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Mpeaucnosue
Llenun, oCHOBHbIE NPVHLMMNbI U OCHOBHOM NOPAAOK NPOBEAEHNA paboT N0 MeXrocyAapCTBEHHOM cTaHaap-
Tnsaumn yctaHossneHol B TOCT 1.0—2015 «MexrocyfapcTBeHHas cuctema ctaHgaptusaumm. OCHOBHble
nonoxexus» n FOCT 1.2—2015 «MexrocygapcTteeHHas cuctema ctaHgaptusaunn. CtaHgapTel Mexrocygap-
CTBEHHbIE. NpaBuia n peKoMeHaumm No MexrocyaapcTBeHHON cTaHaapTu3aumu. Npaeuna pa3paboTkm, npu-
HATUA. 06HOB/IEHNS U OTMEHbI»

CBefleHnsa o ctaHpapTe

1 PABPABOTAH ®epepanbHbIM rOCYAapCTBEHHLIM YHUTAPHbIM Npeanpusatuem «Bcepoccuiickuii
Hay4Ho-1ccneoBaTenbCKUiA MIHCTUTYT CTaH4apTM3aLumn MaTepranos n TexHonoruiis» (Prymn «BHUUN CMT»)

2 BHECEH MexrocyfapCTBEHHbIM TEXHUYECKUM KOMUTETOM Mo cTaHgapTnsaunn MTK 527 «Xumus»

3 MPUHAT MexrocyaapcTBeHHbIM COBETOM MO CTaHgapTusaunm, MeTponornn n ceptudukauum (npo-
TOoKoN OT 28 ntoHs 2016 1. No49—2016)

3a NPUHATUE NPOrosiocoBasn:

KpaTkoe HaumeHOoBaHWe CTpaHbl Kog cTpaHbl CokpalleHHoe HaMMeHoBaHMe HauMoHaNbHOIo opraHa
no MK (MCO 3166)004-97 no MK (MCO 3166) 004—97 no ctaHgaprtusayumn
ApmeHus AM MUWH3KOHOMUKN Pecny6nukm ApmeHus
KasaxctaH KZ FoccTtaHgapT Pecny6nuku KaszaxcrtaH
Kuprunsusa KG KblprelactangapTt
Poccua RU PoccTaHpapT

4 HacTosiwumiicTaHAapT COOTBETCTBYET MeXAyHapoAHOMY cTaHaapTy ISO 6353-1:1982 «PeakTuBbl 45
XUMMyeckoro aHanmsa. Yactb 1. O6uwme mMeToAbl ucnbiTaHuii» («Reagents for chemical analysis. Part 1
General test methods». NEQ) B yacTu BU3yasibHOro MeTofia onpefieNieHns Mblllbska ¢ NpUMeHeHnem AuaTu-
anTrkapbamarta cepebpa.

5 [lMpukasom defepasbHOro areHTCTBa N0 TEXHUYECKOMY PEryiMpoBaHnio 1 MeTposiorum ot 10 Hosbps
2016 1. No 1666-cT MmexrocyaapcTBeHHbli ctaHgapT FOCT 10485—2016 BBeAeH BAelCTBNE B Ka4eCTBE HaLu-
oHanbHoro ctTaHgapta Poccuiickoli @epepaumm ¢ 1 aHBaps 2018 .

6 B3AMEH OCT 1048S-75

MHdopmaums 06 n3mMeHeHUsIX K HacTosaWweMy cTaHaapTy Nny6/1uKyeTcs B eXXerogHomM UHpopmaLMoH-
HOMyKa3aTene «HaunoHanbHble CTaH4apThl», aTe KCT U3MEHEHNA NMonpaBok — B eXeMeCcA4YHOM MHAop-
MauMOHHOM yKasaTene «HauuoHanbHble cTaHAapTbi» B cnyyae nepecmoTtpa (3aMeHbl) WAV OTMEHbI
HacToAlWero crtaHgaprta COOTBeTCTBylU,ee yBefoMmieHne 6yaeT ony6/MKOBAHO B €XeMeCSYHOM
MHOpMaLUNOHHOM yKa3aTene «HaunoHanbHble cTaHAapTol». CooTBeTCTBYOW asA WHopmauus, yse-
[OMNEHNENTEKCThl pasmellalnTcsa Takxe BMHhopMaLoHHoli cucTeme o6Lero nob3oBaHna — Ha odu-
uvanbHoMm caliTe ®efepasbHOro areHTCTBa MO TEXHUYECKOMY PerysimpoBaHni0 U MeTpoornum B ceTun
MHTepHeT (www.gost.ru)

© CraHpgapTuHpopm. 2016

B Poccuiickoii ®efiepayum HacTosILLMii CTaHAAPT HE MOXET 6bIThb MOJTHOCTLIO U YACTUUYHO BOCMPOU3Be-
[EeH. TMPAXVPOBaH 1 pacnpocTpaHeH B kayecTBe oguumanbHoro nagaHnsa 6e3 paspelueHus ®egepasbHoro
areHTCTBa No TEXHUYECKOMY pPery/impoBaHunio 1 METPOSIOrUm
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M E X T OCVY 4 APC CTUBEHH®bB 1 C TAHOAPT

PEAKT/BbI
MeToabl onpefeneHns NpUMecu Mbilbsika

Reagents. Methods for determination of arsenic impurity

Nata BBegeHns — 2018—01—01

1 O6nacTb NpMMEHeHUs

HacTosawuii cTaHgapT pacnpocTpaHsAeTcs Ha XMMUYECKUe PeakTVBbl 1 yCTaHaBIMBaET MeTOAb! onpese-
NEHUS MPUMECU MblLLbsIKA:

- BU3yasbHblli METOZ, C NpUMeHeHneM 6pPOMHOPTYTHOW Bymaru;

- hoTOMETpUMUECKUiAi MeTof C NPUMEHEHNEM ANaTUNANTHOKap6amaTa cepebpa;

- BU3ya/bHbIi METOZ C NPYMEHEHEM AnaTuiguTuokapbamarta cepebpa.

