FTOCYODAPCTBEHHDBDHA CTAHIAAPT
COI3A CCP

B3 5—92/640

15 p. 50 k.

HUKEJIb, CIIJIABbI HUKEJIEBBIE
N MEJHO-HUKEJIEBBIE

METOJbl ONPEJEJEHHSI CYPbMbI
rOCT 6689.15—92

U3nanue oduumasbHoe

FOCCTAHJAPT POCCHH
Mocksa


https://meganorm.ru/mega_doc/dop_fire/byulleten_sudebnoy_praktiki_omskogo_oblastnogo_suda_N_1_55/0/federalnyy_zakon_ot_31_05_2002_N_62-fz_red_ot_29_07_2017_o.html

YK 669 245:543.06:006.354 I'pynna B59

FOCYALAPCTBEHHDBHA CTAHJAAPT COKW3A CCP
r- - _J

HUKEJIb, CIJIABbl HUKEJIEBbIE U

MEJ HO-HUKEJIEBBIE
roct

6689.15—92

MeToab! onpele/ieHHsl CYPbMBI

Nickel, nickel and copper-nickel alloys.
Methods for the determination of antimony

OKCTY 1709

JHara seegenns 01.01 93

Hacroaumiufi cTanfapT yCTaHaBJHBAeT 3SKCTPAaKIHOHHO-(pOTOMETPH-
yeckHe M MoJsiporpaduueckHe METOABl ONpeleJeHHs CyPbMBl (NpH
vaccoBoi aoJge cypbmbl ot 0,0005 no 0,01 %) u atomHO-a6cOpOUHOH-
HBI MeTOA ONIpeleNeHHst CypbMBI (IpH MaccOBOH JAoJie CyPbMBL OT
0,001 1o 0,05 %) B HuKeJIeBHIX H MeJHO-HHKEJNEBHIX CIJaBax IO
TFOCT 492 u TOCT 19241,

1. OBLUHE TPEBOBAHHA

O6une Tpeb6oBanus K meronam anaiausa — no 'OCT 25086 ¢ nmo-
noayenuem nmo pasd. 1 TOCT 6689.1.

2 3KCTPAKILUOHHO-2OTOMETPHUUYECKHA METOJ,
ONPEAEJEHUSA CYPbMbI C NTIPUMEHEHHEM
BPUJ/IJIMAHTOBOTO 3EJIEHOTIO

21, CymHoCTh MeTOZAA

Meron ocHoBaH Ha 006pa30BaHHM MATHBAJEHTHOH CypbMOH B COJfA-
HO-KHCJOH cpeje TexcaxJopcTubaTta GPHIJHAHTOBOIO 3€JIEHOTO 3KC-
TPAKUHU €ro TOJYOJOM U H3MEPEHHH ONTHYeCKOH MJIOTHOCTH 3KCTPaK-
Ta B cjayyae MeJLHO-HHKEJECBbIX CIIaBOB CyPbMYy IpeABapHUTEJbHO OT-
JeJSI0T COOCaXK/IeHHEM C META0JOBSIHHON KHCJIOTOH.

22 AnnmapaTypa, PeakKTHBB H PAacCTBODL

D0TO3EKTPOKONOPHMETP HIH CIEKTPOGOTOMETP.

Hsnauue oduuuanbHoe
€ WHsznpatenscrBo craHpapTos, 1992

HacTostuuit cTaufiapt He moxerT OGbiTbh MOMHOCTBIO MJM HAaCTHMHO BOCNPOM3BEAEH,
THPaXXMPOBAH M pacnpocTpaHnen 6e3 paspemenns Foccranaaprta Poccuy

2 3ak 1524
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Kucaora aszorunas no 'OCT 4461 u pas6aBaennasn 1:1.

Kucaora conanas no 'OCT 3118 u pasGassennas 1:1.

CMechb KHCJOT [Jis DPAacCTBOPEHHS: KOHLUEHTPHPOBaHHasi a30THasl H
coJIsiHasl KHCJIOTa B COOTHOLIEHHH 1:3.

Kucaora cepuas no TOCT 4204 u pas6aBaensas 1:5.

Kucsora ¢propucroBogopoatnas no FOCT 10484,

Ammonuit azotHokucasiii o F'OCT 22867,

JXuakocts npoMuiBHas: 10 r a30THOKHCJOrO aMMOHHSI pacTBOpS-
10T B 200 cm?® Bogbl, Aob6aBasior 10 cm® KOHUEHTPHPOBAHHOH a30THOIL
KHCJIOTHI, JIOIMBAIOT BoAO# Ko | AM®3 M mepeMellHBaIOT.

Ougoso asyxsaopucroe nmo HTJI, cBeXenpUroToBJeHHBIi PacTBOP
10 r/aM3 B coansinoii KucjoTe, pa3basaenHoi 1:1.

Harpuit asorucrorucanit 1o FOCT 4197, pactsop 100 r/pmé.

Kap6amug (moueBuHa) no I'OCT 6691, HacwilieHHBIH pacTBOp:
100 r moueBuubl pacTBOpsOT B 100 cM3 ropsueil BOAHL.

BpusiinauTOBBI 3e/eHblA, BOAHBIH pacTBOp 2 r/ams,

Toayoun o OCT 5789.

Hartpuit ceprokucaniii 6e3poanniit no F'OCT 4166.

OJ0BO MeTajsIMuecKoe, ¢ CcOJepXKaHHMeM CypbMbHl He Gouee
3-10-8 %.

Cypbma mapku Cy0 no IT'OCT 1089.

CranaapTHble PACTBOPbI CyPbMBI.

PactBop A: 0,05 r cypbMBbl pacTBOPSIIOT NPHU HarpeBaHHH B 25 cv
KOHIEHTPHUPOBAHHOH CEPHOH KHCJOTH. PacTBop oXx/JaxpawT, nomewia-
I0T B MepHYIO Koa0y BMecTHMOCThIO 500 cM®, A0JMHBAIOT 10 METKH Ccep-
HO# KucaoTo# (1:5).

1 ¢m® pactBopa A cogepxxut 0,0001 r cypbMBL

PactBop B: 10 cm® pactBopa A moMelialoT B MePHYIO KoJ10y BMmec-
TuMOCTbI0 100 cM®, JOJNHBAIOT 10 MEeTKH coJisiHof Kucaotoh (1:1) wu
NePEMEIIHBAIOT: TOTOBAT B J€Hb MPUMEHEHHS,

1 ¢cm® pactBopa b conep:xur 0,00001 r cypbMBI.

Pacteop B: 10 cMm® pactBopa b momewmaror B MepHy10 Koaly BMec-
tuMocTeio 100 cMm®, noawBaior 1o MeTKH coasiHofi kucjaotoi (1:1); ro-
TOBSAT B JeHb NIPHMEHEHHS.

1 ¢cm® pacrBopa B cogepxur 0,000001 r cypbMBL.
23. IlpoBegeHHe amaausza

2.3.1. Aaa cnaasos ¢ maccogoii 0oreli KpeMHUS U Xpoma meHee
0,1 %, ne codepocaujux sorbghpama

Hagecky cnaiaBa (cM. Tabs, 1) moMelwlaloT B cTaKaH BMECTHMOCThIO
250 cm3, moGaBasitor 20 cm® a3oTHOH KHeaoTHl (1:1), HakpwiBalOT ya-
COBBIM CTEKJOM, CTEKJSIHHOH HJIM NJACTHKOBOH IJaCTHHKOA H pactT-
BOPAIOT NPH HarpeBaHHuH,
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Ta6anua 1

MaccoBas cypbMa, %

Macca HaBecky, I

AnM <BOTHAA
q4acTh pacreopa, cM®

Ot €,00(5 mo 0,001 BxJIOY. 0.5 Becb pactBop
Ces. 0,001 » 0,002 » 1 10
» 0,025 » 0,0C5 » 05 10
» 0,005 » (,01 » 0,25 10

Ilocsie pacTBOpeHHst HAaBECKH 4YacOBOE€ CTEKJ/JIO HJAH MJaCTHHKY H
CTeHKH CTaKaHa ONOJacKHBAIOT BOAOH, A06aBasiioT 3 cM3 KOHLEHTDPH-
pOBaHHOM cepHOH KHC/IOTH H ymapuBaloT A0 Hadasla BblieseHus Oe-
JOTO AbiMa cepHOH KHCAOTH. CTEeHKH CTakaHa OM0JacKHBAalOT BOJOH
H NOBTOPSIOT ynapHBaHHe 10 HauaJja BbijejeHusi Oeqoro JabiMa cep-
HOH KHCJOTH! elle JBa pasa.

