TI'pymna B59

MEXTOCYJTXAPCTIBEHHHBH CTAHIOAPT

CYPBMA

MeTon onpeenenns Celena rocCrt
1367.8—83

Antimony. Method for the determination of selenium

OKCTY 1709

Tlocranosaenuem T'ocymapcreennoro komurera CCCP no cranaapram or 16 nekadps 1983 r. Ne 6013 nara BBenenms
YCTAHOBJIEHA 01.01.85

Orpanmyenne Cpoka AeicCTBHA CHATO mo mporokoay Ne 4—93 Mexrocyaapersennoro Copera mo CTAHIAPTH3ALMM,
merposiorin u ceprupukamn (MYC 4—94)

HacTrostuiuit cTaHAapT yCTaHABAMBAET METOA, MHBEPCUOHHOM MEPEMEHHOTOKOBOI Mosiporpaduu I
onpeneneHus cexeHa or 2-10—5 1o 8:10—> % B cyppme mapxku Cy0000I1.

MeTom OCHOBaH Ha BHIIEICHUH CEICHA B DJIEMEHTAPHOM BHIE Ha KOJUIEKTOPE — Cepe U ONpeneieHUN
METOZOM MHBEPCUOHHOM TEPEMEHHOTOKOBOI MOMsAporpaduu ¢ HaKOIieHneM B 0,4 MOib/IM? pacTBOpe
CEPHOI KUCJIOTH B TMIPUCYTCTBUN MOHOB OuxpomaTa u menu (II).

(M3menennas penakuusa, M3sm. Ne 1),

1. OBIITUE TPEBOBAHUA

1.1. O6ume TpeGoBaHUS K METOLY aHaau3a M TpeGoBanus GesomacHocTH — mo NOCT 1367.0—83.

2. AIITIAPATYPA, PEAKTUBBI 1 PACTBOPBI

IMonsaporpad mepemeHHOro ToKa THNA ITY-1.

CrakaHhl cTexJistHHbIE gabopaTopHbie o TOCT 25336—82 BMecTumocThio 50, 100 cMm3.

Kon6er MepHbie o TOCT 1770—74 BmMectuMocTbio 100 cm3.

IMunerxu ¢ aenenmsiMu o HTJ BMectuMocThio 1, 2, 5 M3,

unuuaps rpagyuposannsie o FOCT 1770—74 smectuMocThio 50 cM3,

Kucnora azotHast oco6oit yuctoTer mo 'OCT 11125—84.

Kucnora comsanas 0co6oit uncrorst o TOCT 14261—77 u 3 Moab/aM> 1 6 MOAbL/IM> PacTBOPHL

CMech KOHUEHTPHUPOBAHHBIX a30THOM M COJITHOM KMCJIOT B COOTHOIIeHHH 3:1 (oGpaTHas wapckas
BOIKA).

Kucnora oprodpochopnag mo TOCT 6552—80.

Kucnora mypaebunast mo FOCT 5848—73.

Bona oumycTwumpoBaHHas (OUAMCTWUIAT); TOTOBIT MEPETOHKOM THCTH/UIMPOBAHHOM BOIBI B KBap-
LIEBOM MEPETOHHOM armapare.

Kucnora cepHast oco6oit ancrorst mo TOCT 14262—78, pas6asnennas 1:1 u 0,4 Moas/aM> pacTBOp.

I'nopoxcwiamuna ruapoxnopun mo FOCT 5456—79, pacteop ¢ MaccoBoit poneit 10 % B 6 Monb/nM3
pacTBOpe COMSTHOM KUCOTH M PACTBOP ¢ MACCOBOM NOJEi 5 % B 3 MONb/IM? paCTBOPE CONSTHOM KHCIIOTHIL.

Hatpuii cepHoBarucrokuchsrii (tTHocyibdar Hatpus) mo F'OCT 27068—86, pacTeop ¢ MaccoBoit
noneit 30 %.

Monoko cepHoe: k 10 cM? pacTBopa ¢ MaccoBoii noneii 30 % CepHOBATHCTOKHMCIIOTO HATpHUS J06aB-
JISIIOT 2 ¢M3 KOHLEHTPHPOBAHHOM CEPHOI KMCIOTH HEMOCPEACTBEHHO NEpe, yIoTpeGaeHHeM.

Bpom no T'OCT 4109—79.

H3nanme oprmuamnoe ITepenevaTka BocHpemeHa

H3zdanue ¢ Hamenenuem No 1, ymeepacdennoim ¢ mapme 1989 2. (HYC 6—89).
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Kammit apyxpomosokwucisiii mo F'OCT 4220—75, pacTBop ¢ MaccoBoii moneii 5 %.

