIH3A

OT 0CHOBHOTrO pacTBOpa, NMOJYYEHHOrO NPH ONpPELEJEHHH MacCoBOH
noiu Meau no TOCT 17818.10, or6upaoT alMKBOTHYylO uyacTh 25 cm®
B cTaKay BMectuMocThio 100 cm®, npuausaior 2 cM® cepHOl KHCAOTH
4 BRINIAPHBAIOT 0 MOSABJEHHS TyCTHIX NMapoB cepHOH KHcJoTH. Hanee
4HaJIH3 NPOROJIKAIOT, KaK yKa3aHO B pasi. 3.

PacTBOopoM cpaBHeHHS CAYXHT PacTBOpP KOHTPOJLHOTO ONbiTa, €c-
JIH OH OKpallleH B po30BbIH LBeT. Ec/lH pacTBop cpaBHeHHs oKpalued
B ApYroii uBeT, pacTBOPOM CPaBHEHHS CJHYKHT XJOpO(OpPM.

Ilo Beanunse onTHYeckod NNOTHOCTH MO TPajiyMpOBOYHOMY rpa-
(HKYy onpeaensioT MacCy CBHHIA B MHJJIMTPaMMax.

5. OBPABOTKA PE3YJIbTATOB

5.1. MaccoByro nono cBHHUA (Xpy) B IPOHEHTaX BBHYHCIAAIOT IO
(opmyae
Xppo my V-100 )
V]'M'lm
rae m; — Macca CBHHLIA, HafileHHass N0 TpaZyHPOBOYHOMY TIpadH-
Ky, Mr;
V — 06beM OCHOBHOIO pacrBopa, cM?;
Vi — o6beM aNMKBOTHOH YacTH pacTBopa, cM3;
m — Macca HaBecKH rpadmura, r.
5.2. lonyckaeMoe pacxoxleHHe MeXAy pe3yjhTaTaMH napan-
NeNBHBIX onpeledeHHH He RoxHO npeBmmats 0,0003% npn macco-

Bolt mose ceuuua mo 0,001% u 6,0005% npu MaccoBoli Aoje CBHHLA
ceume 0,0019.
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UHOPOPMALLHOHHBIE IAHHbBIE
1. PASPABOTAH H BHECEH Konuepuom «Cowo3MuHepans
PA3PABOTYUKH

U. B. Cypaenkos, JI. A. XapaanueBa (pyKOBOLHTE]b TeMHI),
C. H. llieBnoBa

2, YTBEP)XAEH U BBEIAEH B OENCTBHUE TMlocraHoBaeHHem
lFocynapcreeHdoro komurera CCCP no ynpapjeHuio KauecTBoM
NPOAYKIUHH U cTanfapram ot 30.03.90 Ne 685

3. B3BAMEH I'OCT 17818.13—75
4, CCblIJIOYHBIE HOPMATUBHO-TEXHHYECKHE JOKYMEH-
Thbl

OGo3uausenne HTH, na Kotopnid
" naBa c,c%mxa 4 Howmep pasgena

I'OCT 61—T75
TroCT 3117—75
FOCT 3760—79
I'OCT 4142—77
TOCT 4145—74
rOCT 422177
I'OCT 423677
TOCT 5429—74
TOCT 5456—79
T'OCT 10165—73
TOCT 12083—78
T'OCT 17818.0—90
TOCT 17818.10—90
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