2 HopmaTuBHbIe CCbIJIKK

B HacTosLleM cTaHgapTe UCNo/b30BaHbl HOPMATUBHbIE CChISIKM Ha CrefyloLmne MexrocyaapcTBeHHble
cTaHaapThbl:

FOCT 61—75 Peaktusbl. Kucnora ykcycHasi. TexHU4eckune ycnoBus

FOCT 1027—67 PeakTtuBbl. CBUHel, (I1) yKkCyCHOKUCbIA 3-BOAHBINA. TE@XHUYECKME YC/I0BUSA

FOCT 1770—74 (NCO 1042—83. NCO 4788—80) lMocyga MepHas nabopaTopHas CTeKNsSHHas.
LnnmHapel, MEH3YPKKU, KON6bl, Npo6upku. ObLme TeXHu4eckune ycnosus

[OCT 3118— 77 PeakTuBbl. Kucnota consHasn. TexHuyeckue ycnosums

FOCT 3760—79 PeakTuBbl. AMMMaK BOAHbIA. TeXHUYeckne ycnosus

FOCT 3769—78 PeakTuBbl. AMMOHWIA CEPHOKNCIbIA. TEXHUYECKUE YCNOBUSA

FOCT 4038—79 Peaktusbl. Hukenb (1) xnopua 6-BoaHbIA. TEXHUYECKME YCIOBNS

FOCT4204— 77 PeakTtuBbl. Kucnora cepHas. TexHu4yeckme ycnosusa

FOCT 4212—76 PeaktnBbl. MeToAbl NPUTOTOB/IEHUA PACTBOPOB A8 KOMIOPUMETPUYECKOro 1 Hedheso-
MeTpUYeCcKoro aHanmsa

FOCT 4217—77 PeakTuBbl. Kanuii a30THOKUCbIV. TeXHU4eckune ycnosus

FOCT 4232—74 PeakTuBbl. Kanuii nogucTbliii. TeXHUYeckue ycnosus

FOCT 4461—77 PeakTuBbl. Kucnota azotHasn. TexHU4eckme ycnosus

FOCT 4517—87 PeaktnBbl. MeToAbl NPUTOTOBJIEHUA BCMOMOraTesibHbIX peakTuBOB 1 pacTBOPOB, Npu-
MeHsAeMbIX Npu aHanmse

FOCT 670&—72 BopapguctunnauposaHHas. TexHU4yeckue ycnosus

FOCT8682—93 (MCO 383-76) lNocypa nabopaTopHas cTeknsHHas. LWnudbl KoHMYeckne B3anmosame-
HfeMble

FOCT 10929—76 PeakTuBbl. Bogopoaa nepokcu. TexHu4yeckue ycnoBus
FOCT 18300—87 CnupT 3TWU/0BbI PEKTUNKOBAHHbIV TEXHUYECKUA. TexHuyeckue ycnosusa*
FOCT 24104—2001 Becbl nabopatopHble. ObLne TexXHUYeckne TpeboBaHUA**

* Ha Tepputopuun Poccuiickoii ®egepauun geiicteyet FOCT P 55878—2013 «CnupT 3TUNO0BbIA TEXHUYECKUIA rngpo-
NN3HbIA PeKTUUKOBAHHbI. TeXHUYECKNe yCcnoBusa».

* Ha Tepputopun Poccuiickoii ®epepauun gelicteyetr FOCT P 53228—2008 «Becbl HeaBTOMaTuyeckoro gei-
cTBMa. YacTb 1. MeTponoruyeckme n TexHmyeckme TpeboBaHuna. MicnbiTaHna».

N3paHne opuymnanbHoe
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FOCT 25336—82 TlMocypa v obopyaoBaHue nabopaTtopHble CTEKNISHHbIE. TUMbl, OCHOBHbIE NapamMeTpbl
1 pasmepbl

FOCT 27025—86 PeakTnBbl. ObLLMe yka3aHUs N0 NPOBEAEHUI0 UCTIbITAHWA

FOCT 29227—91 (NCO 835-1—81) lMocyga nabopaTopHas cTeknsHHas. MNMuneTkn rpagympoBaHHbIe.
YacTb 1. O6uume TpeboBaHus

MpumeyaHnune — MNpu NONb30BAHUN HACTOSAL MM CTAHAAPTOM Leecoo6pasHo NPoOBEpPUThL eiCTBUE CChINoY-
HbIX CTAHAApPTOB B MH(OPMALUMOHHONW cucTeme 06l ero nofb3oBaHUs — Ha oduumManbHoMm caiiTe ®degepanbHOro
areHTCcTBa Mo TEXHUYECKOMY PerympoBaHunii u METPoiorumn B ceT IHTEpHEeT UN NO eXEerogHOMYy UH(OPMaLMOHHOMY
ykasaTenio «HaynoHanbHble CTaH4apThl «.KOTOPbI 0NYy61MKOBaH N0 COCTOSIHUIO Ha 1 AHBAps TeKyL,eroroga, v no Bbinyc-
Kam eXXeMeCsHHOro MHMOPMaLMOHHOTO yKkasaTens «HaumoHanbHble CTaHAAPTbI» 3a TeKYL Ui roA. ECM CCbINOYHbIN CTaH-
[apT 3aMeHeH (M3MeHeH), TO Npu NoNb30BAHWM HACTOSILMM CTAHAAPTOM crefyeT PyKOBOACTBOBATHLCS 3aMEHSIOLW UM
(M3MEHEHHbIM) CTaHA4apPTOM- EC/IM CChIIOYHbIV CTAHAAPT OTMEeHeH 6e3 3aMeHbl, TO MONI0XEHME, B KOTOPOM AaHa CChiika Ha
Hero, NPYMeHsIeTCa B YaCTU, He 3aTparmBalL el 3Ty CCbiky.

3 O6uwme TpeboBaHuUs

3.1 O6uwue ykasaHus no nposegeHuto aHanusa — no FOCT 27025.

Mpn npoBefeHNn B3BELUMBAHWUI NPVMEHAIOT NabopaTopHblie BECbl BbICOKOrO knacca ToyHocTu (I1) no
FOCT 24104 ¢ HanbonblUMM NpesenomM B3BelumBaHua maccoid 200 T.

[JlonyckaeTcs NpUMeHsATb Apyrve cpefctBa M3MEpPeHUin ¢ MeTposIorMyeckMMmn Xapaktepuctukamu v
060pyaoBaHNe C TEXHUYECKNMY XapaKTePUCTUKaMU He XYXe, a Takke peakTVBbl N0 KaYeCTBY He HUXe yKasaH-
HbIX B HACTOALLEM CTaHgapTe.

