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FOCT 32531—2013
Mpepncnosune

Llenn, ocHOBHbIe MPUHLMNbLI 1 MOPSALOK NPOBEAEHNA PaboT MO MEeXrocyfapCTBEHHON cTaHaapTu3auum
yctaHoBneHbl TOCT 1.0-92 «MexrocygapcTBeHHasa cuctema ctaHgaptusaumn. OCHOBHbIE MOJSIOXEHUSA» U
FOCT 1.2—2009 «MexrocyfapcTBeHHaa cuctema craHgaptusauun. CraHfapTbl MeXrocyfapCTBEHHbIE,
npaBuia M peKkoMeHAauun Mo MEeXrocyAapCTBEHHOW cTaHAapTusauuuv. MpaBuna pa3paboTku, NPUHATUS,
NpYMeHeHUs1, OOBHOBIEHNA Y OTMEHbI»

CeejeHNs o cTaHgapTte

1 PA3PABOTAH ®epepanbHbiM  GHOAKETHBIM YUpEXAEHMEM 3[paBoOXpaHeHus «Poccuiickuii
pernucTp noTeHUManbHO OMacHbIX XMMWUYECKMX W Guonornyeckux BsellecTs» PegepanbHoOi cayxbbl no
Hafa3opy B cdhepe 3awuTbl NpaB NnoTpebuTeneil n 6narononyuus yenoseka (PBY3 «Poccuiicknii peructp
NoTeHLUManbHO ONacHbIX XMMUYECKMNX N BUOIOTMYECcKUX BewecTB» PocnoTpebHaasopa);

denepanbHbiM  TOCYAAPCTBEHHBIM  YHUTApHbIM  NpeanpusatueM  «Bcepoccuiickuii - Hay4yHo-
nccnefoBaTeNbCKUl  LeHTp cTaHjapTu3auuun, uHgopmauun un cepTudmkaumm Ccbipbsi, MaTepuanos Wu
BewwectB» (Pryrn «BHUNLICMB»)

2 BHECEH depepanbHblM areHTCTBOM MO TEXHUYECKOMY perysiMpoBaHuio 1 MeTposiorum

3 MPUHAT MexrocyfapCTBEHHbIM COBETOM MO CTaHAapTusauun, MeTponorum u ceptudukaunm
(npoTtokon oT 14 Honbps 2013 1., Ne 44-2013 npunoxeHne No 24)

3a NpUHATME NporonocoBain:

Kpatkoe Kopg, ctpaHbl no MK CokpalleHHoe HavMeHoBaHve
HavMeHoBaHVe (NCO 3166) 004- HaLMOHasTbHOro opraHa o
cTpaHbl no MK 97 CcTaHAapTu3aLmm

(MCO 3166) 004 - 97
ApmeHusa AM MwuHakoHOMUKM Pecny6nvnkun ApmeHns
Kuprusnsa KG KbipreisctaHgapT
Poccusa RU PoccTtaHpapT
TagxukncrtaH T TagxukctaHgapT
Y3beknctaH uz Y3ctaHpgapT

4 Mpukasom ®efepasibHOro areHTCTBa MO TEXHUYECKOMY PeryivmpoBaHuio U MeTponorud ot 22
Hosa6psA 2013 r. Ne 817-cT mexrocygapcTBeHHbli ctaHgapT FTOCT 32531—2013 BBedeH B AeiiCTBME B
KauyecTBe HalMoHanbHOro ctaHgapTta Poccuiickoin @epepauun ¢ 1 aBrycta 2014 r.

5 BBEJEH BMNEPBbIE

NHdopmaunsi 06 U3MEHeHUsX K HacToswemy cTaHgapTy ny6aukyeTcs B EXErogHom
MH(OPMaLMOHHOM yKa3aTesne «HaluoHa/bHble CTaHA4apTbl», a TEKCT W3MEHEHWiA W nonpasok - B
€XeMeCs4HOM WHMOPMALMOHHOM yKkasaTene «HauuoHa/bHble cTaHgapThi» B cnydae nepecmoTpa
(3aMeHbl) WMAM  OTMEHbl HacTosAWEero cTaHgapTa COOTBeTCTBylLU ee YyBefom/ieHne GyaeT
ony6/IMKOBAHO B  EXEMEeCAYHOM MH(OPMAaLMOHHOM ykasaTene «HauuoHa/lbHble CTaHAapThi».
CooTBeTCTBYlO W as MHDOpPMaLWsi, yBeOM/IEHNE U TeKCTbl pasMeLLalnTcs Takke B MHDopMaLnoHHO
cucTemMe 06LLEero Nofb30BaHWs - Ha ouULManbHOM caiiTe ®efepasbHOro areHTCTBa N0 TEXHUYECKOMY
perynmpoBaHuio u METPONOTUU B CETU VIHTEpPHET

©CTtaHgapTuHdopm. 2014

B Poccuiickoii ®egepauym HacToAWMiA CTaHAapT He MOXeT 6biTb MOIHOCTbIO WM YacTUYHO
BOCMPOW3BEAEH, TUPAXMWPOBAH M PacnpoCTpaHeH B KayecTBe OoULManbHOTO usfaHus 6e3 paspelleHust
depepanbHOro areHTCTBa No TEXHUYECKOMY PeryiMpoBaHuio U METPOOTMIA



FOCT 32531—2013
M EXTOCYLAPCTHBEHHB W CTAHAOAPT

MexrocyfapcTBeHHas cuctemMa ctaHgapTusanum
BEH3VAVH
M3MepeHne KOHUEeHTpaLun 6eH3namnHa B BOAE C MOMOLL b0 XUAKOCTb-XXUAKOCTHO 3KCTpakLumn nnm
TBepAodasHoli akcTpakumy 1 obpaweHHoda3oBON BbICOKOI( D EKTUBHOW XUAKOCTHOM
XpomaTorpaguu/kopnyckynsipHo-ny4yeBoro nHtepdeiical
mMacc-cnekTpomeTpun

