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Hacrosmmii cTanaapr He moxer ObLiTh NMOAHOCTLIO WIH YACTHYHO BOCNPOM3BEAEH,
THPAXKMPOBAH H PacTPOCTPaHeH B KauecTBe OPMIMANLHOIO MIJAHMS HA TEPPUTOPHH
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MEXTOCYJOLAPCTBEHHDH CTAHIOAPT
L

FAJIJTHA
MeTtopn onpegenexHus celeHa rocT
Gallium. 13637.6—93

Method for the determination of selenium

OKCTY 1709

JHara ssenenus 01.01.95

Hacrosmuii craHgapT ycTaHaBJHBAaeT MeETOJ, MHBEPCHOHHOH uepe-
MEHHO-TOKOBO#l BOJIbTAMIIEPOMETPHHU [JIs ONPEjeieHHs CeJieHa B ral-
auM (IIpH MaccoBoif goJe ceqnera ot 5- 10~6 jo 1. 10-* 9%).

MeTton ocHOBaH Ha BblJeJIEHHH CeJieHa B 3JIeMEHTHOM BHAE Ha
KOJIJIEKTOpe — cepe U ollpelesieHHH MeTOJOM HHBEPCHOHHOMH nepeMeH-
HO-TOKOBOH BOJIbTaMIEPOMETPHH C HAKOIJIEHUEM B PacTBOpE CEPHOH
KHCJIOTBI B IPHCYTCTBHH HOHOB OnxpoMarta u mean (II).

1. OBILUE TPEBOBAHHUSA

O6une TpeGoBaHHsi K MeTOJaM aHaau3a u TpeGoBaHus Gesomac-
HoctH — 1o FOCT 13637.0—93.

2. AIINAPATYPA, PEAKTHBBI H PACTBOPbDI

Becnr na6oparopubie 1 kinacca no TOCT 24104.

Tonsiporpad ITIIT-1 unu [1Y-1 co cTauHOHAPHBIM PTYTHBIM 3JIEKT-
POJOM H 3JEKTPOJHTHYECKOH sAueiKoil Hossporpada ¢ BHHOCHEIM
aHOIHBIM OTAesieHHEM. AHONHOE OT/Ie/]eHHE 3aJHBAIOT CMECHIO CEpHOM
KHCJIOTH, OPTOGOCHOPHOI KHCJIOTHL H AHCTHJIJHPOBAHHOH BOABI B CO-
oTHOlLIeHHH o6beMoB 1:1:2 (MepkypocynbaTHHIE 3JMEKTPOA CpaBHE-
HHs) .

InuTka snekrpuyeckasi MouiHocTbio 400 BT.

Bonsunas 6aus.

Hspanne opuunanbroe
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rocCTt 13637.6—93 C. 2

®dopBakyyMublit Hacoc Mapki BM-461M uau aHaJOTHYHBIH.

TIpo6upKH CTeKAAHHBIE BMECTHMOCThIO 50 cMm3.

ITasiouku crekasiHHBbIE.

Kos6b kKOHHUecKHe BMecTUMOCThIO 250 cMd,

BOpOHKY CTEKSIHHBIE AUaMeTpoM 75 MM.

Koun6e meprBie BMecTHMOCTBIO 25; 50; 100; 1000 cm3.

Mensypkn BMmectumoctpio 100; 500; 1000 cm3.

Llunuuapel MepHble BMeCTHMOCTBIO 5 1 10 cM3.

Tlunerxu ¢ genenusmu Ha 0,1; 0,2; 1; 2 cmsd,

Turau kBapueBbsle BMECTHMOCTbIO 50 cM2.

CrakaHbl XHMHYECKHe BMeCTHMOCThIo 25; 100; 200; 1000 cm3,

Ctekaa yacosnie fuameTpom 70 MM,

OunbTpsl «beqas JeHTa»,

®uabrpoBaabHas Gymara.

Irunoswiii cnupt mo FOCT 18300.

Bapu# xnopuctoii, oc. 4. mo 'OCT 4108.