3.2 HaBecky aHa/IM3npyemoro peakTvBa, a TakKe HaBeCKn peakTUBOB /15 NPUroTOB/IEHNS PacTBOPOB,
NPYMEHSAEMbIX NMPU onpefeneHnmn Mblllbsika, B3BELLINBAOT B rpaMMax C TOYHOCTbIO 0 YETBEPTOro AeCATUYHO-
ro 3Haka.

3.3 Macca MbilWbsiKa B HaBECKe aHaIM3npyemMoro peaktmsa fo/KHa ObITb:

- 0.0003—0.0015 Mr— npu onpejeneHnn MeToAOoM C NpYMEeHeHneM OGPOMHOPTYTHOW Bymaru npu
1CNonb3oBaHUM Npubopa co CTEKNAHHbIMK TPyOkamy AnameTpom 2-3 MMm;

- 0.001—0.005 mMr — npu onpegeneHnm MeTo4oM € MPUMEHeHNeM 6POMHOPTYTHOW 6ymaru npy MCnosib-
30BaHUK Npubopa co CTeKNSAHHbIMU TpybKamu AnametTpom 10MmMm;

-0.001—0.010mMr — npuonpegeneHn OTOMETPUYECKUM METOLOM C MPUMEHEHEeM AN3TUAANTOKap-
6amarta cepebpa.

3.4 HaBecky aHann3npyemoro peaktusa, €o npefBaputenbHyto 06paboTky (HeTpanusauus, yaaneHve
razoobpasHbiX NPOAYKTOB C MOMOLLbIO KACNOT, ynapvBaHue UT.4.), a Takke MaccCy Mblllbska, Mr. KoTopas
[OMKHa cofilepxaTbCsl B pacTBOPax CpaBHEHNS, yCTaHaB/IMBAKOT B HOPMATVBHOM [LOKYMEHTE U TEXHUYECKO
[OKyMeHTaLMn Ha aHa/IM3pyemblil peakTyB.

3.5 PeakTuBbl, NpMMeHsAeMble 4715 onpeAeneHns MblllbsKa, He O/MKHbI COAEPXaTb OKUCIMTENEN.

3.6 PeakTuBbl, B KOTOPbIX HesNb3sl HENOCPeACTBEHHO onpefenATb NPUMeCh MbllbsKa, noAseprawT
npeAsapuTenbHON 06paboTKe, NPu 3TOM HaBECKY ciefyeT BbibnpaTb Takum 06pa3om, 4Tobbl onpeaensaTb He
MeHee 0,001 Mr MbilbsKa.

3.7 Mpwv onpefeneHnn NpYMecK MblllbsAKa B OpraHUyYeckux peaktusax, KoTopble TpebyloT npeasapu-
TeNIbHOT0 Pas3fioXeHUss CEPHOI KNCNOTON, HEO6XOAVMO NCKIUNTL BO3MOXHOCTb NonajaHnsa Mbllbska B aHa-
NM3npyemblii pacTBOpP 13 NPUMEHAEMOI CTEKNAHHON NOCYApl.

3.8 TMpv NpUroToB/iEHNN PACTBOPOB CPaBHEHUSA CrieyeT NPOBEPUTL MPUMEHSAEMbIE PEAKTUBbI Ha OTCYT-
CTBME MbILLbAKA.

3.9 Mpwu choTOMETPUYECKOM aHann3e NOCTPOeHme rpafypoBOYHOro rpaduka 1 BbluMceHne MaccoBoi
[onu npumecu mbiwbska — no FOCT 27025 (9.3.6 1 9.3.7 COOTBETCTBEHHO).

3.10 Bce HoBble k0N16bl, NpefHa3HayYeHHbIe 415 OnpefeneHns Mblllbska, He06XoANMO npeaBapuTeb-
HO o6paboTaTh ropsyei KOHLEHTPUPOBAHHON CEePHOM KNCNOTOW, XOPOLLO NMPOMbITb BOAON U OCTaBUTb CTeYb.
Mopo6HbIM e obpa3om obpabaTbiBalOT K0M6bI, KOTOPbIE MCNOMNB30BAIUCH MPU aHannse Npoob, cogepxaLymx
60/1bLIOE KOIMYECTBO MbILLbSKA.

4 TloproTtoBkKa K aHannsy

PeakTvBbl, KOTOpblE NMPEnATCTBYOT 06pa30BaHMI0 MbILILAKOBUCTOTO BOAOPOAA (apcuH), nofBeprawT
npeABapuTesibHO 06paboTKe, a TakKe peakTVBbl, HE PACTBOPUMbIE B KAC/IOTAX WU pasnaralowmecs nog
[elicTBUEM KUC/OT C Bblie/IeHeM ra3oB, MeLlaLLiMX onpeaeeHunio.

2
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41 Tllocypa, peakTuBbl U pacTBopPbl

Kon6a tuna KH 13 Tepmmnueckn n xummyeckn ctoikoro ctekna rpynna TXC no FOCT 25336.

Munetkn 1(2)—1—2—1(2) n 1(2)—1—2—5(10) no FOCT 29227.

CrakaH B (H)— 1—400 TXC no FOCT 25336.

Unnmugp 1(3)—50(100)—2 nolOCT 1770.

AMMuak BogHbI no FOCT 3760. pacTBopbl ¢ MaccoBoli goneit 25 1 %.

AmmoHwnii xene3so (Ill) cynbdhat (1:1:2) 12-BoaHbIl (KBaCLbl XXeNe30aMMOHUIHbIE); paCTBOP C MacCOBOW
noneli 1% B pacTBope CepHOI KUCNOTbl C MaccoBoit goneii 0,2 %.

AMMOHWMIA cepHokucblli no FTOCT 3769.

Bopga guctunnunposaHHas no FOCT 6709.

Bopgopopa nepokeug no FOCT 10929.

Kanwuii azoTHokucnblli no FOCT 4217.

KucnortaasoTtHasa no FOCT 4461. x. u.

Kucnota cepHasi no FTOCT 4204. X. Y.. KOHLEHTPMPOBaHHAas, pacTBop ¢ MaccoBoii goneli 0,2 % u pac-
TBOp 1:4.

Kucnota consiHast no FOCT 3118. pacTtBop ¢ maccoBoii goneii 25 % no FOCT 4517.

OnoBO rpaHyIMpoBaHHoe.