Benzidine. Determination of concentration in water by liquid-liquid extraction or solid phase extraction and reverse
phase high performance liquid chromatography/particle-beam interface.'mass-spectrometry

farta BBegeHna — 2014—08—01

1 O6nacTtb NpUMeEHeHNs

Hactoswwmii ctaHgapT ycTaHaBnuBaeT npoueaypy W3MepeHWs MaccOoBOM KOHUeHTpauun 6eH3nguHa
(4,4'-pnamuHogudennna) B npobax BoAbl C Npefesiom OOHapY>XeHWS B KOHEYHOM 3KCTpakTe 2,5 MKr/n
(guanasoH n3MepsemMblx KOHLUEeHTpauui 5-250 MKr/) MeToa0M XNAKOCTb-XNAKOCTHOM
3KCTPaKLMH/BICOKOI((DEKTUBMOIN KUAKOCTHON xpomaTorpadumn/mMmacc-cnekTpoMeTpun WaM c  npesesnom
o6HapyxeHuss 5,3 wMkr/n  meTogoM TBepAodhasHol  3KCTpaKLMW/BbICOKOI((PEKTUBHON  XUAKOCTHOM
XxpomaTorpadun/macc-cnekTpomeTpun. Takme pesynbTaTbl JOCTUrAIOTCA Npu 06bemMe asiMkBoTbl obpasua 1
N 1 KOHeYHOM obbeMe akcTpakTa 0.5 MA. TO ecTb NpU KOHULEeHTpupoBaHuu obpasya B 2000 pas.

2 HopmaTtuBHble CCbINKK

B HacTosilleM cTaHJapTe UCMONb30BaHbl CCbIJIKU Ha Crieaylolne cTaHaapTh:

FOCT 12.1.005-88 Cuctema ctaHgapToB 6e3onacHocTu Tpyga. O6wme caHuTapHO-TUrMeHnyeckne
TpeboBaHNA K BO3ayXy paboueii 30HbI

FOCT 12.1.007-76 Cuctema ctaHfapToB 6e3onacHocTv Tpyaa. BpegHobie BewectBa. Knaccudukauus
1 obwume TpeboBaHUA 6€30MacHOCTU

FOCT 12.1.019-2009 CucTtema cTaHgapToB 6e3onacHocTu Tpyda. dnektpo6esonacHocTb. Obuiue
TpeboBaHMA N HOMEHKaTypa BMAOB 3aluThbl

FOCT 244-76 HaTpus TMocynbgart Kpuctanimyecknii. TeXHUYeckne ycioBus

FOCT 1770-74 lMNocyna mMmepHas nabopaTtopHas cTeknsHHas. LiunvHapsl, MeH3ypKu, Kosbbl, NPOBUPKA.
ObLne TexHNYeckme ycnosus

FOCT 3117-78 PeakTuBbl. AMMOHWIA YKCYCHOKWUCAbIA. TEeXHUYeCcKue ycnoBsus

[OCT 3118-77 PeaktuBbl. Kucnota consiHas. TexHuyeckne ycnosus

FOCT 4166-76 PeaktuBbl. HaTpuii cepHOKMCbIA. TEXHUYECKME YC/TOBUSA

FOCT 4233-77 PeaktuBbl. HaTpuii xnopucTblii. TexHu4eckue ycnosus

FOCT 4328-77 Peaktusbl. HaTpus rupookunck. TexHuyeckune ycrosus

FOCT 5644-75 Cynbdut HaTpusi 6e3BOAHbIN. TeXHUYeckue ycnoBus

FOCT 6709-72 Bopga guctunanposaHHas. TexHnyeckme ycnoBsms

FOCT 7995-80 KpaHbl coefuHUTENbHbIE CTEKNAHHbIE. TEXHUYECKNE YC0BUA

FOCT 12026-76 bymara unbTpoBanbHasa naboparopHas. TexHMYeckme ycnosus

FOCT 23932-90 Mocyaa u o6opyaoBaHme nabopaTtopHble CTEKISAHHbIe. O6LMe TeXHUYecKne ycnoBus

FOCT 25336-82 lNMocyaa n obopynoBaHme nabopatopHble CTEKASHHbIE. TuMbl, OCHOBHbIE NapameTpbl
1 pasmepsbl

FOCT 27068-86 PeaktuBbl. HaTpuii cepHOBaATUCTOKUC/bIA (HaTpusi TuoCynbgat) 5-BOAHbINA.
TexHuyeckme ycrnosus

FOCT 29169-91 (MCO 648-77) Mocyna nabopaTopHas cTeknsiHHast. MuUNeTkn ¢ 04HO OTMETKOIA

FOCT 29227-91 (MCO 835-1-81) lMocypa nabopatopHas cTeknsHHas. [uneTkn rpagyvpoBaHHbIe.
YacTb 1. Obume TpeboBaHus

FOCT P 51592-2000 Boga. O6wumo TpeboBaHus K oT60py npod

FOCT P 53228-2008 Becbl HeaBTOMaTM4eckoro gecteus. Yacte 1. MeTponoruyeckue n TexHmyeckune
TpeboBaHus. McnbiTaHus

N3pgaHue orymanbHoe
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MpumedyaHnwue - lpu NONb30BAHWM HACTOAWMM CTaHAAPTOM LefnecoobpasHo NpoBepuTb AeiicTene
CCbIJTIOYHbIX CTAHAAPTOB B MHPOPMAaLMOHHONM cucTeme 06Lero nonb3oBaHNs — Ha ouLManbHOM caiite PegepanbHOro
areHTCTBa MO TEXHWYECKOMY PeryimpoBaHWio U MeTPonorun B ceTu VIHTepHeT Man No exerogHoMy WHopMaLunoHHOMY
ykasatesnio oHauuoHasibHble CTaHAapTbl», KOTOPbIA ONy6aMKoBaH NO COCTOAHUIO Ha 1 sHBapsa Tekyuiero roga, v no
BbIMyCKaM €XeMeCSYHOro MHGOPMAaLMOHHOIO YykasaTens «HauuoHanbHble CcTaHAapTbl» 3a Tekywwuit rog. Ecnu
CCbIJTOYHbI CTaHAAPT 3aMeHeH (M3MEeHEeH), TO Npu No/Ib30BaHWM HACTOSILLMM CTaHAAPTOM crieflyeT PyKOBOACTBOBATLCS
3aMeHAWUM (M3MEHEeHHbIM) cTaHAapToM. Ecan ccbinouHbll cTaHAapT OTMeHeH 6e3 3ameHbl, TO MO/I0XeHue, B
KOTOPOM fiaHa CCbIMKa Ha Hero, NPUMeHseTCs B YacTu, He 3aTparnBaloLLei aTy CCblIky.