Hartpuit cepHoBaTHCTO-KHCIBIH (HATpHsl THOCYAb(AT) 5-BOAHHIN NO
FOCT 27068 — nepekpHCTa/JaH30BaHHBIH, BOJHEIA PacTBOp KOHIEHT-
pauueit 300 r/nm3,

Kucsora cepiias ocoboit uuctorsl no FOCT 14262 — ounuennas,
KOHIEHTPHPOBAHHAasi H  pacTBOpPH  KomueHTpauHe# 9; 09 w
0,3 Mmoab/ams.

Kucnora cepHas ounuieHHasi: B cTakan BMectuMoctblo 1000 cm3
HaJjuBawt 300 cM® GUAMCTH/IHPOBAHHON BOABI H OCTOPOMKHO IPH IIe-
pememnBanud npuauBaioT 300 cM3 KOHUEHTPHPOBAHHOH CEPHOH KHC-
noTe. [losnydennuiii pacTBop HarpeBaiwoT, npuaunpaoor 10—15 cm® Boa-
HOTO pacTBOpa CepPHOBATHCTO-KHCJAOro Hatpusa. Ha caenyromuit jgeHp
pacTBOp HEKAaHTHPYIOT H YNapHBAIOT 10 NOsBJEHHS GeJBIX IapoB cep-
HO# kucaorel. B pacrBop pobGamasitor 50 Mr xsopuctoro 6apus. Cmecs
HarpeBalT A0 TIOJHOTO pPacCTBOPEHHs cyJabbara Gapus, OXJaXAalworT,
pa30aBasOT GHAUCTHIJIHPOBAHHON Boxo# B orHomeHuu 1:1, Ha cie-
AYWOWHHA JeHb PacTBOP AEKAHTHPYIOT W yNapHBAIOT A0 NOsBJIeHUs Ge-
JIBIX TIapOB CEPHOH KHCJOTHL.

Kauuit ruapookucs no I'OCT 24363.

Kaauii mapranmosoxuciuit no F'OCT 20490.

Boaa auctuanuposannas no OCT 6709.

Boaa 6uavcTHaNHpOBAaHHASA: AHCTHJIJIHPOBAHHYIO BOLY HAJHBAIOT
B K00y MEeperoHHoro anmapata BMecTHMOCThbIO 2 M3, B Hee Hachma-
10T | I THADOOKHCH Kalisi H MapTaHleBO-KUCANH Kaauil 10 HHTEHCHB-
HOro okpamuBaHHsa. PactBop kumarsar. Co6uparor cpexHiolo ¢pak-
UMIO AHCTHJIATA, COCTABJAOMYIO /3 B3gTOro o6beMa RUCTHIIHPO-
BAHHOH BOJAMI, HEPBYIO H TPeTbi0 DpaKLUul OTGPACHBAIOT.

Kucnora mypasbunas mo FOCT 5848.
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C. 3 TOCT 13637.6—93

Kucnora asortuas ocobolt uncrotel mo FOCT 11125,

Kucnora consinas oco6oit uucrornl 1o 'OCT 14261 xoHuentpupo-
BaHHAsl U HEepEerHaHHas.

I{apckas Bogka — CcMeCh KOHLEHTPHPOBAHHBIX a30THOH W COJISIHON
KHCJIOT B OTHOLIEeHHH 06beMoB 1 : 3.

O6patHas mapckasi BOAKa — CMeChb KOHUEHTDHPOBaHHBIX a30THOM
H COJITHOH KHCJIOT B COOTHOLIEHHH 06BeMOB 3 : 1.

Tunpoxcunamuna ruapoxsopua no F'OCT 5456, pactBop KOHIEHT-
pauue#t 100 r/amM® B pacTBope COJISAHOH KHCJOTHl KOHI€HTpauuel
6 mMoab/nM3.

[TpoMbIBHAS XKHIAKOCTb: PACTBOP THAPOKCHJIAMHHA THAPOXJOPHIAA
pas3baBisioT GHAUCTAIIHPOBAHHO! BOJOH B OTHOWIEHHH 1 : 5 1o 06bemy.

Bpowm mo I'OCT 4109.

Kanuit aByxpomosokucasiit mo 'OCT 4220, BoaHblii pacTBOp KOH-
uentpauneii 50 r/am® B pacTBope CepHOM KHCJOTH KOHIUEHTpAlHeH
0,9 moab/am3.