IIpun maccosoil gone cypbmbl B cmiiaBe MeHee 0,001 % ocrartok
OXJIQXKIAKOT H PACTBOPSAIOT NpH HarpeBaHuu B 20 cM® cONSTHOH KHCJO-
ol (1:1). PactBop oxsaxaaoT, noMeulaloT B JeJHTeJbHYIO BODOHKY
BMECTHMOCTbIO 250 ¢M® M CTeHKH CTaKaHa OMO0JacKHBalT 5 cM? co-
asaHoit kueaorsl (1:1). K pacTtBopy ao6aBasor |—2 Kanjau pacrsopa
ABYXJOPUCTOTO 0JIOBa, NMEPEMELINBAIOT U OCTaBJ/AIOT HAa | MHH, 3aTeM
pobasasiior 1 ¢M3® pacTBOpa a30THCTOKHCJOTO HAaTPHs, XOPOLIO mnepe-
MeIUHBAlOT H OCTaBJAAT Ha 5 MHH. [lo6aBasoT | cM® HacHIEHHOrO
pacTBopa MoueBHHBI, nepeMeuinBaiot 30 r, BBoAAT 140 cM3 BoAH,
I cm® 6punnuantoBoro 3eqaeHoro, 30 c¢m® To/yosa H BCTPAXUBAXT BO-
poHKy B TeueHue 1 mun. Ilocsae pasaenenus a3 HHXKHHIL BOASHOH
cJ0# BbIOpACBIBAIOT, 4 OPraHHYECKHH CJOH NOMelLalOT B CYXOH CTa-
KaH BMecTHMOcTbio 50 cm3, coaepxxkauwnii 0,3—0,5 r Ge3BonHOro cep-
HOKMCJIOIO HATPHS HJAH (PUABTPYIOT uyepes cyXxoil OyMaXKHbit GUABTP.
Uepes 10 MHH H3MepSIOT ONTHYECKYIO MJIOTHOCTh JKCTpPAakTa Ha (POTO-
3JIEKTPOKOJOPUMETPE C KPACHBIM CBETOMU.ILTPOM B KIOBETe C TOJUIH-
HOH MOTJIOUIALLIEro CBeTa ¢J10g O €M HJH Ha CcHeKTpodoToMeTpe NpH
640 BM B KiOBeTe ¢ TOJLULHHOH norJjouiatollero ceer cjaos 1 cm. Pact-
BOPOM CPaBHEHHs CJYXKHUT 3KCTPAKT KOHTPOJbHOTO ONBITA.

Ilpu maccoBoit noje cypbMbl B cnaaBe cBoinie 0,001 % ocraTok
nocjie BBIIADHBAHHSA C CEPHOH KHCJIOTOH OXJ4XKAalOT H PacTBOPAIOT
npu HarpeBaHuH B 30 cM® coasiHo#t kucJaotel (l:1). PacTtBop oxuaax-
A4al0T, IIoMellaloT B MepPHyW Koaly BvecTumocTblio 50 cM® ¥ noauBa-
I0T 10 METKH cOJsgHO# KucaoToi (l:1), anukBorHyio uwacte 10 cwm3
NOMEILAT B Je/JHUTENbHYI0 BOPOHKY BMecTHMOCThI0 100—150 cm3, go-
6aBasAlOT 1—2 Kamau pacTBopa ABYXJOPUCTOrO OJIOBA H OCTAaBJSIOT
Ha 1 muH. 3atem po6asussior 1 ¢M? pacTBopa a30THCTOKHCJOTO HaT-
pHsi, XOPOILO NMepeMellHBAIOT H OCTaBjasAlT Ha 5 muH. [locsae 3Toro no-
SaBasAl0T 1 cM® MoueBHHbI H nepeMmewinBator 30 ¢, 3ateM A06aBASIOT
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55 c¢m3 BoJH, 2 cM® pacTBOpa GpusnuanToBoro 3enaeHoro, 30 cm® Toay-
0J1a ¥ BCTPAXUBAIOT B TeueHHe 1 MHuH.

Hanee mocTynaloT, Kak yKa3aHO BhIlle NMPH aHaJH3e CIJaBOB C
MaccoBo# foJei cypbMmul menee 0,001 %.

2.3.2. [aa cnaasos ¢ maccosoli Goaeli xaopa uiu Kpemuus bosee
0,1 %

Hagecky cnsaBa (cm. Ta6J. 1) nomeliamoT B IJaTHHOBYIO 4YalIKy,
no6apasgot 20 cm® asornoi xucaorer  (l:1), I cm® ¢ropucroBojO-
PORHOH KHCJOTBH H pacTBOPSAIOT NpH HarpeBanuH. Ilocne oxaaxAeHus
CTeHKH YalIKH OMOJIaCKHMBAlOT BONOH, MA006aBjsiloT 3 cM® KOHIEHTPH-
POBAHHO# CepPHON KHCJOTH W YHApHBAIOT A0 Hauasla BhlejeHus Oe-
JIOTO JbIMa CEePHOM KHCJOTH. YallKy O0XJaXAalT, OMNOoJacKHBAIOT
CTeHKM YALIKH BOJO¥ H NMOBTOPAIOT ynapHBaHHe OO HayaJla BblAeJIeHHS
fenoro AbIMa CEepHO KHCJOTHI ellie ABa pasa., Hdanee aHanus BedyT
KakK yKasaHo B 1. 2.3.1.

2.3.3. Has cnaasos, codepicaiyix 801bhpam

Hapecky cnaaBa (cMm. Taba. 1) 11o0MelialoT B CTAKaH BMECTHMOCTBIO
250 cm®, noGasasior 40—60 cm® ¢cMecd KHCJOT JJIsl PacTBOpEHHsd, Ha-
KPBIBAaiOT YaCOBHIM CTEKJOM, CTeKJSHHOI WM IJIACTHKOBOI IIJIAaCTHH-
KON M PacTBOPSIOT npu HarpeBaHHH. CTeKJIO WM MJACTHHKY W CTEHKH
CTaKaHa OIOJAaCKHBAlOT BOAOH, N00aBisfOT 5 cM® KOHLEHTPHUPOBAH-
HOI CepHOH KMCJIOTH ¥ yHapHuBaloT Ao 10—12 cm®.

[Tocne oxaaxieHuss K pacTBopy noGasasiioT 30 ¢cM3 BOAHL M BHI-
NaBIINHA OCaJl0K BOJAb(PPAMOBOH KHCJOTH OTQHJILTPOBLIBAIOT Ha ABOH-
HOU NAOTHBIH ¢GuabTp. CrakaH ¥ 0CaA0OK NPOMBIBAIOT 5—6 pas rops-
yeli coqasuofi kucaoto# (1:1). Ocangok ¢ ¢huabTpoM BHOGpacHBAlOT, a B
duspTpaTe ONpefesilOT CypbMy B AeHb NPOBeJleHHst aHanausa. Jlas
3TOrO ylapuBaloT PacTBOP, He AONYyCKasi KUMEHHs, A0 HadaJa BblieJe-
Hus OeJioro AHMa cepHOM kKucaoTh. OnoJackuBalOT CTeHKHM CTaKaHa
BOLOH H MOBTOPSIOT yIapHBaHHe A0 Hauana BhiJejeHHs 0esOro MAbl-
Ma CEepPHOH KHCJOTH! elile ABa pa3a. [lanee aHaJu3 BeAyT, Kak ykasa-
Ho B 1. 2.3.1.

234. [as MeOHO-HUKe.1€8bLX CNAABOS

Hagecky cniaBa (cM. Tabua. 1) MOMelAlOT B CTAKaH BMECTHMOCTbBIO
250 em3, no6asasior 0,01 r meraannueckoro o0J0Ba, 20 cm® asoTHOM
kucsoThl (1:1), HaKpPHIBAIOT YaCOBBIM CTEKJIOM, CTEKJSIHHOM WJH nJjac-
THKOBOH IVIACTHHKOR W pacTBopsAIOT npu HarpeBaHuHu. [locse pactBope-
Hisi HaBeCKH CTEKJIO WJH MJAaCTHHKY M CTeHKM CTaKaHa OlloJacKuBa-
10T BoAo#, n006aBasaloT 20 c¢M® BoAbl, He6O/bIIOE KOAHUECTBO (PHABTPO-
O6yMa)<HOli mMacchl M OCTaBAAIOT Ha 1—2 u Ha TemJsoii GaHe. Ocanok
OT(QUIBTPOBHIBAIOT HAa NJOTHBIH (QUIbLTP, CTAKaH H OCaJOK MPOMBIBA-
10T 10—12 pas npoMBIBHOI KHAKOCTBIO, PUALTP ¢ OCaKOM MOMeLia-
IOT B CTakKaH, B KOTOPOM TIPOBOAMJIOCH  OCaXAeHHe, [N00aBJ/sIOT
10—15 cM3® KOHUEHTPUPOBAHHOH cepHOH KHCJIOTH, 20—35 cM® KOH-
LeHTPHPOBAHHOA a30THOH KHCJOTHI M PacTBOP ymapHBaloT Q0 Hayazaa
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BbIAEJIeHHsl TYCTOrO Gesloro AbiMa cepHO# KHCIOTH. Eciu ocraBuiniics
pacTBop okKpatleH, 106aBasioT ele 5—10 ¢cM? a30THOH KHCJOTH H HO-
BTOPSIIOT yNapHBaHMe A0 Hayasla BblAeJieHHs rycroro 6ejoro AbMa
cepHoii KucaoTel. CTakKaH OXJa)KAAaWT, CTEHKH OMOJAaCKHBAIOT BOJOH
1 YHAPHUBAIOT PAacTBOD AO NMOJyYeHHS BJAXHBIX CoJieH,

[Tpn maccoBoi noJie cypeMbl B ciiaBe MeHee 0,001 % K ocraTky
nocJle oxJaxkKiaeHus p00aBasiT 7 cMm® coasiHod kucaoTel (1:1) Harpe-
BAKOT A0 PACTBOPEHHS, PacTBOP NMOMELIAIOT B [AejiUTeJIbHYyH) BOPOHKY
BMecTHMOCTbIO 100—150 ¢M® u CTeHKH cTakaHa OMOJAacKHBAOT 3 cM3
coasiHo#l kucaothl (1:1) U Aanee ananau3 BeAyT, Kak ykKasaHo B m. 2.3.1
IpH onpeleneHUH CypbMbl B cnyiaBe MeHee 0,001 %.