Onoso (Il) xnopug 2-s04Hoe. pacTBOp C Maccosoii goneli 0.4 % B pacTBope CONAHOW KUCNOTbI C Macco-
BOli gonei 25 %.

®dunbTp 06€3301EHHLIN «6enas neHTax.

4.2 MpepaBapuTenbHas 06pa6oTka opraHnYeckux peakTuBoB
4.2.1 PasnoxeHue B NPUCYTCTBMU CEPHOI KUCNOTHLI U Nepokcuia Bogopoaa

HaBecky aHanM3MpyemMoro peaktusa nomMeLLaoT B KOHUYECKYO KONy, npunnsatoT 10 CM3KOHLEHTPUPO-
BaHHOW CEPHO KNCOTbI U 3aKpbIBAKT K010y HEGOBLLON CTEKNSHHOW BOPOHKOM UM CTEKNSHHOWN N0Moi npo-
6Koil. HarpeBatoT 40 KMNEHUA U KUNATAT B TedyeHne 40 MuH. 3aTeM B TeNsblli pacTBop, HE OXuMAas NoJIHOro
oXNaxeHns, 0CTOPOXHO MO CTEHKe He6oNbLWNMK NopuMsaMU NpubaBnaoT 6 cM3 nepokcuaa Bogoposa. Pac-
TBOp KMNATAT 10— 15 MuH. NpnbaBnstoT ewe 5 cm3 nepokcuga Bogopoaa v cHoBa kunatat 10—15 muH. Ecnn
pacTBOp Npu 3TOM ByAeT oKpalleH B TEMHbIV LBET, TO NOC/NEAHI00 OnepaLmio NOBTOPSIOT.

PacTtBop KMNAaTaT npnbnsutTensHo 30 MUH. NpM6aBNAIoT ele 5 cm3nepokcmaa BOJOPOAa 1 CHOBa KMns-
TAT 10— 15 MUH.

BecugeTHbIli M cnabo-xenTblil pacTBOP BbiNapyBaloT MOYTU AOCYXa, OXNaXAalT U KONNYECTBEHHO
nepeHocAT B Npubop 4719 onpefeneHns Mbllbska, CNonackusas CTeHkU konbbl 20—30 cm3Boapb!.

[anee onpejeneHve NPoBOAAT, KakK ykasaHo B pa3gerie 5.

4.2.2 Pa3noxeHne B NPUCYTCTBUUN CEPHOI KNCNOTbl 1 @30THOKUC/IOTO Kasmsa

HaBecky aHa/IM3Mpyemoro peaktnsa nomeLLatT B KOHUYECKYH KONby, npuansatoT 10 CM3KOHLEHTPUPO-
BaHHOW cepHoli kKucnoTbl, NpnbasnsaoT 0.25 ra3oTHOKMCNOrO Kanns 1 3aKpbiBaloT K016y He60NbLION CTEKNAH-
HOIi BOPOHKOI UK CTEKIAHHO nooli npo6koii. Cnabo HarpeBatoT B TeyeHne 30 MUH. 3aTeM JOBOAAT pacTBop
[10 KUNEHUS UKMNATAT B TeueHne 14. PacTBop cnerka oxiaxaatT v BTOpMYHO NpnbasnsoT 0.25 ra3oTHOKMCO-
ro kanms. CoaepXxnmoe konbbl HarpesatoT A0 TEX NOP. NOKa pacTBop He obecuBeTUTCA (MPM6N3NTENBHO 3 U).
3artem pacTeop oxnaxgaT, npnb6asnaioT 0.5 r CEpHOKMCIOro aMMOHUS 1 HarpeBatoT A0 NpekpaLleHns Bblae-
neHus okncnos asoTta (NpnbnnsntensHo 30 MuH). MNocneaHoo onepayluio NOBTOPSAOT. PacTBop oxnaxaalT 1
KONMYECTBEHHO NEepPeHOCAT B NpU6Op AN onpefeneHns Mbilbska, ononacknsas cTeHkun konbsl 20—30 cm3
BOAbI.

[Janee onpegeneHve NpoBOAAT, kak ykasaHo B pasgene 5.

4.3 TMpepgBapuTenbHas 06paboTka HeopraHNYecknx peakTMBoOB

MprMech Mbillbska onpeaensioT HENOCPeACTBEHHO BO dpTopuaax, 6pomMuaax, xnopugax, oguaax,
cynbartax, 6opaTax v aluerarax 3/IEeMEHTOB, KOTOPbIE HE BbIAENAITCA B MPUCYTCTBUM METAI/IMYECKOTO LIMHKA
WM He BOCCTaHaBUBAOTCA 10 60/1ee HU3KOI BaNieHTHOCTU.

4.3.1 BbinapuBaHue c CEpHOI KNCNOTOW

BoccTaHaBnuBaeMble aHWOHbI (HUTPAT, HUTPUT, X/10parT), MepPekUcH Uimn BeLecTsa, KoTopble BblAenanT
npu peakwuum ¢ CONSAHOI KMCNOTON cepoBOA0opoA, 1an chocopucTbiii Bogopog, (cynbduapl, docduabl), Heob6-
XOAMMO nepes onpefeneHnem Mblllibsika BOCCTAHOBUTb WU YAaNUTb, BbinapyBas C CEPHON KUCNOTO.

Mepepa BbINapviBaHNEM C CEPHOW KNCNOTON HEOO6XOAVMO NEPEBECTM TPEXBAIEHTHbIV MbILbSK B NATMBA-
JIEHTHbI C MOMOLL b0 @30THOW KUC/OThI, @ NOC/e BbiNapuBaHus CHOBa BOCCTaHOBUTD.

[lanee onpefenexune NnpoBoanaT, Kak yka3aHo B pasgene 5.
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4.3.2 OTroHka MbllWbsAKa B BUAe xnopunga

[ns oTaeneHus Mbllbska OT TSHXKEbIX MeTa/I0B, OCaXAAKLWMNXCA Ha LMHKe, aHann3mpyemMyo npoby
pacTtBopstoT B 20 cm3pacTeopa xnopuga onosa (1) BHe60bWLOM NeperoHHOM npuéope cnpuwangoBaHHbIMN
yacTsaMu, MeZ/IeHHO NeperoHsAI0T Npu TemnepaTtype, He npesbiwatouieii 110 °C. 15 cm3aHanu3npyemoro pac-
TBOpa B K06y npnbopa AN onpefeneHnsa mMbllwbska, cogepxatyyto 30 cm3Bogbl 1 15 cm3 pacTBopa xaopuaa
onosa (Il).