3 XapaKTepI/ICTI/IKI/I norpewHocTn I/I3MepeHI/II7I

OTHOCUTeNbHAs pacluMpeHHasl HeonpeaeneHHoCTb U3MepeHuii {npn KoadduuneHTe oxeata K = 2)

NeTn =15% .

MpumeuyaHue - YkazaHHasa HeonpeAeNneHHoOCTb COOTBETCTBYET rpaHuLaM OTHOCUTE/IbHOW CyMMapHOW
norpewHocT + 15 % npw foBepuTenbHoli BeposiTHocTM P = 0.95.

4 OnucaHne meToga

4.1 13 o6bpasua 1 n BoAbl aHaNUT IKCTPArupylT AWXI0PMETaHOM /IM60 COpPOMPYIOT Ha KapTpUAXK,
3ano/IHeHHble COPOEHTOM, WAWM  3JKCTPaKUMOHHble AuckW. 3aTeM [JuX/I0opMeTaH YynapusaloT, npoby
nepepacTBopsloT B HebOMbWOM KoMMYecTBe MeTaHona nvbo 3nupyloT € copbeHTa MeTaHoNoM C
nocnegyolm ynapvesaHnem A0 He6o/blOoro ob6bema. ANMKBOTY MOlYYEHHOrO0 pacTBOpa aHanv3unpytoT
MeTO4OM BbICOKO3(W(PEKTMBHOWN XMAKOCTHOW XpomaTorpadum (BIXKX) Ha obpalleHHOo-¢pa30oBOl KOMOHKEe.
XKungkocTHbIl XxpomaTtorpadg ¢ NoMOLLbI KOpnyckynsipHo-nyyeBoro (particle beam) nHtepdielica coeguHeH ¢
Macc-CnekTpoMeTpOM, C UCTOYHUKOM 3/1eKTPOHHONM MOHM3aLUnmn, aeHTudmrKauns aHannTos OCyLLecTBAsSeTCA
Macc-CneKTpoMeTpUYeCcKUM MEeTOA0M.

4.2 Vi3amepeHne MaccoBOl KOHLEHTpauuu NpoBOAAT MeTOAOM BHELIHero craHjaprta: onpegensior
naowagn nukos 6EH3I/I,qI/IHa Ha Kanm6p0|30qu|x 3KCNepumMeHTa/lbHbIX XpomMaTorpammax, pacyeT KosimyecTea
6eH3nanHa B Npo6e OCYLLeCTBAAIOT UCXOAA U3 nolagelt 3TUX NUKOB Y Macchbl BHELLHEro cTaHaapTa.

4.3 ina rpagyvpoBkn npubopa u pacyeTa KaJMOGPOBOYHONW 3aBMCUMOCTW FOTOBAT CEPUIO U3 LIECTU
rpajyvpoBOYHbIX PACTBOPOB GEH3MAMHA B BOAE, COOTBETCTBYIOLMX TPeGyeMOMY AnanasoHy KOHLEHTpaLMii,
NPOBOAAT IKCTPAKLMIO U aHann3 rpafyvnpoBOYHbIX PACTBOPOB. BblUnMCNAT dhakTop KanvbpoBKU UCXOASA U3
KO/M4ecTB 6eH3nanHa 1 nnowagein CooTBETCTBYOLWMX XpOMaTorpauyeckmx nnkos.

4.4 Tlpn onpegeneHMn GeH3WAMHA B CNOXHbIX MaTpuuax, Cofepxalumx Mellawlime onpefeneHuo
KOMMOHEHTbI, KannbpoBKy NPOBOAAT MeTOAOM WM30TOMHOro pasbasfieHns, ncnonb3ys AobasKy craHAapTa
6eH3nanHa-C1B K KaIMBPOBOYHLIM PAacTBOPaM 1 aHaNN3NpyeMbIM peasnbHbiM npobam.

4.5 MeTof cenekTnBeH. OnpeAeneHvtio MOryT MellaTh BelecTBa, Koalloupywmecs ¢ 6eH3ManHOM. B
3TOM c/lydae HeobxoAnMo nofobpartb xpomatorpagumueckme ycroBus Takum 06pasom, 4Tobbl pasfenutb
noAo6HbIe KOMMOHEHTbI.

4.6 MeTof npurogeH [ANA onpeAeneHvus v Apyrnx asoTcofepxaliux necTuuufos, B TOM uucne
NPOu3BOAHbIX BEH3NANHA.

5 CpepcTtBa N3MEpPEHUin, peakTUBbl 1 MaTepuarbi

5.1 CpepacTtBa M3MepeHuii

BbiCOKO3(hheKTUBHBIV XUAKOCTHbIV XpomaTtorpad, Crnoco6Hblli obecneumBaTb noTok 0.2 — 0.4
MA/MUH Npy rpagveHTHOM antompoBaHuM oT 100 % mMo6unbHol dasbl A o 100 % Mo6unbHol chasbl B.
060pyA0OBaHHbIA €MKOCTAMW ANA ABYX MNOABWXHbIX ha3. OueHb XenaTeslbHO Hanunyne aBTOMHXEKTopa,
CNOCO6HOrO C BbICOKON TOYHOCTHIO BHOCUTL 1-10 MK.