IIpu maccoBoii gose cypbMbl B cmaaBe cBoime 0,001 % ocratok
pacTBopsiior npu HarpeBaHuu B 30 cM3 coasnoiél KucjoTh (I:1), pact-
BOP OXJIAXJAIOT, NOMEIIAlT B MepHYI0 Koa6Gy BMeCTHMOCTbIO 50 cm?
H AOJHBAIOT O METKM COJsiHOM kucsaoTod {1:1). AJMKBOTHyO YacTb
10 ¢M® noMeulalT B JAENUTEJNbHYIO BOPOHKY BMecTHMOCTbIO 100—
—150 cm8, [laJsee aHanu3 BeAyT, Kak vkazauo B 0. 2.3.1 npu onpene-
Jgenun cypbmbl cBoiie 0,001 %.

PacTBopom cpaBHeHHsI CJAyXKHT pacTBOP KOHTPOJBHOTO OMNBITA,
NpOBeJleHHLIH Uepe3 Bech X0/ aHaJIu3a.

2.3.5. [locTpoenue epadyuposoursix epaduros

235.1. I'padyuposournoiti epapux O0ara onpedeane-
Hus cypomo. menee 0,001 %

B neantenvHbie BOPOHKH BMecTHMOCThIO nmo 250—300 cm® nome-
wator 1,0; 2,0; 3,0; 4,0; 50 u 6,0 cM® crangaprtioro pactBopa B cy-
PbMBbI, AOJHBAKOT coJsHOH kucsaortoir (1:1) mo 25 cm®, jpobGasasior
1—2 kanau pacTBopa ABYXJOPHCTOrO 0J10BA M OCTAaBJASIOT Ha | MHH.
Hanee ananuz BedyT, Kak yKasauo B 1. 2.3.1 npu onpeneseHnu Cypb-
MH Metee 0,001 9%.

2352 TI'padyuposouneviii epapux daa onpedese-
Hus cypomo, ceoiwe 0,001 9

B neaurtesbnble BOpOHKH BMecTHMOCTbIO no 100—150 cM® nmome-
urator 1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cm® crangapruoro pactBopa B cy-
pbMBI, Ho0aBasior conanyio kKucaory (l:1) mo 10 cmd 1—2  xanum
pacTBOpa ABYXJIOPHCTOTO 0JIOBA M OCTaBJAIOT Ha | muH. [lanee ana-
JU3 BeAyT, KaK yKa3aHo B 1. 2.3.1 npu onpejesieHHH CypbMHl CBHILIE
0,001 %.

24, O6paboTKka pe3yJbTaTOB

2.4.1. MaccoByo gos10 cypbMbl (X) B NPOLEHTaX BHLIYHCASAIOT MO

dbopmyae

X m,-100
m ?
rie m, — Macca CypbMbl, HafileHHas 1O TIPaiyHPOBOUHOMY rpadu-

Ky, T;
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m — Macca CIJ1aBa, COOTBETCTBYIOILAS AaJHKBOTHOH 4acTH pac-
TBODA, T.

2.4 2. PacxoXJeHHsi pe3ysbTaTOB TpeX IapaJJiesIbHbIX ONpefeJe-
Huit d (MOKasaTesb CXOJIMMOCTH) H DPe3yJbTaTOB ABYX aHaau3os D
(moxazaTenb BOCNPOM3BOAMMOCTH) He [OJXKHBI NPEBHIUATH 3HAYECHHH
JONyCKaeMbiX PacXOXAeHHH, TPUBEAEeHHBIX B TabJ, 2.

Tabauumwa 2

Jlonyckaemsle pacxoxieHun, %

MaccoBasi goast cypoMel, %

d D
Ot 0,0005 a0 0,001 BrIIOY 00003 00034
Cs 0,01 » 0,006 » 0 C005 0.0117
» 0,05 » 0010 » 0001 0,001
» 0,010 » 0,025 » 0.002 0,003
» 0,025 » 0,050 0.001 0,006

243 KOHTPO/Jb TOYHOCTH Pe3yJbTAaTOB aHa/naH3a mpoBoAsAT no lo-
CyAapcTBeHHBIM cTanAapTHeiM ob6pasuam (I'CO) uam mo orpacieBHIM
cradfaptabeiv obpasuaMm (OCO), uau mo crasfapTHHM  obpasnam
npennpuAtua (COIl) HuUKeNs, HUKEJEBHIX W MeJHO HHKeJeBBIX CIlja-
BoB, yrBepxiaeHubiM mo F'OCT 8315, uwau metogom g06aBOk HIH CO-
HOCTaBJIEHUEM Pe3yJbTAaTOB, MOJYYEHHBIX MHOJSPOTrpadHYeCKHM HJIH
aTOMHO-abcOpOUHOHHBIM MeToAoM, B cooTBeTcTBHH ¢ ['OCT 25086

3. 9KCTPAKILUOHHO-®OTOMETPHYECKHHA METOJL
ONPEAEJEHUS CYPbMbl C MTPHMEHEHUEM KPHCTAJINTHYECKOTO
®UOJIETOBOTO (NIPHM MACCOBOM JIOJIE CYPbMbl OT 0,001 no 0,01 %)

31 CymHoOCTh MeTOJHA

Metoa ocHoBaH Ha 00pa30BaHHHM HSTHBAJEHTHOH CypbMO#l B COJsi
HOKHCJIOH cpejle FCKCAXTOPHCTHOATA KPHUCTAJNIHUECKOFO (PHOJIETOBOTO,
3KCTPAKILIH €r0 TOJY0J0M H H3MCPCHHH ONTHYECKOH MJIOCTHOCTH OKpa
LWIEHHOTO 3KCTPaKkTa NOCAe OTAeNeHHss CYPbMB OT OCHOBHBIX KOMIO-
HEHTOB CILJIABOB COOCaXKA€IHeM C IBYOKHChIO MapraHua

32. Annapatypa, PeakKTHBHE H DPAacCTBODPB

DOTO3JIEKTPOKO TOPHUMETP HIH CHEKTPODOTOMLTP

Kucsora azoruas no 'OCT 4461 u pas6asaennass 1 1 u 1 100

Kucnota consnas no 'OCT 3118 u pasGassiennas 7 3

CMech KHCJIOT [JJisl PACTBOPEHHSA KOHIIEHTDHPOBAHHBIX a30THOH H
COJISTHOH KHCJIOT B cOooTHOlUeHuy 1:3.

Kucaora cepnas no TOCT 4204 u pasz6asaennas | 1
Kucqora ¢ropucroBogoponnas no [OCT 10484
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Ammuak sogubii o FOCT 3760.

Kaaui mapraunneBoxkucabii no 'OCT 20490, pacteop 40 r/am®.

Mapranen cepruokucapiit no FOCT 435, pactsop 100 r/am3,

Ogoso aByxsopucroe no HTIH, cBeXenpuroToBJieHHBII pacTBOP
100 r/am® B coasinodt kueaotre (1:1).

Harpuit asorucrokucawit mo FOCT 4197, pactBop 100 r/am3.

Kap6amun (MoueBnHa) mo I'OCT 6691, HacplllleHHBIH pacTBOp:
100 r moueBHHBI pacTBOPsIOT B 100 cM? ropsigeit BOABL.

Kpuctannuyeckuii ¢HOJNETOBBIN, BOAHBIHA pacTBop 2 r/am3,

Toayon no FOCT 5789.

Harpuit ceprokuciabii no TOCT 4166, 6e3BofHBI.

Cypbma mapku Cy00 naun Cy0 no 'OCT 1089.

CraHpapTHBiE paCTBOPH CYPbMH

PacrBop A: 0,1 r cypbMbl PacTBOPSIOT NPH HarpeBaHHH B 50 cmd
KOHUEHTPHPOBAHHOH CEPHOM KHCJOTH. PacTBOp o0OXxJaxAaoT, nome-
11al0T B MepHyl0 KoJ0y BMectuMmocTbio 1000 cm3, pobasasior 175 cm?
cepHO# KucaoTel (1:1), OXJ1aXKAAal0T H JOJHBAIOT BOAOH 10 METKH.

1 cm® pactBopa A comepxkut 0,0001 r cyppMHI.