Meapb (II) cepHokncnas 5-Boguasi no TOCT 4165, BogHwit pacTBop
KOHIeHTpanuei mean 500 MKr/cM3 B pacTBope CepHOH KHCJOTH KOH-
nenrpauueit 0,9 Monn/am3.

CepHoe Mog0x0: K 10 cM® pacTBOpa CEPHOBATHCTO-KHCJOTO HATPHA
no6asasior 4 cM3 pasbaBneHHOl cepHoil KHCJOTH 1 : 1 HemocpexcTBeH-
HO nepex ynorpeGaenneM (1—2 muu).

Pryts mapxu PO no TOCT 4658.

CeJ/ieH BBICOKO# YHCTOTHI.

Pacrsop cenena ocHoBHO#: 100 Mr ceseHa pacTBOpPSIIOT B 06paTHOM
1apcKoH BoaKe; NOGABJISIOT 5 CM3 KOHUEHTPHPOBAHHOH CEpPHOH KHc-
JIOTHl U yIapUBAIOT PacTBOP A0 HayaJia BBHIAENEHHS MapoOB CepHOM Kuc-
snotel. TlonyyeHHBIH pacTBOP MepeBOJSAT B MEPHYIO KOJOYy BMeCTHMOC-
Tbi0 100 cv3 ¥ ZOBOAAT 10 METKH GHIAMCTHJIMPOBAHHON BOJOM.

1 cM® OCHOBHOTO pacTBOpa COAEPKUT 1 MT cesieHa.

Bosiee pas6aBieHHble pacTBOPH TOTOBAT, pa3baBJisisi OCHOBHOI pac-
TBOD ceJieHa PacTBOPOM CEepPHOH KHCJOTH KoHLeHTpanued 0,9 Mmosb/am3
B JieHb yrnoTpebJieHus.

Cnupr stuioBHi# pekTHdUKOBaHHbIN TexHuyeckuit mo FOCT 18300
HCMOJB3YIOT NPH 3apsiike 3JE€KTPOLOB B COOTBETCTBHH C HHCTPYKUHEH
X noasiporpady.

3. MPOBEJEHUE AHAJIM3A

3.1.PactBopeHHe npo6H
Hasecky rannusi macco#t 1 r pacrBopsitor B 10 cM3 ob6paTtHO# nap-
CKO#l BOAKHM B THIVIe BMecTHMOCTbIO 50 cM®. PacTBOp ynmapusaior nocy-
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Xa W MPOBOAAT ASHHTPAUHMIO OCTATKA MypaBbUHOH KucjoThl. Jlas
9TOr0 B OXJaXAEeHHBIA THreJb OCTOPOXHO MO KamisiM A00aBisioT
0,5—1 cM® MypaBbMHOH KHCJOTH H CT4BAT HA BOAsIHYI0 6adio. 31y
onepainuio NMOBTOPSIOT 10 NMOJHOIO NpeKpalleHHs BHIAENEHHS OKCHJOB
asora. 3ateM oCTaTOK 06pabaThiBalOT AHCTH/JHPOBAHHOH BOAOH U
ynapuBaior Ha BoAsiHOHK OanHe. M30HITOK MypaBbUHOH KHCJOTH yjpaJs-
10T ynapuBauueM ¢ Bogoi. CJiesl MypaBbHHOM KHCJIOTH HE MeUIAIOT
JalbHedlleMy XOAy aHaju3a. 3aTeM OCTAaTOK pacrBopsior B 20 cm®
THADOKCH/IAMHHA THAPOXJOpHAA. PacrBop nepeBoAsit B HPOGHPKY
BMecTuMocTbi0 50 cm®. [IpoGHpKH C pacTBOpOM MOMEWAIOT B  KHMS-
wyio 6ano. B #ux po6asasior no 0,5 cM3 cepHOro MOJNIOKa W BBHIAED-
JKUBAIOT PacTBOPHl HA BOAAHOH 6aHe 3 u. 3a 3TO BpeMs TPHKIH JO-
6asasior no 0,3 cm3 cepHoro mMoJioka — yepe3d 30 mun, | ¥ u 3 4. Ha
CJeAYIOIIHH NeHb BbIAEJHBUIMACS OCaJOK Cepbl, CcOJAepKaliuil CceJeH
OTOHIBTPOBHIBAIOT Yepes GHALTP ¢ GENOH JeHTOH W NPOMHIBAIOT CHA-
yaJja ceMb pa3 NPOMBIBHON XKHAKOCTBIO, 4 3aTeM NSiTh pa3 OHAUCTHIIIA-
ToM. Ocaflok CMHIBAIOT CTPyell GUAHCTH/NATA B THTe/Nb BMECTHMOCTHIO
50 cm®. JoGaBasioT B Hero | cM3 KOHIEHTPHPOBAHHOH a30THOH KHC-
Jaorbl, 1 cM® cepHO#t kucaOTH, pazbaBaennoit 1 : 1 u 0,5 cM8 Gpoma. Tu-
reJib OCT2BJAIOT NOJ YacoBBIM cTexioM na 30 MuH. 3ateM pacTBOp
HarpeBaloT Ha BOAAHOH OaHe A0 OTrOHKH H30biTKa 6poMa H yhnapH-
BAIOT Ha MJIKHTKE A0 HA4a/ja NMOSBJEHHS ITapOB CEPHOH KHCJOTHI