Xpomarorpacdpmyeckas konoHka (Hanpumep. Waters C-18 Novapak) us HepxaBetowein ctanu ganHom
15-25 CcM. BHYTPEHHUM AuamMeTpoM 2 MM. 3anofiHeHHas cop6eHToM (4-10 MKM), XUMUYECKn
MOAMIULMPOBAHHBIM  OKTageunn(gumetTun)cunnabHeiMm  (C-18) rpynnamu. KosoHka [o/hKHa  6biTb
KOHAMLUMOHMPOBaHa nepes Haya/ioM aHa/iM30B B TeyeHne Houn ¢ nomolybio 0.05 ma/MuH notoka dasbl 75
% — 100 % aLeToHUTPWUN :BOAA.

MpepkonoHka C Tem e Haro/IHEHMEM, YTO W aHaUTMYecKas KOJIOHKa, JXenartesibHa, Ho
Heobs3aTe NbHa.

KopnyckynsipHo-nyyeBoii MHTepdieiic Ao/mkeH obecneynMBaTb CHWXEHWE [AaBNeHUs A0 3HayeHwuid,
MOSIHOCTBIO COBMECTUMbIX C YC/TOBUSIMU 3N1EKTPOHHOW MOHM3aLnmn, obecneynsas npu aTomM BbICOKUIA YPOBEHb
nepeHoca aHannTa B UCTOYHUK MOHM3aUMK. Bce hoHOBbIE KOMMOHEHTbLI, MMeLWwme Habngaemble CUrHanbl

2



FOCT 32531—2013

Cc Maccamy 6onee 62 [la. LO/MKHbI aBaTb OTHOCUTESIbHY MHTEHCUBHOCTL /11060r0 U3 MOHOB He Bbiwe 10 %
perncTpupyemsbix B CrekTpax aHasmTos.

Macc-CnekTpOMETP C WUCTOYHMKOM WOHU3ALUWM 3NEKTPOHAMU C HOMWHANbLHOW 3Heprueii 70 3B.
CMNOCOGHbI cKaHMpoBaTh AManasoH Macc 45 — 500 a.e.M. 3a 1,5 c nnm meHee.

Cuctema permctpaumm n o6paboTkn AaHHbIX, CNOCO6HAas MHTErpupoBaTb XpoMaTorpaduyeckme nuku,
NPOBOAUTL CTATUCTUYECKYI0 06paboTKy pe3ynbTaToB rpagyMpoBKu U BbIYUCNATb COAEpPXaHWe aHasIUuToB Mo
[JaHHbIM rpagynpoBKu.

Becbl nabopatopHble BbICOKOro knacca TouHocTn no FOCT P 53228.

LLnpuybl aHanuTUYeckne ANs XUAKOCTHOM xpomartorpadun smectMmocTbio 10. 50 n 100 mkn.

MuneTtkn ¢ ogHoi oTmeTkoin (Mopa) BmecTumocTbio 1 mn no FOCT 29169 ¢ norpewwHocTbio + 0.015

M.
MuneTkn rpagynpoBaHHble BMECTUMOCTBLIO 2 M1 Mo TOCT 29227 ¢ norpelsHocTbio = 0,01 mn.
LnnuHapel mepHble 2-10 1 2-1000 no FOCT 1770 ¢ norpewwHoctbio +0.1 1 £+ 10 M1 COOTBETCTBEHHO.
Konbbl mepHble 2-50-2, 2-10-2 no NOCT 1770 c norpelHoCTbo +0.12 n = 0.025 mn

COOTBETCTBEHHO.

M pumedyaHne - ,ﬂ,OI‘IyCKaeTCH npuMeHeHne [pyrnx Tunoe cpeacts M3MepeHVIf/'I C MeTposiorn4yecknmum wn

TEXHUYECKMMUN XapaKTepUCTUKaMn He HUXe yKa3aHHbIX.

5.2 Peaktnsbl 1 maTtepuanbl

MetaHon gna BOXXX (Hanpumep. HPLC grade. Merck) nn60o no [2].

LnxnopmeTtaH (MeTUNEeH X0PUCTbI) YNCTOTOM He MeHee 99 %. Hanpumep X.4. Ana Xxpomatorpadum
no [3].

AueTtoHnTpun ans BOXX (Hanpumep. HPLC grade. Merck) nu6o oc.u. no [4].

Bopa anctunnuposaHHas no NOCT 6709.

Cynbhat HaTpusi 6e3B0gHbIN. y.4.a, no FTOCT 4166.

CtaHfapTbl 6eH3navHa (4a.a. no [5]) nnbo 6eHsmaunHa gurugpoxnopuga (4.4.a. no [6]), a Takke
6eH3nanH-da (M30TONHO-3aMelLLeHHbI MO heHUNbHbIM KosbuaMm) (Hanpumep. 98 atom % D. Sigma-Aldrich).

ConsaHana kucnoTa KoHueHTpuposaHHasa no NOCT 3118.

BoccTaHaBnvBawLMe areHTbl A1 X/10pUpOBaHHON BoAabl: cynbut Hatpus (FTOCT 5644) nu6o
Tnocynbdat Hatpus (TOCT 244 vnn FOCT 27068), nu60o apceHut HaTpusa (r 90 %, Aldrich).

Xnopug HaTpusa (4.4.a. no FOCT 4233), auetatr ammonus (FTOCT 3117), rugpokeus Hatpus (FTOCT
4328).