Pacreop B: 10 cm® pactBopa moMewmalor B MepHy10 KOa6y BMeCTH-
moctbio 100 cm?, nobapsasioT 70 cM® KOHHEHTPHPOBAHHOH COJISHOM
KHCJAOTH H pa36aB/sfioT A0 METKH BOAONH; FOTOBAT B JeHb NPHMEHe-
HHS.
1 M3 pacrBopa b copepxkut 0,00001 r cypsMBL

33. IlpoBenenne aHaJdHu3a

3.3.1. Axrsa cnrasos ¢ maccosoli doareli kpemnus menee 0,1 Y, He
codepacauiux xpom u 80L6Ppam

Hasecky cnnapa maccoit 0,5 r momeljaloT B cTakaH BMeCTHMOC-
10 250 cM?, pobasasior 20 cM® a30THOH KucaoThl (1:1), HakpheiBaloT
JacOBbIM CTEKJIOM, CTEeKJSHHON WJH IIJIAaCTHKOBOH IJIACTHHKOH H pac-
TBOPSIOT npu HarpeBaHud. CTeHKH CTaKaHa H 4acoBOe CTEKJO HJH
NJACTHHKY OIIOJACKMBAIOT BOJAOH, A00aBasi0T BoAb A0 100 cm®, nefit-
pasu3vioT aMMHAKOM [0 MOsIBJEHHSI MYTH, He HCuUe3aloLled BO BpeMs
nepemciminganns (pH 3 no ynuBepcaabHo# HHAUKaTOpHOK Oymare) 10-
6asasitor 0,5 cM® KOHIEHTPHPOBaHHOH a30THOH KucjaoThl H 1 cm? pac-
TBOPa MapraHueBOKHca0ro Kaaus. CTakaH HaKPBIBAIOT YaCOBHIM CTeK-
JIOM, CTEKJISIHHOM HJH IJIACTHKOBOHN NJACTHHKOH H PacTBOp Harpesa-
JOT moytH 10 Kuneuus, JoGapaswor 2 cM3 pactBopa CePHOKUCJIOTO
MapraHia M KHOATSAT 2 MHH (Ipu MaccoBOl AoJe MapraHua B chnjia-
Be Oojiee 2 % pacTBOp CepPHOKMCJOrO Maprasua He do6Gasasiior). Pa-
cTBOP ocTaBasloT Ha 1 u npu 30—40 °C. BoigenuBiuniics ocalok oT-
(UIBTPOBLIBAIOT Ha MJIOTHHH (QWILTP M NPOMEIBAIOT 4—5 pas ropd-
defi asoTHod xucjaoror (1:100). ®uabTp ¢ ocalkoM NOMELAKOT B CTa-
KaH, B KOTOPOM IIPOH3BOJAHJIOCH ocaxjaeHHe, pobasiasior 10—15 cm?
KOHUEHTPHPOBAHHON CepHOH KHCA0TH, 20—25 cM® KOHLEHTPHPOBaH-
HOH a30THOH KHCJOTHI H yIapHBalOT A0 Haua/ja BHIJAGJICHHS TYCTOrO
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6esoro AbiMa cepHoi KuciaoTel. Eciu ocraBuimiicas pacTBOp OKpalieH,
no6asasior 5—10 cM?® KOHIEHTPHPOBAHHOM a30THOH KHCJOTHI H MO-
BTODPSAIOT ymapuBaHue, Ilocsie oxma)kKneHHsi CTeHKH CTakKaHa omoJa-
CKHBAlOT BOJAOK M YIapUBAIOT PAcTBOpP [0 MOJYYEHHs] BJIaXKHBbIX CO-
Jed,

Ilpu maccoBoit nose cypbMel B cniaaBe MeHee 0,005 % k ocrartky
Hoc/ae OXJaxKacHus A06aBagnT 7 cM® codsaHOH KucaoTH (7:3) u Ha-
TPEBaIOT 0 DacTBOpPeHHs cojiedl, PacTBop moMellawT B AeNHTEJBHYIO
BOpPOHKY BMecTuMocTbi0 100—150 cm?, crakaH omojackuBalot 3 cm?
COJITHO# KHCJOTH (7:3).

[Tpu maccoBoi#t nose cypomul B cmaaBe cBuiie 0,005 % K ocratky
nocJe oxJaxaeHHa jpob6asagior 10 cm® coastHoB KucaoTel (7:3), Ha-
rpeBaloOT A0 pPacTBOPEHHs cOJIeH H IOcJe OXJaxkIAeHUs DacTBOp nome-
11alI0T B MepHYI0O K00y BMeCTHMOCTbIO 25 cM® u JOJHBAIOT A0 METKH
COJIsIHO# Kuca0TOH (7:3). AJMKBOTHYIO yacTh pactBopa 10 c¢m® nomc-
LIaIOT B JeJHTEJNbHYIO BOPOHKY BMecTuMocTbio 100—150 cm3, pobas-
Js10T 1—2 Kanau pacTBopa ABYXJOPHCTOrO 0J0Ba A0 obecuBeyuBa-
HHSI PacTBOpa, IePEeMEIlHBAIOT U OCTABJASIOT Ha | MHH. B xenauntenn-
HYI0 BOPOHKy A06aBjsioorT 1 cM® pacTBopa as30THCTOKHCJIOTO HaTpHS,
BOPOHKY 3aKpHIBAIOT NMPOOKOH, BCTPSXUBAIOT 2 MHH M BODOHKY OTKPbI-
BaioT. Yepes 2 MuH po6aBasioT 1 ¢cM® pacTBopa MOYEBHHBl U IepeMe-
wuBatot 30 ¢, nmocae yero gobasastor 70 cm® Boaw, 10 kameap pact-
BOpa KpHcTa/IHueckoro ¢uojgeToBoro, 25 cM® ToJyoJia H BCTPAXHBA-
1oT B Teuenue 1 muH. [Tocne paspenenus ¢as HHXKHUA ciaoit oTOpachl-
BAIOT, @ OPTaHHYECKHH CJOH MOMEIIAIOT B CyXOH CTaKaH BMECTHMOC-
tei0 50 cwm3, comepxkauini 0,3—0,5 r Ge3BOJHOTO CEPHOKHCJIOrO HaT-
pHus, HIH QUIBTPYIOT ueped cyXoH OyMaxHBIH  QHJIBTDP H, CIyCTH
10—15 mMuH, H3MepSAIOT ONTHYECKYIO NMJOTHOCTh 3KCTPakKTa Ha (oTo-
3JIEKTPOKOJIOPHUMETPe ¢ KPACHHIM CBEeTOPUILTPOM B KIOBETE C TOJILH-
HOH MOIVIOLIAIOUICTO CBET €0 2 CM WJH Ha CHEKTpoGoTOMeTpe NpH
610 HM B KIOBeTe ¢ TOJILHHOH morJoulatouiero cBer caos 1 cm. Pacr-
BOPOM CpaBHEHHUS CJYKHUT S5KCTPAKT KOHTPOJBLHOIO ONEITA.

IIpumeuanue Ecau araiu3 He Gyaer 3akOHUeH B TeueHHe JAHS, OH MOXKeT
GEITh TIpepBaH NOCJe OCaX/JEHHS CyPbMbl ¢ JBYOKHCBIO MapraHiia HJH INocje yHapH-
BaHHUS C CEPHOH KHUCJOTOH

3.3.2. Ias cnaasos ¢ maccosol Josetl kpemuuti 6oaree 0,1 Y

HaBecky cnsaBa Maccoit 0,5 T momellaloT B NMJaTHHOBYIO YalIKy,
ao6asJisiior 20 cm® asotHoit kKucaotw (1:1), 1 cm® dropucroBomopon-
HOM KHCJIOThI M PacTBOPsOT npH HarpeBanuu. Ilocne oxyaxaeHus
CTeHKH YallKH OIOJAaCKHBAlOT BOJOH, [n06aBJsitoT 3 cM® KOHIEHTPH-
POBAaHHOH CepPHO¥ KHCJOTH U yNapHBalOT PacTBOP A0 HayaJja BhiieJe-
uus 6esoro AbIMa CepHOH KHCJAOTH. Yallky ox/a)KAaloT, ONoJacKHBa-
IOT CTeHKH YAlIKH BOJAON W MOBTOPSIOT ynmapHBaHHe pacTBopa 10 Ha-
uyasa BblAeJeHHs 0esoro ABIMa CepHOH KHCJOTH elle ABa pasa.
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IMocae oxyaXKAeHHsI PacTBOPAIOT CONMM npu HarpeBaHHH B 20 cm?
a30THON KHcaoTel (1:1), mepeHocsAT pacTBOp B CTaKaH BMECTHMOCTbLIO
250 cm®, pasbasasior Boao# no 10 cM® M HeHTPasH3YIOT aMMHAKOM
[0 TIOSBJEHHs MYTH, He Hcue3alolled npu nepeMemuBanuu (pH 3 no
yHHBepCca/JbHO{ HHAMKaTOPHOH Oymare). Ho6asasior 0,5 cm® KoH-
LEHTPHPOBAHHOH a30THOH KHCJOTH H jaJjiee aHaJH3 BelAyT, KaK yKa3a-
HO B 1. 3.3.1.