[anee onpegeneHve NpoBOAAT, Kak yka3aHo B 5.2.

4.3.3 [ins oTAENeHNs Mbllbsika OT METas/I0B, HE OCaXAAaeMblX aMMUaKOM, HABECKY aHaIM3npyeMoro
peakTvMBa NMOMeLLaloT B CTakaH, pacTBopsloT B 200 cm3 BoAbl U B Cyvae LeN0YHON peakyun HelTpanmnsyoT
a30THOW KMCNOTOM NO YHUBEPCA/IbHON NHAMKATOPHON Bymare (npoba Ha BbIHOC). 3aTem npu6asnsaT 2 cM3
136bITKa a30THOW KNC/I0ThI, 4OBOAST PaCcTBOP A0 KMUMNEHUSA U KUNATAT 5 MUH. K ropsiueMy pacTBopy npubasnsioT
1lcm3pacTBopaixene30aMMOHUAHbIX KBACLLOB MOCTOPOXHO, NPV NepemMeLLBaHnm, pacTBOp aMMuaka c Macco-
BOIi floneli 25 % A0 nosiBneHns cnaboro 3anaxa aMMmuaka. MNonyyeHHblli pacTBOp 4OBOAST 0 KUMEHUS, BblAEP-
XunBatoT 30 MUH Ha BOASIHON 6aHe 1 B ropssveM COCTOSHUN (PU/IbTPYHOT Yepe3 06e330/1eHHbIN hnnbTp «benas
neHTa». Ocafok Ha (ouNbTPe NPOMbIBAKT TPU-YEThIPE pa3a pacTBOPOM amMuaka c MaccoBoii gonein 1% u, B
3aBNCMMOCTM OT ONpefeneHns MbllbsKa C NPUMeHeHreM 6POMHOPTYTHOW Bymaru B CONSAHOKUCION nam cep-
HOKUC/OW cpefie, pacTBOPSOT B pacTeope xsopuga onosa (I) unum B pactesope cepHoii kucioTsl 1:4. npegsapu-
TeNbHO 06MbIBas pacTBOPOM CTEHKM CTakaHa, B KOTOPOM NPOBOAMUIOCH OCaXAEHNE.

5 Bu3yasibHblii METO/A C NPUMEHEHNEM 6POMHOPTYTHON Gymaru

5.1 PeakTusbl, pacTBOpbl M NpUGOPHI

Bymara 6pomHopTyTHas; rotoBAT no FOCT 4517. XpaHAT B 6aHke M3 TEMHOrO CTek1a ¢ NpuwangoBaH-
HOI1 Npo6KOiA, NpUrogHa B TeYeHne Mecsua.

Bata wam 6ymara, nponuTaHHasi pacTBOPOM YKCYCHOKMC/OrO CBMHLA C MaccoBoi gonein 1 % no
FOCT 4517.

Bopa anctunnuposaHHas no FOCT 6709.

Kanuii nogucTteiii no FOCT 4232, pacTBop ¢ MaccoBoii goneii 15%.

Kucnota cepHas no FOCT 4204. x. .. pactsop 1:4.

Kucnota consHas no FOCT 3118, x. 4.. pacTBopbl C MaccoBoli gonei 25 % un 15 % no FOCT 4517.

Kucnota ykcycHasi no FOCT 61. pacTtBop ¢ MaccoBoii fgoneii 30 %.

Onogo () xnopug 2-80AHOE, CONAHOKNCBIA PacTBOP C MaccoBovi goneli 0.4 %; roToBAT pacTBOPEHMEM
1r2-BogHoro xnopuga onosa (I1) B 250 cm3pacTBopa CONSAHOM KUCNO0TLI C MaccoBoii foneli 25 %, 1 CONAHOKMC-
Nblii pacTBOpe MaccoBoii gonei 10%:; rotoBaT pactBopeHmem 10r2-soaHoro xnopugaonosa (I1) B 80 cm3pact-
BOpa COJISIHON KMCAOThbl C MaccoBoi foneit 15 %. MNpu XxpaHeHUn pacTBopa ¢ MaccoBoi goneli 10 % B Hero
[06aBNA0T ABa-TPU KycOUKa rpaHy/IMpoOBaHHOro 010Ba.

MapadomH.

PacTBop, MaccoBoii KOHLEeHTpaummn Mbllwbska As 1 Mr/cm3; roToBAT no FOCT 4212. CoOTBETCTBYOLUM
pasbaBnieHMeM BOZOI rOTOBAT pacTBOp MaccoBoii koHueHTpauuel 0,001 mr/cm3As. PazbaBneHHbIi pacTBop
[O/KEH ObITb CBEXENPUTOTOBIEHHbIM.

CBUHeL, YKCYCHOKMCAbIN 3-BoAHbIA — no FTOCT 1027. pacTtBopbl ¢ MaccoBoli gonei 1% un 5 % rotossT
cnepyowmm o6pa3om; kK HaBecke YKCYCHOKMC/I0ro CB/HLA 06aBNA0T COOTBETCTBYOLEE KO/IMYEeCTBO BOAbI 1
Mo Kanasm pacTBOp YKCYCHOW KUCNOTbI 0 OCBET/IEHNSA pacTBOpa.

CnupT 3TUNOBbI PEKTUGUKOBaHHbIA TexHnYeckunii — no FTOCT 18300, BbicLLero copTa.

LIMHK rpaHyIMpOBaHHbI.

Odup AN3TUNOBBIN hapMaKonenHbIiA.