32.TTonsporpabupoBaHue

K coaepXuMOMy OXJIaXKIEHHOTO THIVIL A0GaBaAlOT 5 cM® GuAuc-
THJJINPOBaHHOH BoAbl, 0,2 c¢M® pacTBOpa ABYXPOMOBOKHMCJIOTO KaJHs
u 0,2 cm® pacrBopa cepHOKHC/I0f Meau. COREPKUMOE B THIVIE CJierkKa
HATpeBaIOT O NOJHOrO PACTBOPEHHS! OcCajika, PaCTBOD OXJIAXKAAIOT H
nepeBoJsAT B MepHbIH LHUJIHHAD BMeCTHMOCTbIO 50 cM?, HOBOAAT o6beM
pacrtBopa mo 25 cM® GuaucruanupoBadHo#t Bojo#. [lonsporpadupona-
HHe aHaJH3HPYyeMOro pacTBOpa BeldyT B sueilkH noJsporpaca ¢ BH-
HOCHBIM MepKypocy/ab(aTHBHM 3JMeKTpoAOM cpaBHenusi. Paamep cra-
LMOHAPHOH PTYTHOH Kamiu JOJKeH COOTBETCTBOBATH 20 neneHHsIM
yacoBoro HHauKaropa moasaporpada. I[loreHuuan HaKOWIEHUS MHHYC
0,6 B, npoao/iKHTENbHOCTh HAKOIJIEHHS ¢ TiepeMelunBanueM 1—3 muH,
BpeMs yClOKOeHHsi pacTBopa 15 c¢. PasBeprka KartoJHas, CKOpOCTb
pa3Beptku 5 MB/c, amnauryna 8 MB. [Torenuuan nuka ceyieHa OKoJo
munyc 1,06 B. BosbramneporpaMMy Kax/ioro pacTBopa CHHMAiOT TPH
pasa.

33. PacwudpoBka HHBepPpCHOHHBIX BOJAbTaMHe-
porpamMm

BricoTy nmuka H3MepsilOT MO BepPTHKAJH, NPOBEJEHHON yepe3 Bep-
HIMHY NHKa 10 NepecedyeHHs C KacaTeNbHOH, COENHHAIOWIeH OCHOBaHHSA
BeTBeH NMHKa. Kaxnas M3 BHICOT MHKAa He JOJXKHA OTJHYAThCA OT
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C. 5 TOCT 13637.6—93

cpeljHero apu@MeTHYECKOro 3HayeHHs BHICOTH NUKa [ Gojiee ueM Ha
0,2 H. Ecau BhicOTa NEPBOTO NHKA OTJAMYAETCA OT CPEAHEro 3HaYeHHs
H 6oaee yem Ha 0,2 H, To BbICOTY NMepBOro nHKa He YYHTHIBAIOT.

MaccoByo f0J10 cesieHa B 1poGe ONpefensiioT o MeTOAY N06aBoK.
Jo6aBky pa36aBneHHOr0 CTaHAapPTHOTO PAcTBOpPa cejeHa 06HEMOM He
Gosiee 0,3 cM® BBOAAT B BeCh 06beM noJsisporpadupyemoro pacrsopa.