3.3.3. daa cnaasos, codepicauyux xpom

Hasecky cnjiiaBa maccoit 0,5 r moMellaoT B CTaKaH BMeCTHMOCTbIO
250 cm®, moGasasiior 30—35 cM® cMecH KHCJOT AJst pacTBOPEHHsd, Ha-
KPbIBAIOT YaCOBBIM CTEKJIOM, CTEKJASIHHOH HJIH MJAaCTHUKOBOH NJIACTHH-
KOl W pacTBopsaioT npu HarpeBaHud. [locne oxsaxaenuss uyacosoe
CTEKJIO HJIH MJACTHHKY H CTEHKH CTaKaHa ONOJIaCKHBAaIOT BOAOH H BHI-
napuBaiwT pactBop aocyxa. Cyxo#i ocratok pactBopsior B 20 cm?
a30THOH KucJoTel (1:1) ¥ MOBTOPAIOT BHIIapHBaHMe eule JABa pasa,
pobasnass kaxapi pas mo 20 cm?® asotHo#t kucaote (1:1). Cyxoi oc-
tTaTtok pactBopsitoT B 20 cm3 asoTHoil kucaoth (l:1), pasbasasior Bo-
jgo# no 100 cM® u HeATPaJU3yIOT aMMHAKOM A0 MOSBJEHHS MYTH, He
ncuesawiiefi npu nepeMewiuranuu (pH 3 no yHusepcanbHON unAmKa-
tTopHo#i GyMmare). HobGaBasierca 0,5 cM® KOHLEHTPHPOBAHHOH a30THOM
KHUCJIOTH U JaJjiee aHa/u3 BeAyT, KakK yKa3aHo B . 3.3.1.

3.3.4. [aa cnaasos, codepxcaujux 8orbpam

HaBecky cnsaBa maccoii 0,5 r nomeljaloT B CTakaH BMECTHMOCTBIO
250 cm?, no6aBasitor 40—45 cm® cMecH KHCJIOT AJs PacTBOPEHHA, Ha-
KPBIBAIOT YACOBBIM CTEKJ/JIOM, CTEKJSHHOH HJH IJIACTHKOBON NJIACTHH-
KO ¥ pacTBOpPsiIOT npu HarpeBahun. CTeHKH CTakaHa M 4acoBOe CTek-
JO HJH IVIACTHHKY OIIOJAaCKHBAIOT BOAOH, N006aBJsIOT 5 cM® KOHLEHT-
PUPOBAHHOH CepHOH KHCJAOTH M ynapusBator go 10—I12 cm3. Tlocne
OXJIaXKJeHHA B pactBop AoOaBafAwT 30 cM® BOAbI M BbINAaBIUHI OCaAOK
BOJNb(PAMOBOH KHUCJAOTHl OTGHHUJIBTPOBBLIBAOT Ha JABOHHOH  NJOTHBHIH
¢unbTp. CrakaH H 0CafOK NMPOMBIBalOT 5—6 pa3 ropsyed COJSIHOH
kucgotoit (1:1). Ocaznok ¢ PuiapbTpoM BHOpACHIBAIOT, a PUAbTPAT Hell-
TPaJU3yIOT aMMHAKOM A0 NOSBJEHUs MYTH, He ucue3alolleil npy nepe-
MmemnBanun (pH 3 mo yHuBepcaJbHO# HHAMKaTOpHO# Oymare). Joba-
BaAsAOT 0,5 cM® KOHLEHTPHPOBAHHOH a30THOH KHCJOTH H AaJjlee aHaJH3
BelyT, Kak yka3aHo B 0. 3.3.1.

3.3.5. Ilocrpoenue epadyuposourozo epaguxa

B nenutenbHble BOpoHKH BMecTHMOCTbIO 100—150 cM® BBoasT 0,5;
1,0; 1,5; 2,0; 2,5 u 3,0 cM® craupaprdoro pacrsopa b cypbmul, pas-
6asastor 10 10 cM® consHoit xucaoroir (7:3). HobGaBasor 1—3 kan-
JIH pacTtBopa ABYXJOPHCTOTO 0OJIOBa H oCTaBasioT Ha | mun. [ob6as-
Jg10T 1 ¢cM3 pacTBopa a30THCTOKHCJIOTO HATPHs M laJjee aHaAU3 BEAyT,
KaK ykasaHo B 1. 3.3.1 HpHu omnpelesendd CypbMbl B cIliaBe MeHee
0,005 %.

34. O6paboTka pe3ynAbTaTOB
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3.4.1. Maccosyio fpono cyppMbl (X) B NpOLEHTAX BBHIYHC/SIOT MO
¢opmyie

m,-100
X=—0,
rAe m; — Macca CypbMBbl, HaliJleHHasi 10 TIpadydpPOBOYHOMY TrpacdH-
Ky, T;
m — Macca CmjaBa, COOTBeTCTBYIOLLasl a/JMKBOTHOH 4YacTH pac-
TBOpa, T.

3.4.2. PacxoxJeHUsi pe3yJbTaTOB Tpex MNapaJlieibHBIX Onpejele-
Huit d (MOKa3aTestb CXOJHMOCTH) H Pe3yJbTaTOB ABYX aHaausos D
(nokasaTesb BOCIPOH3BOAMMOCTH) He AOJXKHBI NPEBHIIATb 3HaYcHHIL
JONYCKaeMbIX PACXOXKAEHHUH, NpUBeAeHHLIX B Taba. 2.

3.4.3. KoHTpPO/Ib TOYHOCTH De3y/JbTAaTOB aHaJH3a NPOBOJAAT, Kak
yKa3aHo B 1. 2.4.3.

3.4.4. DKcTpaKUHOHHO-(DOTOMETPHYECKHH MeTOA NMPHMEHSIOT B CJay-
Yyae pasHOrJacHid B OLEHKe KayecTBa HHUKEJEBBIX H MeJHO-HHKEJeBbiX
CILIABOB,

4. NOJAPOrPA®HYECKHE METOAbl ONPEAEJIEHHS CYPbMbI

4.1. CymwHOCTr MeTOZA

MeTox ocHOBaH Ha NpeABapPHTEJIbHOM OTAENEHHH CYPbMBl COOCAXK-
JeHHeM C THAPATHPOBAHHON ABYOKHCBIO MapraHima ¢ Inoc/elylouium
noJsiporpaHUecKuM ONpefesNeHHeM CypPbMbl Ha COJSIHOKHCJIOM (oHe.

Ilpu maccoBoii none cypbMbl MeHee 0,005 % omnpenesente npoBo-
IST METOAOM HHBEPCHOHHOH BOJBTaMIEPOMETPHH CO CTAallMOHAPHLIM
pTyTHBIM 3jekTpoioM. [Ipu MaccoBoit mose cypbmbl  cBbiute 0,005 %
onpejeseHHeM INPOBOAAT MOJAPOrpa@HYecKHM METOAOM C PTYTHBIM
KanarmollHUM 3JeKTPOAOM.

42. Annmapartypa, PeakTHBB H PAaCTBOPH

Toasiporpad nepemensoro toka IIIIT-1 wau ocuuanorpaguuec-
guit mosnsiporpad I10-5122. Jlonyckaetrcss npuMeHeHHe MNoJsiporpados
Apyrux mapok. jluefika  noJasporpadHueckasi, BMecTHMOCTbIO 30—
—40 cM?®, BBHIIOJIIEHHAS] H3 CTeKJa, ¢ BBIHOCHBIM 3JIEKTPOJOM CpaBHe-
HHSl (HACHILEHHBIH Ka/J10MeJbHBIA 3JEeKTPOA) M ¢ PTYTHBIM CTallHOHAP-
HBIM 3JIEKTPOJOM HJIH PTYTHBIM KalalOUIHM 3JE€KTPOAOM.

DJeKTPOoJ PTYTHBLIf NJAEHOYHBIH (CM. YepTeK): cepeOpsiHyl0 NpOBO-
JIOUKY BIIAHBAIOT B CTEKJSHHYIO TPyOKy, HEBIAsiHHYIO 4acTb MPOBOJIO-
YKH MOJNHPYIOT JO OJlecKa KyCOuKOM cepeGpa M OTIOJHPOBAHHBIN KOHeL]
NMOMEINAIOT B CTAKAHYHK C MeTalJIH4ecKOoi PTyThlo Ha | MuH. AMaJb-
THPOBAHHBIA 3JEKTPO/J BBLIHHMAIOT M3 PTYTH H OCTOPOXKHO NPOTHPAIOT
KyCOYKOM YHCTOH KaJbKH WM TedJ/oHa AJS PaBHOMEPHOro pacnpeie-
JIEHHs] PTYTH IO NMOBEPXHOCTH MeTasl1a. DJeKTPOJ TLLATe/lbHO NPOMBI-
BalOT BOJOH.

Asor rasoo6pasubii no FOCT 9293.
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Pryts mapku PO mo I'OCT 4658, ne comepxauiast BaardH H O4YH-
1leHHAA OT OKHCHBIX IJIEHOK.

Kucaora asorsas no 'OCT 4461 u pas6Gasaenunas 1:1, 1:100.