Mpubop ana onpefeneHns MbiwbsAka (CM. PUCYHOK 1) COCTOUT M3 KOHUYECKON KON6bl BMECTUMOCTbLIO
250cm3no FOCT 25336 ncTekNAHHBIX TPYOOK 71 2BHYTpEHUUM guameTpoMm 10MmMunmn2-3mm.YacTtb CTEKNSAH-
HOW Tpy6KM 1. BBICTYNAOLLYH U3 HOPMAsILHOTO Wnda, 3anoHAT BATON uav 6ymaroii, nponuTaHHoOR pacTBo-
pOM YKCYCHOKMCNOrO CBUHL@ C MaccoBoi gonein 1 %, KOTOpPyl CBEPXY U CHM3Y MOKPbIBAKT CMOEM BaTbl
TONWMHOW 15 mM. BepxHuii koHel, TpyOku 1 umeeT naockuid wnnd. Ha Hero nepeg aHanM3oM HaknagbiBaloT
KPY>XOK 6pOMHOPTYTHOI 6ymaru, KOTOPbIA NPUAEPXUBAIOT CTEKISHHON TPYOKOW 2 C NAOCKMM LIMGOM Takum
06pa3om, YTo6bI N0CKO OTWANGOBAHHbIE KOHLbI 06enx TPY6OK NNOTHO Npunerany Apyr K Apyry, 4to ocylie-
CTB/IAETCA C NOMOLLbIO 32)KMMOB 3 U 4. HABUHUMBAIOLLMXCA APYT HA APYra U BbINO/THEHHbIX U3 OPraHNYeckoro
cTekna. Kpyxkv 6poMHOPTYTHOIA Bymary 3akiagbiBaloT B NPUGOP rNagKoi CTOPOHOW KHK3Y.

Hukens (1) xnopupg, 6-BoaHbi no FTOCT 4038, pacTBop Cc MaccoBoii goneit 15%.

MuneTkn 1(2)— 1— 2— 1(2.5.10) no FOCT 29227.

Lnnnnap 1(3)—50—2 no FOCT 1770.
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5.2 OnpepgeneHve B consaHokucnol cpege (CM. pucyHok 1)

521 Hasecky aHanusnpyemoro peaktnsa pactsopsioT B 30 cM3Bofbl B konbe npubopa f1a onpegene-
HMA MbllWbAKa (NpY OTCYTCTBUM ApYrUX ykasaHuit). K pactsopy npubasnsioT 30 cM3 pacTBopa Xxnopuga oo-
Ba (Il) c maccoBoii goneit 0.4 %, 5 cm3 pacTBopa MoAncToro kanus n 5 r uuHka. 3aTtem ObICTPO 3aKpbiBAKOT
npubop. Yepes 1.5 4y okpacky 6pPOMHOPTYTHOW Gymary OoT B3aMMOZLENCTBUA C aHa/IM3UPYEMbIM PacTBOPOM
CpaBHUBAIOT C OKpaCKO 6POMHOPTYTHOW Bymaru oT B3aMMOAeNCTBMSA C PaCTBOPOM, COAEpXallM B TAKOM Xe
o6beme Maccy MbllbsAKa, Mr. yKasaHHY0 B HOPMaTVIBHOM AOKYMEHTE NN TEXHUYECKON 4OKYMEeHTaL MmN Ha aHa-
nusmpyemblii peaktme. 30 cm3 pactBopa xnopuga onosa (lI) ¢ maccoBoli goneii 0.4 %, 5 cm3 pacTBopa
nogucroro kanusa 15 r yuHka.

1.2 — cTekNAHHble TPY6KU. 3,4 — 3aXuMbl: 5 — Komuuyeckas konéa

PucyHok 1 — Mpubop ANA onpegeneHna mMblllbaka

5.2.2 [Mpu mepeHHOM NpoTeKaHuy peakumm 4onyckaeTca B Ka4ecTBe Katanusatopa peakumm Ucnosb-
3oBatb 1cm3pacteopa xnopuga Hukens (I1). Mpy 3TOM aHanu3Mpyemblil pacTBOp BblAEPXUBAIOT HA BOAAHO
6aHe Npy KOMHaTHOV Temnepatype B TeueHve 14 BmecTo 1,54. B pacTBop cpaBHeHNs Takxe fob6asnstoT 1cm3
pacTtsopa xnopuga Hukens (I1).

5.3 OnpegeneHune B cepHokUcnoii cpeae (CM. pucyHok 1)

531 HaBecky aHaniM3nMpyemoro peaktvBa pacTBopsioT B 30 cM3BoAbl B Ko16e npubopa ans onpegene-

HUA MbllWbsKa (EC/IM HET APYIUX yka3aHuit). K pacTeopy npn6asnstoT 20 cm3pacTBopa cepHoii kKucnoTtbl.0.5 cm3
pacTBopa xnopuga onosa (ll) c maccosoii gonei 10 %. nepemMelumBatoT, 6bICTPO NPU6aBAAIT 5 rUMHKa 1 cpasy
3aKpbIBaKT KONGY Npru6opa NPo6KOI ¢ HacaaKoli U OCTOPOXHO NepeMelLVBatoT BpallaTe/ibHbIM ABUXEHNEM.
Yepes 1.54 okpacky 6pOMMOPTYTHOI Bymarn oT B3aumMoeincTBnsA ¢ aHanm3npyembliM pacTBOpOM CPaBHMBAKOT
C OKpackKoli 6pOMHOPTYTHOI Bymaru oT B3aMMOZEencTB1sA C pacTBOPOM, COAEPXKALLUM B TaKOM Xe ob6beme Mac-
CY MblLLUbAKA, MF. yKa3aHHY0 B HOPMaTUBHOM AOKYMEHTE WU TEXHUYECKOW AOKYMEeHTaLun Ha aHaim3npyemblii
peakTuB. 20 cMm3 pacTBopa cepHoii kucnotbl. 0.5 cm3 pacTBopa 2-BogHoro xnopuga onosa (II) ¢ maccoBoi
poneii 10 % 1 5 r upHka.
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5.3.2 MMpwu onpegeneHnn Mbllwbsaka B npegenax 0.0003—0,0015 mr pacTBopbl CpaBHEHWUS TOTOBAT C
nHTepsasioM 4yepe3 0,0003 mr As. a npu onpegeneHnn molbsaka B npegenax 0.001—0.005 mr — yepes
0,001 mr As.

5.3.3 [nd coxpaHeHns okpackn 6pOMHOPTYTHO Bymaru B TedeHne mecsua ee obpabaTbiBaloT cnepyto-
LWMM 06pa3om: ABaXAbl MOrPYXaloT Ha 1 MUH B 3TUNOBbLIV CINPT, 3aTeM Ha 1 MUH B 4M3TUNOBLIN 3dhmp v cywar
Ha BO3fyxe. 3aTeM KpY>XOK 6ymarn norpyxarT Ha HECKOJ/IbKO CeKyH/, B ropsauunii napaduH (Npyu Temneparype
80 °C). O6paboTaHHble NapadpMHOM ByMaru XxpaHsaT B TEMHOM MecTe.