Mens ceprokucnas mo FOCT 4165—78, pacteop, conepxaiumii B 1 cM3 500 MKr Meau.

Cenen o TY 6—09—5358—87.

CTaHIOapTHHIE PacTBOPHI CEJICHA.

PactBop A: 0,1 r METAUTMYECKOTO CeIEHA MOMEMAIOT B CTAKAH BMECTMMOCTBIO 100 ¢M3 M pacTBOpAIOT
npu HarpeBaHuM B 10 cM3 06paTHOM LAPCKOl BOAKH. 3aTeM A06ABIOT 5 cM3 KOHIEHTPUPOBAHHOM CepHOM
KHCJIOTBI, YIIAPUBAIOT A0 HAYAJIA BBIACJCHUS MAPOB CEPHOM KUCIOTHI, OXJIAXIAIOT, MPWIMBAIOT OUAMCTHII-
JIATa, KMISITAT U BHOBb OXJaxXnaloT. TlonyyeHHBIH pacTBOp MEepeBOIAT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM3, TOBOAAT OMAMCTHIUISITOM 0 METKH H MEPEMEIIMBAIOT.

1 cM3 pactBopa A comepxut 1 Mr ceneHa.

Pacteop B: 1 ¢M? pactBopa A NpWIMBAIOT B MEPHYI0 KOJIOy BMeCTHMOCTHIO 100 ¢M3, monuBalor
0,4 MOJIb/IM3 PaCTBOPOM CEPHOM KUCIOTBI 10 METKHM M MEPEMEIMBAIOT; TOTOBAT B ACHb YIOTPEOICHHS.

1 cm3 pacteopa B conepxur 0,01 Mr cenena.

(M3menennas peaakmus, Msm. Ne 1).

3. ITIPOBEAEHUE AHAJIN3A

3.1. Hasecky cypsmbr Mapku Cy0000IT Maccoit 1 r moMemaor B cTakad BMECTUMOCTBIO 100 cm3,
npuBaT 10 ¢cM3 06paTHOI IAPCKO BOAKH, YIIAPUBAIOT PACTBOP MOYTH JAOCYXA HA KHMILILICH BOIAHOMN
0aHe M TMPOBOMAT ACHHUTPALMIO OCTaTKa MYPaBbHMHOU KHCIOTON. M30BITOK MYpaBBHHOI KHCIOTBI
YIAJSIIOT BBIMAPUBAHUEM C BOAOM. Ceabl MypaBbHHOM KMCIOTH HE MEINAIOT JaJIbHCHIIEMY OTIpeaeye-
HHUI0. 3aTeM 0CafoK pacTBOpsioT B 20 cM3 10 %-HOro pacTBOpa ruApOKCHIAMHMHA B 6 MOJIb/IM? pacTBOpe
COJITHOM KMCJIOTHI, PACTBOP MECPEBOAAT B MPOOHPKY H OCAXAAIOT cepy. st 3TOr0o mpoOHpKy ¢ paCTBOPOM
MOMENIAIOT B KHIIAIIYIO BOAAHYIO 0aHIO, 10GaBIAIOT MUIeTKon 0,5 CM? CEpHOIO MOJIOKA M BBIIECPXH-
BAIOT PacTBOP HA BOAAHOM GaHe 3 4. 3a 3TO BpeMs TPHXAB! A06aBsoT 1o 0,3 ¢cM3 cepHOro MOJIOKa —
uyepe3 30 muH, 1 4 1 B KOHIIE onbiTa, Ha cinenyouuii feHb BBIICIUBIIMICSI OCAIOK CEPBI, COACPXKAIIMMA
celieH, OTGOWILTPOBHIBAIOT Uepe3 (PMUIABTP ¢ Oeoil JIEHTOM M MPOMBIBAIOT CHavana 7 pa3 5 %-HbIM
PacTBOPOM THAPOXJIOPHMIA THAPOKCHIAMHHA B 3 MOJIb/IM> pacTBOpE COJSHOM KHCJIOTHI, a 3aTeEM 5 pas
oumrcTHATOM. OCamoK CMBIBAIOT CTPyeH GHANCTH/IIATA B CTAKAH BMECTUMOCTHIO 50 ¢M3, 100aBIaIoT
1 cM3 asorHol kucnotel, 1 ¢M3 cepHoit kucnotel (1:1), u 0,5 cM3 6poMa M OCTaBILIOT CTAKAH MO,
YaCOBHIM CTEKJIOM Ha 30 MUH. 3aTeM pacTBOp HArpeBalOT HA BOASHOI O0aHe 1O OTTOHKH H30BITKa OpoMa
M YMapuBalOT Ha IUIMTKE OO HAavajia MOABJICHHSA MAPOB CepHOM KHCAOTHI. K comep:XHMMOMY cTakaHa
no6aBsior 5 cM? GuamcTwaATa, 0,2 ¢cM3 pacTBopa ABYyXpoMoBokHcioro kaaus u 0,2 ¢cM? pacrBopa
CepHOKHCIION Memu. PacTBOop mOBOAAT OMAMCTHIIATOM 10 o6heMa 30 c¢M?> B MepHOM LMWIMHApE C
TpoOKOli U TepeMELIUBAIOT.