PactBop ¢ 106aBKoil moasporpadupyloT Tak e, Kak H pacTBOp
npo6nl. JJo6aBka JOJKHA YBEJHYMBATbL MacCy CejieHa B MOJsIpOrpa-
GbupyeMOM pacTBope H BHICOTY NHKa B 2-3 pasa, ecJu cofepxKaHHe ce-
JeHa B npoGe X, BEIyKc/IeHHoe 1o 1. 4.1, ne Menblue 5. 106 9,

Ecam maccoBasi foJisi ceseHa B npoGe Menbine yeMm 5- 1076 %, To
po6aBka AoJkHa GeiTh 0,05 MK,

C xaxpoit cepHell 1po6 NPOBOAAT ABA KOHTPOJBHBIX ONBITA.

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosylo gommo cenesa (X) B IpolleHTax BHYHCISIOT 1O bop-
MyJe

X = my-Hy 10—*

o (e )

rjae m; — Macca cejena B 106aBke, MKT,

H, — cpeansas apudMeTnyeckas BHICOTAa IIHKa NOJspOrpadupye-
MOro pactTBopa HaBeCKH NpPOOH 3a BEIUETOM cpenHeapHd-
METHYECKOro 3HaueHHs BHICOTHI NHKa cesieHa B KOHTPOJIb-
HOM OMBHITE, MM,

m — Macca HaBeCKH raJijlus B noJjsporpadupyeMoM pacTsope, T,

H, — cpennsas apudmeTnyeckas BHICOTa IIHKa PacTBOpa HaBECKH
npo6ul ¢ no6aBKOM 3a BHIYETOM CpeJHeapH(pMeTHUeCKOro
3HAYeHHsI BBICOTHl NIHKa CEJIeHa B KOHTPOJbHOM OIBITE, MM

v — noasiporpacdupyeMhlit 06beM pactBopa npobh, cm3,

Av — o6bem n06aBKH, cM3.

4.2. 3a pesyapTaT aHaJH3a NPHHHMAIOT CpelHee apHU(pMeTHIECKoe
3HaYeHHe [IBYX PEe3yJbTAaTOB NapaJesibHbiX ONpeleseHHH, NpOBeLeH-
HBIX U3 OT/JeJbHbIX HaBECOK.

JlonyckaeMble pacxXoXJEeHHS ABYX Pe3yJbTaTOB  NapaijeldbHbIX
onpejiesieHHH ¥ ABYX pe3yJbTaTOB aHaJu3a (pasHOCTb Goapliero H
MEHBILETro) ¢ AOBEPHTENbHOH BepoATHOCTbIO P=0,95 npuBepeHn B
TabJauue.

JonyckaeMble pacXOXIeHHs 1Jis IPOMEXKYTOUHHIX MAacCOBHX JO-
Jieil ceJleHa PacCYHTHIBAIOT METOJOM JIMHEHHOH HHTEPHOJMALMH.
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4.3. KoHTpPOJib TIPAaBHJIbHOCTH aHa/MH3a MPOBOANT MeTOXOM A06aBOK

o T'OCT 25086.

Maccosas n0aq ceseHa, %

HonyckaeMoe pacioxaeHue, %

5.10-¢
1,0-10-3
5.10-%

3.10-¢
0,5.10-°
2105

AH®OPMALHOHHDBIE AAHHBIE

CCDbIJIOYHBIE HOPMATHUBHO-TEXHUYECKHE

MEHTDI

AOKY-

O6oznavenue HTO,
Ha KOTOPBIH jAaHa CChlaKa

Homep nyHKTa, paspaesa

FOCT 4108—72
T'OCT 4109—79
T'OCT 4165—78
IOCT 4220—75
T'OCT 46568—-73
TOCT 5456—79
FOCT 5848—73
TOCT 670972
T'OCT 111256—84
TOCT 13637 10—93
TOCT 1426177
I'OCT 14262—78
FOCT 18300—87
IrOCT 20490—75
I'OCT 24104—88
.. JOCT 24363—80
T'OCT 25086—87
TOCT 27068—86

Pasg
Pasg
Pasg
Pasn
Pa3ap
Pasg
Pasg
Pasy
Pasg
Pasn.
Pasx
Pasn
Pasp
Pasg
Pasp
Pasx

43
Paag,

N NN NN N DN DD D MO N DN N B
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