5.3.4 PacTBOpbI CPaBHEHWA CriefyeT roTOBUTb OJHOBPEMEHHO.

5.3.5 [nd kaaforo pactsopa CpaBHEHMUS [O/KHO GbITb MOYYEHO HE MEHee ABYX KPY)XKOB OfMHAKOBOA
oKpacku. B npoTMBHOM clyyae pacTBOpPbI CpaBHEHUS cnefyeT NPUroToBUTb BTOPUYHO.

6 doTomMeTpuyeckuii MeTog c NpUMEHEHNEM AN3TUNAMTHUOKapbamaTa cepebpa

6.1 CyuwHocTb MeTOAA

MeTog ocHOBaH Ha BOCCTAHOB/IEHWN COEAMHEHMNI MblllbsAKa BOAOPOAOM [0 ra3006pa3HOro MbllbAKO-
BMCTOrO BOAOPO/AA, KOTOPbIWA, B3auMoeincTBys ¢ AuaTunantuokapbamarom cepebpa B NMpnaMHOBOM pacTBo-
pe. o6pasyeT 30/1b cepebpa KpacHoro useTa.

6.2 PeakTuBbl, pacTBOpbI, Nocyaa v npnéopsbl

Onoso (Il) xnopua 2-BogHOE, CONSTHOKNCbIN
pacTBop: roTtoBAT crefywowum obpasom: 40.0 r
2-sofHoro xnopuga onosa (ll) pactBopsioT B cMe-
cun 75 cM3CcoNSHOW KUCNOTbI 1 25 cM3BOAb.

LIMHK rpaHyiMpoBaHHbIii ¢ MaccoBoli fonei
MbllWbska He 6onee 1-10"5%. rpaHybl 04UHAKOBO-
ro pasmepa gnameTtpom 0,5—2.5 mm.

Kanwuii nogmctoiii no TOCT 4232. pacTBop C
MaccoBoW goneii 15 %.

[Ounatungutnokapbamart cepebpa, pacTsop B
nupuamHe c maccoBoi goneii 0.5 %no rOCT4517.

Kucnota cepHas no NOCT 4204. pacTtsop C
MaccoBow goneii 55 %.

Kucnota consxasa no FOCT 3118.

Bara, nponuTaHHas pacTBOPOM YKCYCHOKUC-
Noro cBuMHUA, rotoBat no FOCT 4517.

Bopga guctunnuposarHHas no FOCT 6709.

PacTBop, MaccoBO KOHLEHTPAL N MblLbSA-
ka As 1 mr/cm3, rotoBaT no F'OCT 4212. CooTBeT-
CcTBYyIOWMM  pasbasBneHnemM  BOAOW  roToBAT
pacTBOp MaccoBoii koHUeHTpayum 0,001 mr/cm3
As. PasbaBneHHbIi pacTBOp A0/KEH ObiTb CBe-
XEnpuUroToB/IEHHbIM.

Kon6bl KH-1—100—14/23(19/26) TC no
FOCT 25336 (c meTKoli Ha 40 cm3).

Munetkm  1(2)— 1(2)— 1— 1(2.5,10) no
FOCT 29227.

Lnnungpsl 1(3)—25(50)—2 no FOCT 1770.

CnekTpohoTOMETp UM POTO3NEKTPOKOSIO-
pvumeTp noboro Tina.

Mpubop ANs onpegeneHvs  Mbllbska
(CM. pUCYHOK 2) COCTOUT M3 KOHWYECKOW KONbbl
BMecTMMocTbio 100 cm3 no FOCT 25336. Hacaaku
ANA 3ajiepXaHus cepoBoaopoda 2. Pe3vHOBON
npobkn 3 n abcopbepa AN NOTNOLEHNA MbllWbA-
KOBMCTOro BoAopoAa 4, CornacHo ykasaHHbIM pas-
mMepam.

t — Komunyeckas kon6a; 2 — Hacapka Ana 3ajepxaHusa cepoBojopo-
fa. 3 — pe3nHoBas npobka: 4 — abcopbep ANA NOTNOWEHNS MblLbA-

KOBUCTOTO BOAOpPOAA

PucyHok 2 — Mpn6op Ans onpegenieHns Mblllbsika
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6.3 MocTpoeHue rpalyMpoBOYHOrO rpadmka

PacTBOpbl cpaBHEHWSA TOTOBAT C/ieAyLWnM 06pa3omM. B koHnyeckre konbbl BMecTumocTbio 100 cm3 (c
MeTKOI Ha 40 cm3) noMelLaoT NUNETKoM pacTeop, cogepxawmii 0.001:0.002; 0.004; 0.006 1 0,010 mr As.

OfHOBpPEMEHHO rOTOBSAT KOHTPOJIbHbIV pacTBOp, He CoAepXaLlnil MblLLbsAKa.

K kaxzgomy pactsopy npu6aensitoT 10 cM3 consiHoW KUCnoTel nam 10 cm3 pacTtBopa CEpPHO KUCAOTbI 1
[oNnBalT BOAOIN A0 METKM, A06aBNAT 2 cM3 pacTBopa MoAMCTOro Kanus. 2 cM3 COMIIHOKMC/I0ro pacTeopa
xnopvga onosa (1) n BbIgEpXUBAKOT B TeyeHune 15 MyH.

B Hacagky npu6opa nomewaloT BaTty, NPONMTaHHY pacTBOPOM YKCYCHOKUC/IOrO CBMHLA, a B abcopbep
npubopa — 5 cm3pacTBopa guatungutnokapbamara cepebpa B nupuauHe. Yepes 15 MUH B KOHUYECKYHO KOJI-
6y 1006aBNSOT 5 1 rpaHyIMPOBAHHONO LMHKA U cpasy Xe COeANHAIT C Hacaakoi n abcopbepom npubopa.

Uepes 45 MUH pacTBop gmatungutmokapbamara cepebpa B NUPUANHE NepeHoCAT B KIOBETY U U3MepstoT
ONTUYECKYIO NJIOTHOCTb PACTBOPOB CPABHEHUA N KOHTPOJIbHOTO pacTBopa No OTHOLLEHWUIO K pacTBOPY AN3TUN-
anTnokapbamarta cepebpa B nMpuAnHe Npu AsiMHe BoSHbI 540 HM.