Kucaora coasnas no TI'OCT 3118 u pasbaBaennHas 1:1 wu
3 MoJab/AM® pacTBOp.

CMech KHCJIOT A PACTBOPEHMS: KOHLEHTDHDOBAHHAA a30THas H
COJIIHASL KUCJIOTHL B COOTHOLIEHHH 1:3.

Kucnora cepnas no FOCT 4204 u pasbasnennas 1:5.

Kuciora dropucrosonopoanas mo F'OCT 10484.

Kanuit mapranueBokucasii no 'OCT 20490, pacrsop 40 r/am®.

Mapranen cepuoxucaetit mo [OCT 435, pactsop 100 r/amd.

T'unpasun cepHorucasiit no FOCT 5841, pacrop 10 r/ams®,

Ammuaxk soausii no FOCT 3760.

Kanuit xkenesucrocunepoaucroiii no FTOCT 4207, pactsop 30 r/am3,

Cypbma mapgu Cy0 mo T'OCT 1089.

CraHgapTHBE PACTBOPH CYPbMH

Pactsop A: 0,1 r cypbmbl pacTBopsitor B 50 ¢M? KOHIEHTPHPOBAH-
HOH CepHOii KHCAOTH. PacTBOp oX/1aXKRaloT, MepPEeHOCAT B  MepHYIO
kos10y BMectumocTbio 1000 ¢M3, NOJNHBalOT 40 METKH CEPHOH KHCJO-
toii (1:5) u mepemeruuBaior.

1 cm® pacrBopa A cogepxur 0,0001 r cypbMbl.

PacrBop B: 10 cm® pactBopa A nepeHocAT B MepHYIO KOJIGYy BMeC-
TumocTbio 100 cM3, nobasasior 20 cM® KOHLEHTPHPOBAHHON COJISSHOH
KHCJIOTHI, AOJHMBAIOT A0 METKH BOJOH M MepeMelIHBAIOT: OTOBST He-
NOCPEACTBEHHO Nepe] H3MEPEHHAMH.

I em® pactBOpa B conepaxut 0,00001 r cypbMmbL.

43. IlpoBemeHHe aHaau3a

4.3.1. Aas cnaasos ¢ maccogoii Ooneti kpemuus menee 0,1 Y, e
codepacauiux xpom u 80sbHpamn
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HaBecky cniaBa Maccoit 1 r nmoMeularoT B CTakKaH BMECTUMOCTHIO
250—300 cm®, noGasastor 20 cM® asoTHO# KucaoTh (1:1), HakpHBalOT
7aCcOBBIM CTEKJOM, CTEKJIAHHOW WJIH IJIACTHKOBOH MJIACTHMHKOH H pac-
TBOPAIOT NPU HArpeBaHUH., YAAJNSIOT KHISTYEHHEM OKCHABI a30Ta, pa-
CTBOP OXJ1aXKA 20T, CTEHKH CTaKaHa H YacOBOe CTEKJO HJH NJIaCTHHKY
OMOJNACKUBAIOT BOAOM, pas3baBasioT pacTBop Boao# jao 100—120 cm®
u KobGaBJsioT pacTBop amMmuaxka Ao pH 2 (mo yHuBepcaibHOH HHAH-
katopHoii 6ymare). Jo6asasior 0,5 cM? KOHHEHTPHPOBAHHOH a30THOMH
KHCJIOTH, 1 cM® pacTBOpa MapraHueBOKHCJAOTO KaJdfd, HAaKphBaloT
CTaKaH YaCOBBIM CTEKJIOM, CTEK/SHHO# HJAH NJIACTHKOBOH MNMJIACTHHKOH
¥ HaArpeBaloT pacTBop moutH Ao Kuneuus. [obGasasior 2 cm® pactBope
CePHOKHCJIOro MapraHua (npu aHajiM3e CIJIABOB, COAEp KAallWX CBbillie
0,5 Y% Maprarua, pacTBOp CEpHOKHC/AOro MapraHima He A0GaBASOT),
PaCTBOP KHOSTAT 2 MHUH W OCTaBJAOT Ha 1 4.,

PactBop &uAbTpPYIOT uepe3 (HALTP cpeAHell MJIOTHOCTH H MHOTO-
kKpatHo (10—12 pa3) mpoMBIBAIOT ropsiyM pacTBOPOM a30THOH KHC-
gotel (1:100) mo oTpuuaTesibHON peakiMd Ha MeAb (mpoba ¢ pacTrRo-
POM KeJe3HCTOCHHEPOAUCTOTO Kaaus).

dunpTp ¢ 0OCAAKOM NEPEHOCAT B CTaKaH BMeECTHMOCThIO 250—
—300 cm?, npubaBasifor 15 ¢cM® KOHIE@HTPHPOBaHHON CEePHOM KHCJOTHI,
25 ¢cM® KOHUEHTPUPOBAHHOM a30THOH KHCJOTH H yIapuBaloT A0 NOSAB-
JIEHHS I'yCTOro 6e/oro AbMa CepHOH KHCJIOTHI.

B cryuae eaToit OKpackKu pacTBOpa nocje ynapuBaHus no06aBas-
10T eme 10 cM® KOHUEHTPHPOBAHHOH 230THOH KHCJOTHI H NOBTOPSIOT
ynapuBasue. Onepanuio ynapuBaHHsi ¢ a30THOH KHCJOTOH NOBTODSIOT
J0 HMCUYE3HOBEHHs JKEJTOH OKpacKu pacTBopa. PacTBop BHmapuBaioT
0 BjaxHbix codieii. Cosin pacTBOPAIOT MpPH cJaal0M HarpeBaHUH B
20 ¢cm® 3 Mosb/aM® pacTBOpa COJSHOH KHCJAOTHL, A0GaBasioT | r cep-
HOKHCJIOTO THApa3suHa H KUNATAT 2 MHH. PacTBOp mnepeBOAsSIT B Mep-
HYI0 K016y BMecTHMOCTbIO 50 c¢M® M JOJHBAOT N0 MeTKH 3 Moab/nm®
PacTBOPOM COJISIHOH KHMCJIOTHL,

4.3.2. [laa cnaasos ¢ maccosoil Ooreli kpemuusa ceviwe 0,1 Y

Hagecky cnuasa Maccoil | r nomellaloT B MJIaTHHOBYIO HalUKY,
npubasasor 20 cv’® asotHoi kucaorh (1:1), 5 cm® dTopucroono-
POJLHOH KHUCJIOTH M PacTBOPSilOT npu HarpeBaHuH, OxJjaXAaalmoT pacTt-
BOp, ONOJIACKUBAIOT CTEHKH YalUKH HeOO/bUIMM KOJHYECTBOM BOJHI,
100aBJAI0T 3 ¢CM® KOHUEHTPHPOBAHHOH CePHQHl KHUCJIOTH H yHapUBaloT
pacTBOP A0 NHOSIBJEHHMS I'YCTOro Oenoro AbniMa cepHolt kucaoTh. Ocra-
TOK OXJaXJalT, ONOJACKHBAIOT CTEHKHM YallK¥ HeOOJBHIHM KOJHYe-
CTBOM BOJABl U NOBTOPSIOT ynapHUBaHHe PacTBOpa A0 NOsBJIeHUss Geslo-
o ABIMa CEPHON KUCJAOTHI,

PacTBOPAIOT cOJH NMPH HarpeBaHWH B 20 c¢M® a30THOH KHCJAOTH
(1:1), nepenocaT pacTBOp B CTaKaH BMeCTHMOCTbIO 250 c¢m®, pa3baB-
As10T BoAoN A0 100—120 cm?® n nanee aHajaH3 BelyT, KaK yKa3aHo B
n. 4.3.1.
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4.3.3. [laa cnaasos, codepacawyux xpom

Hagecky cnsiaBa maccoit 1 r nomelialoT B CTaKaH BMECTHMOCTbIO
250—300 cm?, npubaBasior 30—35 cM® cMecH KHCJOT AJs PacTBOpe-
HHS, HAKPhIBAIOT YaCOBHIM CTEKJ/IOM, CTEKJSHHOH HJH HJaCTHKOBOM
NJIaCTHHKOM W PacTBOPAIOT npu HarpeBaHHu. [Ilocie yAaneHHs okuc-
JOB a30Ta KHUNSYeHHEM, OXJAXK/JAalT PAacTBOP, OMOJACKHBAIOT CTEKJ/O
WM TUIACTUHY U CTEHKH CTaKaHa HeGOJbUIHM KOJHYECTBOM BOABI H
BhinapuBaioT pactBop gocyxa. Cyxoit ocratok pactBopsiorT B 20 cm?
a30THOH KHcaoTH (1:1) M BHOBb BHIMAapuBalOT pacTBop jocyxa. Ome-
pauuio BonapuBanus ¢ 20 cm® asorHoit xucaornm (1:1)  mposoasT
TPHXKALL, NOC/Je 4ero cyxoll ocTaTok pactBopsioT B 20 cm® a3oTHOH
KucaoThl (1:1), pasbaBasiior Bofo# no 100—120 cm® m  najee BeayT
aHa/u3, Kak yKasaHo B 1. 4.3.1.