[ns npoBeaeHna TBepaoasHo KCTPaKLMM HEO6X0AUMbI:

- KapTpuaku 13 MHEPTHOro naacTtuka (Hanpumep, NOAUNPonuieHa), He cofepxalime opraHnyeckux
3arpAsHuTenein, nepexodalmx B MeTaHon. KapTpuax fO/MKEH coAepXaTb COPOEHT C XMMUYECKVN NPUBUTOWA
thasoli C,8. Mpu npunoxeHnn cnaboro (~130 MM pT. CT.) Bakyyma 1 N1 BOAbl AO/KEH NPOXOAUTb Yepes
KapTpuK npumepHo 3a 2 4. flonyckaeTcs 6o/iee BbiCOKass CKOPOCTb MpPOKauMBaHUA BOZAbl, €CAV MpKU 3TOM
COXpaHsieTcs BblCOKas CTeNeHb U3B/IEYEHNS aHa/INTOB;

- 3KCTpaKUMOHHble auckn (Empore) — ToHkue chunbTpbl ¢ Ci8 - MOAMMULMPOBAHHBIM CUNUKaresiem
60 HelTpasibHbIM NOAUCTUPON/ AUBUHUAOEH30/IbHBIM MOIMMEPOM, BHEAPEHHbIM B TeD/IOH WAn ApYyroWn
VHEPTHbIN MaTepuan. AuCKN He [O/MKHbI COAEPXaTb OPraHNYecKnX BelecTB, Nepexoasaiwmnx B MetaHon. 1 n

BOZbI JO/MKEH NPOXOAUTL Yepes ANCK 3a 5-20 MUWH NPW NPUSIOXEHNUU MOHMKEHHOTO (~ 660 MM pT. CT.)
JaBneHus.
n pnmedvyaHue - ,qOI'IyCKaeTCﬂ npuMeHeHne peakTuBoB, W3rOTOB/IEHHbLIX MO ,D'pyFOI‘/'I HOpMaTUBHO-

TEXHUYECKOW [OKYMEHTaLWW, ¢ KBanuuKkaymueil YNCTOTbl HE HUXKE YKa3aHHOM.

5.3 BcnomoraTe/sibHble yCTpoicTBa

BOpoHKU AenuTenbHble M3 XMMUYECKM CTOlKOro crtekna rpynnbl XC: BA-1-2000. unn BA-2-2000, nnn
B/A-3-2000 no MOCT 25336. o060pyAoBaHHble npuTepTbiMn kKpaHamu no FOCT 7995 un Ted/10HOBbIMU
npo6kamm.

Emkoctn gns ot6opa npo6 BOAbl M3 TEMHOrO CTekna BMECTUMOCTbIO He MeHee 1 n. eMKoCcTu Ans
XpaHeHus1 cTaHAapTHbIX PacTBOPOB BMECTUMOCTbIO He MeHee 250 M1 1 He meHee 1 mn no [1].

Wcnaputens potaunoHHbid P-1M2 no [7].

Kon6bl KpyrnofoHHble 1 KoHMyeckne o6bemamm ot 50 o 500 mn no MOCT 23932.

®dunbTpbl U3 hunbTpoBanbHoN 6ymarn no FOCT 12026.

BakyymHasi kon6a BMeCTUMOCTbIO He MeHee 1 N M BOAOCTPYWHbLIA Hacoc ANA OCYLLeCTBEHWA
TBEpAoasHoi aKCTpaKLum.
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MpunmeyvaHune - [JonyckaeTcsa nNpuUMeHeHWe aHasorM4yHoro BCMOMOraTtesibHoro o060pyAoOBaHUsA C
TEXHUYECKUMU XapakTepucTtukamu He HUXe ykasaHHbIX.

6 Tpe6oBaHMA 6e30nacHOCTHU

6.1 Ncnonb3lyemble B paboTe peakTUBbI OTHOCATCA K BewecTBam 1-ro u 2-ro knacca onacHoctu. lMpu
pabote € HMUMM Heobxogumo cobnwgaTe TpeboBaHUS 6e30MacHOCTW, YCTaHOB/IEHHble AnA paboT C
TOKCUYHbIMW, €KMW 1 fIerkoBoCnaMeHsalWwnmmucs sewectsamu no FOCT 12.1.005.

6.2 3kcnnyaTauus XWAKOCTHOrO Xxpomartorpada W npoBefeHne COOTBETCTBYHLIMX U3MEpPeHuii
TpebyoT cobaAeHnA npaBua anekTpobo3onacHocTn B cootBeTcTBUM ¢ TOCT 12.1.019 1 MHCTpYKUUEn no
akcnayaTaumm npuéopa.

7 TpeboBaHuA K KBanuukaLnm nepcoHana

7.1 K npuroToBNEHWIO FPaAyVpPOBOYHbIX PaCTBOPOB [OMYCKAKTCS NuUa, UMeRLMe KBanudukaumio
XUMUKA, UHXEHEpPa- U TEXHUKA-XUMUKA U ONbIT paboTbl B XMMUYecKoil na6opatopum.

7.2 K BbINOMHEHUIO M3MEpPeHUii fonyckalTcs Nuua, MMelolue KBanugukaumio He HUXe WHXeHepa-
XMMMKA WM XMMUKA, NPOLIeALiMe COOTBETCTBYIOWME KypCbl 06YYEeHUS M CTXKMPOBKY B flabopartopusix,
aKKpeAMTOBaHHbIX Ha BbINO/IHEHWE aHANN30B C NPUMEeHeHMeM HaCTosLero cTaHgapTa.

7.3 Becb nepcoHan [OMXEH MPOWTM MPOBEPKY 3HAHWI MO TEXHWKE GE30MacHOCTU, B TOM 4uUcC/e Npu
pa6oTe B XMMUYeckoil naGopatopuu, BKAYas o6lWuMe npasBuna paboTbl C €4KUMU U TOKCUUHbIMU
BELLlecTBaMu, MpaBuIa NoXxapHoii 6e30MacHOCTM 1 NPOMbILLIEHHO CaHUTapuK.

8 YcnoBusa BbINOJTHEHNA U3MEPEHU

Mpy nNpuUroToBNEHUM PAcTBOPOB, MNOArOTOBKE MpPo6 UK BbINOMHEHUW U3MepeHWid cobngaoT
cnefywolne ycnosus: Temnepatypa okpyxatowero sosgyxa (20 = 5) °C; aTtmocepHoe aasneHve 84.0 -
106.7 kMa (630 - 800 MM pT.CT.); OTHOCMTENbHAA BAAXHOCTb Bo3ayxa npu 25 °C Huxe 85 %; HanpshkeHve B
ceTu NUTaHus nepeMeHHoro Toka (220 + 22) B.