3.2. TMonsaporpadupyoT pacTBOp B STYEHKE C BHIHOCHHIM MEPKYPCYIb(MATHBIM JIEKTPOAOM CpaB-
HEHMS Ha CTALIMOHAPHOM PTYTHOM 3JieKTpoAe. PTyTHOE THO B AaHOAHOM OTIAEJIEHHM 3aJIUBAIOT CMECHIO
CEepHOI KUCIOTH, OpTOhOoCchOPHOI KUCIOTH M OHMIMCTHIIATA B COOTHoueHuM 1:1:2. PasMep kamiu
cooTBeTCTBYeT 20 IEeHUAM YacOBOTO MHAMKATOpa. Bpems HakomieHHs 1—3 MMH NpM NMOTEHIHAe
HakomieHust MuHyc 0,6 B. IIpu perucrpaiiuu nojasiporpaMm HCIOJb3YIOT KATOAHYIO pa3BEPTKY Hanps-
xeHus. ITorenuuan muka munyc 0,8 B. ITonxsgporpaMMy KaXaoro pacTBopa CHUMAalOT TPH-YETHIpe pasa
B MHTEPBaJIe MOTeHUHaOB oT MUHYC 0,6 B mo munyc 1,0 B. BeicoTy mMHKa M3MepSIOT MO BEPTHKAJIH,
TMPOBEACHHON Yepe3 BEPUIMHY NMUKA 10 NEPECEUEHUS C KacaTeNbHOM, COSAUHSIONIEH OCHOBAHHS BETBEH
nuka. KOHLIEHTpalUIO ceJieHa B PacTBOpPE OMPENEISIOT O MeTooy A00aBoK. C Kaxmoil cepMeii mpoo
TIPOBOISAT TPU KOHTPOJIBHEIX OTBITA.

(Asmenennan pexakmasi, M3m. Ne 1).

4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoByo momo ceneHa (X) B IPOLEHTAX BBIMHCIIAIOT MO GopMyJie

oM H
m(H,- H,)) ’
IIe M, — Macca CejeHa B 100ABKE, MKT;
H, — cpennaa apudmeTnyeckas BBICOTA MUKA PacTBOPA MPOOBI 33 BHMYETOM CPEIHEro 3HAYCHMS
BBICOTHI IIMKA KOHTPOJBHBIX OMNBITOB, MM;
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H, — cpennss apudmernueckas BbICOTA MUKA PacTBOPA NPOOLI ¢ J0OABKOM 3a BBHMETOM CPEAHETO
3HAUEHUS BBICOTHI NMUKA KOHTPOJBHBIX OMBITOB, MM (pasHocTe H, m H, go/KHA OBITH HE
MeHblIe H, u He Gonblue 3H,);
m — Macca HaBeCKH CYPBMBHI, T.
4.2. Pa3HOCTb BYX pe3yJIbTaTOB NAPAUICIBHBIX ONpeie/IeHUi M pa3HOCTDb IBYX PE3YyJAbTaTOB aHANIHM3a
MPH JOBEPHUTEIBHONH BEPOSATHOCTH P = (1,95 He MoJDKHA MpeBHILIATh a0COMOTHOTO AOMYCKAEMOTO PacX0oX-
JIEHHUSI CXOAUMOCTH M BOCTIIPOM3BOAMMOCTH, NMPUBEICHHBIX B TabIHILIE.

AGCOMIOTHOE JOIMYCKAEMOE PACXOXICHHE, %

Maccosas nons cenena, %

CXOIMMOCTH BOCIIPOM3BOAMMOCTH
Ot 0,000020 xo 0,00004 Bkmoy. 0,000015 0,00002
Cg. 0,00004 » 0,00008 » 0,00002 0,00003

(A3menennan penakums, Usm. Ne 1).
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