4.3.4. s cnaasos, codeprcawux 8orbhpam

HaBecky cnnaBa maccodl 1 r moMeilalOT B CTaKaH BMECTHMOCTbIO
250—300 cm®, npubaBasior 40—45 cM® cMecH KHCJIOT AJsl pacTBOpe-
HHs M PAcTBOPSIOT NpH HarpeBanuu. K moayuenHomy pactBopy AobaB-
JAI0T b cM® KOHLEHTPHPOBAHHOH CepHON KHCJOTH M yIapHBAOT [0
10—12 cm®. PacrBop pasbasasior 30 cM® BoAbl H (DHABTPYIOT uepe3
JABOMHON MIOTHBIH GuabTp. CrakaH H 0cafiok Ha (QUIBTPE HPOMBIBAIOT
5—6 pas ropsaueii asorHoit kucyoroir (1:1), Ocrartoxk ¢ ¢HAbTPOM
Bui6pachiBaloT, PactBop ymapuBaior Ao 100—120 cM3 u ganee Beayt
aHaJu3, KaK yKasaHo B 1. 4.3.1.

Bo Bcex ciayuasix yepes Bech XOJ aHaJH3a MPOBOAAT KOHTPOJb-
HBIH ONBIT.

4.3.5. Iloaspoepaduveckuii merod

AnukBoTHYIO YacTb pactBopa 20 cM® mOMeIaloT B moasporpadu-
YecKyl0 siYeiKy ¢ DTYTHBIM KamaloOI#M  3JIeKTPOLOM, [Aeas3pHPYIOT
pacTBOp TOKOM a30Ta B TeueHHe 3—4 MHMH, IpEKpallaloT NepeMeliu-
BaHHe U (QUKCHPYIOT KaTOAHYIO noasporpammy oT muHyc 0,1 no mu-
Hyc 0,5 B, perucTpupysi BosHy (NHK) BOCCTAHOBJIEHHS CYypbMBI OKOJIO
mudyc 0,25 B.

YyBCTBHTENLHOCTh PEruCTPHpPYylOUlero HpuGopa BBEIOHPAIOT TAKHM
o6pa3oM, 4ToObl BHICOTA BOJIHB (IIHK2) BOCCTAHOBJIEHHSI CYPbMBI Obl-
na meHee 10 mm. Ilpu pa6Gore ¢ moasiporpagom I1O-5122 mousipo-

rpaMMy CHHMAIOT B peXHMe «Iu(. 2» NPH  CKOPOCTH  pa3BepTKH
0,25 B/c.

4.3.6. Merod unsepcuonnoli sorsTamnepomerpuu

AnukBoTHY0 yacth 10 cM® COJISIHOKMCJIOrO PacTBOpa IHEPeHOCAT B
nonsporpadHyeckyio siueilKy co CTALHOHAPHBIM PTYTHHIM 3JIEKTPO-
IO0M, ACa’3PHPYIOT PAaCTBOP TOKOM aproHa 3—4 MHH, yCTaHaBJIHBAIOT
Ha noJasporpace Hanpsikenue Munyc 0,4 B u mpoBoAsAT 3JseKTposH3
B TeueHue 1—5 MHH NpH mepeMelIHBaHHH pacTBopa. Ilo oOKoHuaHuu
3JIEKTPOJIH3a IpeKpallaloT nepeMeliHBaHHe, RAIOT PacTBOPY YCHIOKO-
HTbCA W (QUKCHPYIOT aHOAHYIO BOoJabTaMneporpammy ot Muayc 0,5 nmo
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munyc 0,05 B npu JsHHeliHO H3MeHSIOLleMcCsl NMOTeHHHaJe 3JIeKTPOAa,
PETHCTPHPYS MUK 3JEKTPOOKHCIEHHs CypbMH OKoso MHHyc 0,2 B

UyBCTBHTEJNbHOCTh PETHCTPHPYIOLIETO NPHGOPAa M BPeMst 3JEKTPO-
Ju3a BHIGHPAIOT TakKHUM 06pasoM, uyTo6Gbl BHICOTA MHKA CYPbMbl Obla He
menee 10 mM.

dnekTpoj, BhiaepKHBaIOT npu HanpsKeHun 0,05 B B Teuenne 1 mun
B HeNpPEPHIBHOM NePEeMELIHBAEMOM pAacTBOpe, MOCJEe 4ero NMOBTOPSAIOT
H3MepeHue

Ilpu pa6ore ¢ anekrpoaoM, npunaraembim K npuGopy INITIT-1, nmoc-
Jie KaXKA0ro H3MepeHUst NOJy4aloT HOBYIO KalJlio PTYTH.

4 37 Onpedenenue cypomo. merodom 006asox

I1pu noasiporpaduyeckoM onpepesnexuu cypomol 0,1—0,5 cm® crau-
IapTHOro pactBopa A R0GaBJAIOT B aHAJH3HDyeMBiii pacTBOp, nepe-
MELIHBAIOT PacTBOp 2—3 MHH H HOJsIpOrpadHpyioT, KaK yKa3aHO B
n 435

Ilpu onpeseseHdH cypbMbl METOJOM HHBEDCHOHHOH BOJIbTaMAepo
metpun 0,1—0,5 c¢M® crangapTHoro pactBopa B cypsmbl 106aBaSIOT B
aHaJH3UPyeMBLIH PAcTBOp, MEpPeMelIHBAIOT pPacTBOp 2—3 MUH H NPO-
BOJSAT onpejesieHHe, KaK yKkazaHo B n 4 3 6

BennunHny no6aBku BHIOHPAIOT TaKHM 06pa3oM, YTOOB BHICOTA IH-
Ka (BOJIHBI) CypPbMbl yBeJHuYH/JIach B 2—3 pa3a 10 CPaBHEHHIO C BhI-
COTOH BOJIHBI (IIMKa) CYPbMbI A/ aHAJH3HPYEMOTO pacTBopa

44 O6paboTkKa pe3yJabTaToOB

441 MaccoByo f0a10 cyppMbl (X) B IPOLEHTaX BHIYHCAAIOT 110
Gopmyae
X e (ta—hy) C-V 100

(he—hy) m !
rie h; — BBICOTA BOJNHBI (HKA) CypbMbl AJIsi aHAJH3HPYEMOrO pacT-
BOpa, MM,
hx — BEICOTa BOJHBI (MHKa) CypbMbl B KOHTPOJLHOM OMBITE, MM,

C — KOHUEHTpalHs CTaHZAPTHOTO pacTBopa, rfcmsd,
V — ob6bem no6aBkH, cM3,

hy — BbicoTa BoaHBI (n1MKa) CypbMbl MOCJIe BBeAeHHs R0GaBKH,
MM,
m ——- Macca cIJlaBa, COOTBETCTBYIOLIAsi aJHKBOTHOHM 4acTH, B3si

TOH Ha noJsiporpadupoBaHue, T.

44 2 PacxoxieHHsl De3yJbTaTOB TpPeX mapaJjiielbHbBIX ONpeese-
Huii d (moKasaTeslb CXOAUMOCTH) H pe3y/abTaToOB AByX aHanuzoB D
(moka3aTenb BOCNPOHU3BOLHMOCTH) He JAOJIXKHBI MpPeBbIllaThb 3HAUYCHHH
JIONYyCKaeMBbIX PACXOKAEHHH, MTPUBEJEHHBIX B Taba 2

443 KOHTPOJb TOYHOCTH pPE3yJbTATOB aHaJH3a NPOBOAAT MO
lFocynapctBeHHBIM cTaHAapTHeIM o6pasuam (I'CO) wuam no otpacie-
BbiM CTaHAapTHEIM obpasuam (OCO), uin mo cTanpaprHbiM oGpas-
uam npeanpuatus (COIT) Hukensi, HHKeJEBBIX H MeIHO HHKEJEBBIX
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cnnaBoB, yrBepxkienHbM o I'OCT 8.315, uau MeTonoM 106aBOK, HJH
COMOCTaBJIEHHEM DEe3yJIbTATOB, TOJYYEHHBIX 3KCTPaKIHOHHO-(POTOMET-
PHYECKHM HJIH aTOMHO-aGCOPOHHOHHEIM METORAMH, B COOTBETCTBHH C
rOCT 25086.

5. ATOMHO-ABCOPBLLHOHHBIA METOJ, ONPEAEJIEHHA
CYPbMbI (MPH MACCOBOHA JOJIE CYPbMBI OT 0,001 10 0,005 %)

51. CymHocCTp MeTOAa

MeTtoa ocHOBaH Ha H3MepeHHH aOCOpOLMH CBeTa aTOMaMH CYPbMbl,
06pa3yollHMHACS NPU BBeJeHHH aHAJH3HPYeMOro pacTBOpa B mJjaMs
aleTHAEH-BO3AyX IOCJe NPeJBAPHTeJbHOTO BHAENEHHS CyPbMBI CO-
OCaXX/JieHHeM ee C ABYOKHCbIO MapraHia.