[pyrve ycnosus namepeHuii 40/KHbI COOTBETCTBOBATb MHCTPYKLMM NO 3KcnayaTauum npubopa.

9 [MoAroToBKa K BbIMO/IHEHUIO M3mepeH|/||7|

9.1 MoaroToBka nocyabl

Mcnonb3oBaHHYD CTEK/SIHHY —nocyfly nepej  AasibHelwuM  ynoTpebneHuem  ononackusatoT
NPUMEHSABLUMMCS pacTBopuTesieM W TwaTtenbHO MOWT rops4Yeid BOAOW C COAONW, oOnonackvealoT
BO/ZONPOBOAHOM, @ 3aTeM AVCTWI/IMPOBaHHOW BOAONA.

9.2 NMpurotosrieHne pacTsopoB

MpuroToBneHne pacTBOpPOB NPOBOAAT B BbITSXKHOM LWkady npu TemnepaTtype OKpyxaloLlwero Bo3gyxa
18 °C- 22 °C.

9.2.1 NcxopHblli pacTBop 6eH3MAUHA

[oTOBAT pacTBOp 6eH3ngnHa B aueTOHUTPU/IE BbICOKOW KOHUeHTpauuu. [ns atoro Hasecky 100 mr
6eH3nanHa nomeLaT B MepHy Konby Ha 50 M. cogepxallyto -25 MA aueToHuTpuna, BCTPSAXUBAHMEM
JobusaloTcs  pacTBOpeHus 6eH3nauHa. 3aTteM  [OBOAAT pacTBOpP A0 MeTKM  aueTOHUTPUIOM K
nepemMeLLnBalT BCTPsiXMBaHeM. MonyyatoT pacTBop 6eH3nanHa KOHLeHTpauneit 2 r/n.

B cnyvae wucnonb3osaHua 6eH3navHa aurugpoxnopuga  obssatesibHO NPouU3BOAAT nepecuyeT
KOHLieHTpaLuy Nosly4eHHOro pacteopa Ha CBOO6OAHOE OCHOBaHWe. Hanpumep, Npu UCNO/b30BaHUN HABECKM
100 mr 6eH3nanHa gurngpoxnaopuaa, cogepxauiero 71.6 mr cBo604HOr0 OCHOBaHUA, NPUBEAEHHbIM BblLle
cnoco6om nosiyyaloT pacTBop 6eH3nanHa KoHueHTpauvein 1,43 r/n.

MpUroToBEHHbIE PACTBOPbI XPaHAT B MOPO3W/bHOW kamepe npu Temnepatype Huxe 0 °C.

9.2.2 O6oralyeHHbIn pacTBOpP M30TOMNHO-MEYEHHOTO CcTaHfapTa

B emkocTb M3 TeMHOro cTekna BMECTUMOCTb0 He MeHee 1 Mn nuneTko nomewawt 1 wmn
aueToHuTpuna u HaBecky 5 Mr 6eH3uauHa-[1g CMecb MepemelunBaloT BCTPSIXMBAHMEM [0 MOJIHOMo
pacTBopeHus. MonyyaloT pacTBop kKoHueHTpauuei 5 r/n (5 MKr/mk).

PacTBOp xpaHsAT B MOPO3U/IbHON KaMepe npu Temnepartype Huxe 0°C.

9.2.3 'paAynpoBOYHble pacTBOpbl 6eH3nanHa

[0TOBAT Cepuio M3 WeCTN KaMBpPOBOYHbIX PacTBOPOB GeH3nAMHa B aueToHMTpuae B Ananas3oHe oT 2
[0 100 3HayeHwin npogena oO6GHapyXeHust 6GeH3nAMHa No MCNonb3yemMoMy MeTody. [ONa XuAKOCTb-
XWAKOCTHOM 3KCTPaKLMm 3aTo AnanasoH 5 - 250 mkr/n.
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B MepHble Kon6bl Ha 10 MA, cogepxalliue NPUMEPHO Mo 5 M aLeTOHUTPMAA, C MOMOLLbLIO LWNpuLa
BHOCSAT paccunTaHHble 06bEMBbI UCXOLHOTO pacTBopa 6eH3ufuHa. [oBoAAT pacTBOpbl aueTOHUTPUIOM [0
METKM 1 MNepeMelnBaloT BCTpsxMBaHuem. [lpumep pacueTa o6bema WCXOAHOTO pacTeopa npu
NPUroTOB/IEHNN TPAAYUPOBOYHBIX PACTBOPOB NpUBEAEH B Tabnuue 1.

Ta6nuya 1- MNpumep xapakTepUCTUK rpajynpoBOYHbLIX PACTBOPOB 6eH3UANHA

Ne KoHueHTpauus O6bem KOHeuHblt 06BbeM KoHeuyHasa KoHUueHTpauusa
pactBopa MCXOAHOro pacTeopa MNCXOAHOTO pacteopa, Mn 6eH3namnHa
6eH3ngnHa(B pacTBopa mr/n
nepecvete Ha 6eH3naMHa. MK

cB060OAHOE OCHOBaHMe),
rin

1 2 125 10 2.5
2 2 31,3 10 6,25
3 2 62.5 10 12.5
4 2 156,3 10 31.25
5 2 312,5 10 62,5
6 2 625 10 125

MpuUroToB/IeHHbIE PACTBOPbI XPaHAT B MOPO3W/bHON kaMepe npu TemnepaType Huxe 0 °C.