Mo nony4YeHHbIM AaHHbIM CTPOAT rpafyMpoBOYHbIV rpadhuk.

Mpu nocTpoeHnn rpagyMpoBOYHOro rpaduka cnefyeT yunTbiBaTb ONTUYECKYH NIOTHOCTb KOHTPO/IbHOTO
pacTtBopa.

pafyvpoBOYHBIA rpaduk NpoBepsoT yepes 14 cyT U Npu CMeHe pacTBopa AuaTunguTnokapbamara
cepebpa.

6.4 MposepeHne aHannsa

B koHMueckyt konby (c meTkoli Ha 40 cm3) nomeLalT LUIMHAPOM He 6onee 30 cM3aHanM3npyemoro
pacTBopa, NpMbaBnsAT COMSAHYI KUCNOTY U BOAY 10 Nosly4eHns o6bema 40 cm3Tak, UTob6bl KUC/TOTHOCThL pac-
TBOpa b6blna NpU6M3NTENBLHO 3 MONL/AM3 (N0 pacyeTy).

K pacTtBopy npmn6aBnsitoT 2 cM3 pacTtBopa MoAMCToro kanms. 2 cM3 COMIAHOKUC/IOro pacTBopa xaopuaa
onosa (Il) npanee onpegeneHue NpoBOASAT, kak onucaHo B 6.3.

OnTUYecKyt NNOTHOCTb U3MEPSIOT MO OTHOLLEHWUIO K pacTBOpY AN3TuUNAnTUOKapbamata cepebpa B nupu-
OVHe.

OT,qeano BbINO/THAKT KOHTpOI‘IbeIVI ONbIT CO BCEMU peakKTuBamMu, npuMeHAaeMblMnN ANA NnpeaBapuTesib-
Holi 06paboTKM NPOGLI N A CAMOTr0 ONpeAeseHNs.

Mo nony4eHHOMY 3HAYEHUI0 ONTUYECKON NAOTHOCTH, MNO/Mb3YSACh TPAAYUPOBOYHbLIM rpadkom, HaxoaaT
Maccy MbllbsKa B aHaIM3MpyeMoM pacTBope B MUAAUrpaMmMax.

6.4.1 B cBfi3n C TOKCMYHOCTbIO NUPMAVHA BCe paboTbl C HUM 1 ero pactBopamu cnegyet NpoBOAUTL B
BbITS)XXHOM LUKady.

6.5 O6paboTka pe3ynbTaTtoB

3HayeHMsa CyMMapHOU NOrpeLlHoCTM U AONYCKAaeMOro pacxoxXaeHuns Mexay pesynstatamu napannesb-
HbIX onpegeneHunii 4oMKHbI GbITb NPUBELEHbI B HOPMATVBHOM AOKYMEHTE MU TEXHUYECKOM foKYMEHTaL MM Ha
aHanM3npyemblii peakTus.

7 Bwu3yasbHblil METOA C NPYMEHEHVEM ANATUNAMTUOKap6amaTa cepebpa

7.1 MblWwWbAK

K nsgectHomy o06bemMy aHann3MpyemMoro pactsopa, NOMELLEHHOr0 B KOHUYECKYHo
Konby, pobasnsawT 10 cm3 consiHokMcnoro pacrteopa xnopuga onosa (lI) ¢ maccoBoi
poneii 0.4 %. 5 cm3pacTBopa noanaa kanusi ¢ MmaccoBoii gonei 15 % n 1 cm3 pacTBopa
5-BogHoro cynbata meau (I1) c maccoBoii goneii 2 %. B nony4yeHHbIn pacTBOp BHOCAT 8 T
rpaHyIMPOBaHHOIO LUMHKA U YNaB/MBAaOT BblAENAOWNIACA apCvH B MOrMOTUTENIbHOM
cocyge, cogepxauiem 5 cm3 pacTtBopa gnatungutnokapbamara cepebpa ¢ MaccoBoii
foneii 0.5 % B nupuauHe (CM. PUCYHOK 3).

CpaBHUBAOT MHTEHCHBHOCTb OKPaCKN NMMPUAMHOBOrO pacTBopa ANaTUNANTMOKap-
6amarta cepebpa OT B3aMMOeNCcTBUS C aHaIN3MpyemMbIiM PacTBOPOM C UHTEHCUMBHOCTbIO
OKpacku pacTBopa, MOJIyYEHHOrOo MpW aHanorMyHoli 06paboTke pacTBopa CpaBHEHWS,
cofepxallero MblLbsK.

t —eata. nponuTaHHas yKCyCHOKMCABIM CBMHLOM; 2 — pacTBOp AM3TMAAUTMOKap6amMaTa cepe6pa

PucyHok 3 — lMpubop 4nsa onpefeneHns Mbllwbsaka
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7.2 PacTBOpbl, UCMOMb3yeMble NpK aHanmse
151 NpUroTOBNIEHNS PACTBOPOB UCMO/b3Y0T ANCTUIMPOBAHHYO UIN IEMUHEPAST30BAHHYI0 BOAY.

7.2.1 OCHOBHO pacTBOp CpaBHeHMNS

PacTBop, cogepxaluii MbiWbsAK, FOTOBAT cnegylowmm obpasom: pacteopsioT 1,32rAs203 B3cm3
pacTBopa rmpooKnCK HaTPUA C MaccoBOi fonei 27 % npu HarpeBaHnW, NePeHOCAT B MEPHYIO KON6y BMeCTu-
MocTbto 1000 cm3, pa3baBnsoT BOAOW [0 METKM U NEpeMeLLMBaloT.

1cm3pacTteopa cogepxut 0.001 rAs.

7.2.2 Pa3baBneHHble pacTBOpPbl CpaBHEHUSA

PasbaBneHHble pacTBopbl cpaBHeHus |, Il v 1l roTOBAT HENOCpeACTBEHHO Nepes NCrnob30BaHNeM nyTeM

pasbaBfieHMs OCHOBHOro pacTtBopa cpaBHeHusi (7.1.1) B MepHbIX Kon6ax onpefeneHHoro obbema, npuyem
TOYHOE COOTHOLIEHNE 06BbEMOB 4O/IKHO cocTaBnATb 1/10.1/100 n 1/1000. cOOTBETCTBEHHO.
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