52. Aunnmapartypa, peakKTHBBl H pPacTBODH

ATOMHO-a6CcOpPOLHOHHBIA CIEKTPOMETP C HMCTOUHHKOM  H3JydYeHHs:
ISl CyPbMHBL.

Kucnora asoruas no I'OCT 4461, pas6aBaennas I-1, u pacTBOp
1,5 moab/am3,

Kucnora cepuas mo I'OCT 4204, pas6aBaexnass 1:1, pacTBOpH
1,4 u 2,5 mosb/am3.

Kucaora consinas mo I'OCT 3118, pactBop 1 Moab/am3.

Kucaora ¢ropucroBoaopoanas no FOCT 10484,

Ammuaxk Boaubit no TOCT 3760.

Maprasrern azorHokucabi# mo HTI, pactBop 20 r/amé,

Kanuii maprannoBokucawii no FOCT 20490, pactBop 10 r/am®.

Bonopouaa nepekucsh no 'OCT 10929.

Cypbma no I'OCT 1089 ¢ maccoBo# AoJieil CypbMbl  He MeHee
99,9 %.

CraHaapTHBle PACTBOPHI CYyPbMBI.

PactBop A: 0,25 r cypbMbl pacTBOPSIIOT Npu HarpeBaHuu B 10 cm?
CepHOil KHCJOTHI, PacTBOP OXJaXKAaloT, NMePeHOCSAT B VEePHYIO KoJaby
BMecTHMOCTIO 500 cM® ¥ JoauBalOT A0 MeTKd 2,5 Mo.1b/aM® pacrtBo-
pOM CepHOH KHCJOTHI.

1 ¢cm pactBopa A coaepxut 0,0005 r cypbMbL.

PactBop B- 10 cm3 pacTBopa A moMelnialoT B MepHYIO KoJaby BMmec-
tumocthio 100 cM?® W JomuBalOT A0 METKH 2,5 M0Jb/aM3? pacTBOpoM
CepHOH KHCJIOTHI.

1 cm® pacrBopa b cozep:xur 0,00005 r cypbMbl.

53. IlpoBeneHne aHaaHu3a

5.3.1. daa cnaasos ¢ maccosoti oaeti kpemuusn do 0,05 Y

HaBecky cmyiaBa Maccoii 2 r NOMeWlalOT B CTaKaH BMECTHMOCTBIO
250 cM3 W pacTBOpsiOT npu HarpeBaHHH B 20 cM® a30THOH KHCJOTH
(1:1). Okcuap a3oTa yAajsiOT KHIOsYeHHEM M PacTBOp pa36aBJsioT
BoJo# A0 o6bema 50 cm®. [loGaBisAloT 5 cM® pacTBOpa a30THOKHCIIO-
ro MapraHila, pacTBOp HeHTPaJH3YyIOT aMMHAKOM JIO TMOAB/EHHsS OCal-
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Ka THAPOOKHCH MeaH, no6aBasoTr 18 cM® azoTHOH KucaoThl (1:1) H Bo-
Abl 1o o6bema 90 cm’. PacTBop HarpeBaloOT IO KHNeHHs, [106aBJsOT
10 cM® pacTBOpa MapraHUeBOKHCJAOrO KaJHs H  KUIOATAT B TeYeHHE
2 muH. Yepes 30 MUH 0cafoK OTQHABTPOBLIBAIOT Ha HJIOTHHIA (QHIABTD
4 NPOMBIBAKOT CTAKaH H OCajoK 4—5 pas ropsuuM  pacTBOPOM
1,6 moabp/nm® asoTHol KucaoThl, OCajok ¢ pa3BepHYTHOro QHJIbTPA
CMBIBAlOT BOAOH B CTaKaH, B KOTOPOM IPOBOAMIH OcaXKAeHHe, QHIbTD
npombiBatoT 10 ¢M® ropsyero pacrBopa cepHol kuc/aoTh (1:4), comep-
JKaulero HeCKOJbKO Kamesab IePeKHCH BOAOPOAA, a 3aTeM Bojoi. [Ipo-
MBITHIH (UABTp OTOpachBaloT, a PacTBOpP BHIIAPHBAIOT A0 BJaXKHBIX
coneft, Ilocae oxnaxkpenuss 4o6apnasiioTr 8 cm® 1 Moab/amM® pacTBopa
COJISTHOH KHCJOTBHI, [IPH MaccoBod Aoae cypbMu o 0,02 % pactBop ne-
PEHOCAT B MEpPHYIO KO0y WM TPaAyHPOBaHHYIO NPOOUPKY BMeCTHMOC-
Thi0 10 cM3; mpu MaccoBo#i AoJe cypbMhbl cBhillle 0,02 % pacTBOp mepe-
HOCAT B MEPHYIO KOJIOYy BMECTHMOCTbIO 25 cM® M JIOJMHBAIOT A0 METKH
1 mouip/AM® pacTBOpa COJISIHOR KHCIOTHI.

HsmepsioT aToMHy10 abcopOUUI0 cypbMEl B IJIaMEHH alleTHJIeH-
BO3AYyX NpH AJNHHEe BoJHb 217,6 uau 231,1 HM mapadneabHo ¢ rpagyH-
POBOUHLIMH PacTBOPaMHU.

5.3.2. Aaa cnaasos ¢ maccosoti Oosell kpesrnus caoviue 0,05 %

Hagecky cniaBa maccoft 2 r moMellalOT B NMJIAaTHHOBYIO YalUKy H
pacTBopsiioT npu HarpeBauuu B 20 cm® asoTHo# Kucaorel (1:1) H
2 cm® (ropucroBofopoHoii kKucaoThl. Ilocie pacTRopenuss jAo6aBas-
10T 10 cM® cepHoft xucaors (1:1) M pacTBOp BeITapuUBalOT 10 HOsBJE-
Husi 6esoro AbiMa cepHOH KHCAOTH. OcafoK OXJMaxAaloT, ONOJNACKH-
BAIOT CTEHKH YAalUKH BOJLOHW M BHOBb BLITADHBAIOT [0 [OSABJEHHS 6eJso-
ro AbiMa cepHoit KucjaoTh, OCTaTOK OXMaxKAalOT, CTEHKH YallKH OMOo-
JackubalotT 20 c¢Mm®, HarpeBalT PacTBOp, IEPEHOCAT B CTakaH BMECTH-
mocteio 250 cm®, poauBaloT BoAoH nHo obbema 50 cm3, nobaBasioT
5 cm® pacrBopa a30THOKHC/IOTO MapraHua H jaJjee aHaJjHM3 IIPOBOAAT,
Kak ykKasaHo B 1. 5.3.1.

5.3.3. llocTpoenue epadyuposounoezo epadura

B cemb H3 BOCBMH CTaKaHOB BMeCTHMOCTbIO 1Mo 250 cM® moMeujalor
0,4; 1,0; 2,0; 4,0; 6,0; 8,0 u 10,0 cM8 cranzaprHoro pactBopa b. Bo
BCe cTaKahbl 100aBJfAT BOAH A0 oObema 50 cmd,  pobaBaswTr 1o
5 cm® pacTBopa a30THOKHCJIOrO MapraHLa M jajee aHa/lH3 NPOBOAAT,
Kak ykasaHo B 1, 5.3.1. Ilo mosiyueHHbBIM HaHHBIM CTPOAT TIpaayHpo-
BOYHBIH rpaduk.

54. O6paboTka pe3yabTaToOB

5.4.1. MaccoBylo p0/10 cypbMbl (X) B NpPOLIEHT2X BBLIUUCJAAIOT IO
¢opMmyie

:_%V_ 100,
rie C — KOHUEHTpaUHUsi CYpPbMBI, HaiileHHass MmO TpPajyHpPOBOYHOMY
rpaguky, r/cmd;
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V — o6beM KOHeUHOro pacTsopa, cM®;
m — Mmacca HaBecKH CIIaBa, T.

5.4.2. PacXoXIeHHR Pe3yJIhTATOB TPEX NapanjebHHX ONpeReneHHHE
d (mokasaTesb CXOLHMOCTH) M Pe3yJbTaTOB ABYX aHaau3oB D (moka-
3aTesib BOCNIIPOM3BOAMMOCTH) He AOJKHH NPeBHINATL 3HAYEHHH HNOMYy-
CKaeMbIX PacXoXAeHHH, NpHBeleHHBX B Tabx. 3.

5.4.3. KoHTPOJb TOYHOCTH De3yAbTATOB aHaJH3a NPOBOAAT IO
TocysapcTBeHHnM crandaptHuM obpasuan (I'CO) Ham no orpacae-
BHM cTaHRapTHHM o6pasuaM (QCO), HIH no craHAapTHHM 06pasnaM
npeanpustusi (COIT) HuKess, HHKeNeBHX H MeLHO-HHKeJeBHX CIJIa-
BoB, yrBepxaeHnbM no 'OCT 8.315, nan MeronoM A06aBOK HJH CONO-
CTaBJIeHHEM pe3yJabTaToB, NOJYYEHHHX IKCTPaKLHOHHO-(pOTOMETpHUE-
CKHM uan noJsporpadudyeckuM metofaMu B coorserctsuu ¢ TOCT
25086.
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