9.2.4 TpapyvnpoBOYHble pacTBOpPbI A8 MeTofa U30TONHOro pasbaBneHus

pagyvmpoBOYHbIe pacTBOpbl A1 MeTofa U30TOMNHOro pa3basBneHust roTOBAT CNOCO6G0M, aHanorMyHbIM
9.2.3 (Mcnonb3ys MepHble KOoNbbl BMeCTUMOCTbIO 10 M), nepes foBefeHUeM obbema A0 MeTkn Aob6aBnsas K
KaAaoMy rpafyvpoBOYHOMY pacTBOpY paccuuMTaHHOEe KONu4vecTBO pacteBopa 6eHsuguHa-de no 8.2.2.
KoHueHTpauua 6eH3ngnHa-da B KOHeYHbIX pacTBopax Ao/hkHa coctaBnsatb 25 - 50 3HaueHwidi npegena
o6HapyxeHns 6eH3uauMHa ANs AaHHOro MeToda, Hanpumep 25 Mr/n npyM WMCNONb30BaHWM XUAKOCTb-
XWAKOCTHOW akcTpakuuu. MNpumep pacyeta 06bEMOB MpU NPUIOTOBNAEHUW [PaAyUPOBOYHLIX PacTBOPOB
npveefeH B Tabnuue 2.

Ta6nuua 2 - MNpuMep XapakTepucTuk rpaaynpoBOYHbIX PacTBOPOB GeH3NAMHA A1 MeToAa M30TOMHOro

pasbaBneHus
Ne KoHueHTpauus O6bem KoHueHT-  >6bem pacTBopa KOHeuHbIi KoHeuHas KoHeuHas
pact- NCXOLHOro nexon- pauus 6eH3nguHa-d., obbem KOHLEeHTpaun KOoHLUeHTpa
Bopa pacTeopa HOro pacTtBopa MK pacTteopa, Mn 51 6eH3ngnHa. ums
6eH3nanHa(s pacTtBo-pa 6eH3nan- mr/n 6eH3nanHa
nepecuyete Ha 6€eH3u- Ha-t. mn'mn
cBobogHoe AVHa, MKN mr/n
OCHOBaHwue), r/n
1 2 125 5 50 10 2.5 25
2 2 31,3 5 50 10 6,25 25
3 2 62,5 5 50 10 12,5 25
4 2 156,3 5 50 10 31,25 25
5 2 312,5 5 50 10 62,5 25
6 2 625 5 50 10 125 25

9.3 MoparoToBka Nnpubopa K BbINOSTHEHUIO M3MEpeHUit

BkntoyaloT M HacTpauBalT XxpomaTorpady B COOTBETCTBUM C WHCTPYKUMER Mo 3kcnayarauum wu
onucaHvwem, npunaraeMbiMM K npubopy. YcTaHaBnuBalT paboune napameTpbl, HeobxoAuMble [ANS
npoBefeHnss n3mMepeHuii. Pabouve napameTpbl NPUOGOPOB AO/MKHbI GbiTb MOCTOSHHLIMW NPU U3MEPEHUN BO
BCEM AManas3oHe KOHLeHTpaLmiA.

Mepen Havanom paboTbl MOXeT ObiITb NpoBeAeHa ONTMMM3auus MponyckatLwed CcnocobHoCTH
uHTepdpeiica, YyBCTBUTENLHOCTM M CTAGUNBLHOCTU PaboTbl CUCTEMbl C WCMOJSIb30BaHWeM KasMbpOoBOYHOrO
pacTBopa 6eH3nauHa cpefHel KoHueHTpauuu. HaligeHHble paboune napameTpbl NPUGOPOB [O/MKHBI ObITb
NMOCTOAAHHLIMU NPU U3MEpPEeHUN BO BCEM Auana3oHe KOHUeHTpauuid. MpumepHble HayasibHble HaCTPOWKM
npuBefeHbl HXe.

9.3.1 YcnoBusa nsmepeHusa gns xpomatorpaga

ONeHTbl: noaBwxHas asa A — 75:25 obbem Boda aueToHMTpua, noaswxHas dasa B -
aLeToHUTPUII.

pagveHT anompoBaHus: 0-1 MuH - 25 % pasbl B, 1-30 MuH - 25 % - 70 % chasbl B.

MoTok raza Mo6unbHol dasbl: 0.3 MA/MUH.

O61beM BBOAMMOrO pacteopa (3KcTpakTa): 5 M.
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Mpy TakMx yCNoBUSIX CpefHee BpeMs yaepxuBaHus 6eH3nauHa c konoHkoli Waters C18 Novapak 15
cM X 2 MM cocTaBnsieT 4.3 MuH Ha xpomartorpade Hewlett-Packard 1090 n 4.9 MuH Ha xpomatorpade
Waters 600 MS.

Temnepartypa geconbBaTupytoLiein kamepbl: 45 °C - 80 °C.

9.3.2 YcnoBusa U3MepeHusa 4N18 Macc-crnektpomeTpa

TemnepaTypa MOHHOro uctoyHuka: 250 °C - 290 “C.

HomuHanbHasa aHeprusa anekTpoHos: 70 3B.

CkaHupoBaHue: 62 - 465 a.e.m. co ckopocTbio 0.5 - 1c*\

9.4 Tpapyvnposka

9.4.1 [papyvpoBKa C BHELWHUM CTaHAapPTOM

Fpagyvposky npubopa OCYLLeCTBAAKT HENOCPeACTBEHHO nepej WU3MEpPeHWsMU KOHUEeHTpauum B
npobax B Havyasne kaxpgoro paboyero AHA. VIcnonb3yloT NOABWXHYIO hasy U3 TOW Xe emKoCTu, 4YTo byaet
“cnosib3oBaHa ganee AN NPOBEAEHUS aHATMTUUYECKUX U3MEPEHUIA N KOHTPONSA KauyecTBa M3MepeHuii.

MpoBogAT aHanu3 no 20 MKA NATW rPagyvpOBOYHbLIX PACTBOPOB B CAyYaiHOM Nnopsfke wuaun B nopspke
BO3pacTaHusl KOHLEeHTpaLuu, onpegenstoT naowaamn nukos Ha xpomaTtorpammax (AQ: Ac, - G5 v BpemeHa
yaepxusaHus A®I fa.

[na Kaxporo nsmepeHns paccumTbiBaloT dhakTop oTknvka RF, no hopmyne

A
(D
(c,-yY

rae C, - KOHUeHTpauums i-ro KambpoBOYHOro pacTtsopa, MKr/M,

Y - BBefeHHbI B xpomaTorpad o6bvem (0,005 mn).

B panbHelwmnx pacyeTax MCNonb3ylT cpefHeapucmeTnyeckoe 3HaveHune RF@ oTHocsuieecs K
MOMHOMY AnanasoHy N3mMepseMblX KOHLLEHTpaLWii:

@

Takke paccumTbiBalOT cpeaHeapuMeTMyeckoe 3HaYeHe BPEMEHN yAePXXMBaHMUS.
3aTtem paccunTbiBalOT  cpefHeKBaapaTuyeckoe (ctaHOapTHOE)  OTK/IOHEHME (CKO) wu
cooTBeTcTBYOLee oTHOcUTensHoe CKO chakTopa oTkauKa:

CKo. ™ ©

cko. “*°' 10 %
R FcB
3HauyeHnsa otHocuTenbHoro CKO He fo/mKHbI npesbiwatb 15 %.
9.4.2 T[papgyvpoBKa C M30TOMHbLIM pa3basneHvem (ONLUOHaNbHO)
AHanornyHo 9.4.1 aHanusupyloT LWeCcTb KannbpoBOYHbLIX pPAacTBOPOB, cofdepxalmnx 6eH3nauun-dg
(9.2.4). PeructpupyloT niowaan nvkoB, NEPECTPOEHHbIX N0 MOHY ¢ m/z 184 (6eH3unanH) AO 1 No MOHY ¢ m/z
192 (6eH3maunH-da) An, BbIYNCAAIOT OTHOCUTE bHbIE (hakTOpbl KannbpoBKu RFw

OTHOCUTEeNbHOEe

F -
— ~{An-CcT V) @)

roe Ca- KOHUeHTpauua 6eH3navHa-da B /-M KannbpoBOYHOM pacTBOpe, MKI/M;

C, - KOHUeHTpauus 6eH3nanHa B /-M kafIM6poBOYHOM pacTBOpe, MKI/M;

V- BBeAEHHbI B xpomatorpad obbem (5 mMkn).

BbluncnsoT cpefHeapudmeTnyeckoe 3HavyeHne dpaktopa kanmbpoBkn RF o aHanormuHo 9.4.1.

10 MoAaroTtoBka 06pa3LoB 418 U3IMEPEHUA

10.1 TMpobooTb6op

Mpo6bl oT6bupator no [OCT P 51592. [onosHUTENbLHO PYKOBOACTBYHTCA  Cleaylolmnmu
TpeboBaHUsMM.

Mpo6bl OTOMpaloT B YWUCTblE CKASAHKA U3 TeMHoro ctekna. CkAsHKM € npobamu BoAbl CHabxawoT
3TMKeTKaMK, Ha KOTOPbIX YyKasblBalOT HOMep W BuUA Npobbl, Aaty M MecTto otoopa. CKAAHKA MNIOTHO
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3aKpblBalOT KpblwWkamu Nnbo npobkamu, ctapascb YMeHbLUINTb BPEMS KOHTakTa npob ¢ BO3AyXOM, a Takxe
nsberas BCTPAXMBaHNS 06pas3LioB.

B kaxpaoii Touke oT6opa oT6MpaloT He MeHee ABYX NP0O6 BoAbl 06bEMOM He MeHee 1 /.

Mpo6bl MOXHO XpaHUTL A0 NATU AHel npu Temnepatype ot 0 °C o 5 °C B 3al1LeHHOM OT cBeTa
mecTe. [lononHuTenbHas KoHcepBauus He TpebyeTcsa. [oaroTtoBky nMpo6 MpoBOAAT Mpu TemnepaType
okpyxatollero Bosgyxa 18 °C - 22 °C. lNepepn 06paboTkoit no 10.2 npobbl BbiAEPXMBAKT MNpy 3TON
Temnepartype He meHee 1u.

B cnyuyae xnopupoBaHHbIX 06pasL0oB BOAb! K KaXXAOMY NUTPY Npobbl 4o6aBnaT 40 - 50 Mr cynbduta
HaTpus, TMocynbara HaTpUa UM apCceHnTa HaTpus U nepeMeLlnBaloT 40 NOJIHOrO pacTBOPEHNUS.

10.2 X)KXnAKOCTb-XUAKOCTHaAA 3KCTpakuua

MomelialoT obpasel, BOAbl B MEpPHbIA LUAMHAP, 3anucbiBaldT 06bem npobbl V, 3aTem ob6pasel,
NepeHoCAT B fe/INTE/NbHYI0 BOPOHKY BMECTUMOCTbI0 2 1. pH npobbl fosogat fo 7.0 go6aBneHnem ConsHOW
Knucnotel NGO BOAHOTO pacTBopa rMapokcuaa HaTpus, KOHTPOAMpys 3HaveHve pH € NomoLbio
9/1eKTpoHHOro pH-metpa. [flo6asnsit 100 r xnopuga HaTpus U BCTPAXMBaHWeM [Ao6uBalOTCA ero
pacTBopeHus.

BHOCAT B AlennTenbHy0 BOPOHKY 60 M/ AuXnopMeTaHa, BCTPSAXMBAKOT B TeYeHWe 5 MUH. NO3BONAIT
CMecu paccnouTbCA W OTAENAT CAoW AuxaopmetraHa B Koniby. [MOBTOpAT akcTpakymio 60 mn
anxnopmeTtaHa M 06befuHAT opraHudeckne dasbl. O6befUHEHHYIO opraHuyeckyo ¢asy nponyckaroT
yepe3 cnoii 6e3BOAHOr0 Cynbghata HaTpus Ha OymaxHoM unbTpe, 3aTteM MnpombiBaloT cnoit 20 mn
anxnopmeTtaHa. O6beMHEHHYI0O OpraHmyeckyo dpasy nomeLaroT B KPYr/1040HHY0 Konby u ynapusalT Ha
poTaLMoHHOM ucnapuTene npu HeBbICOKOW (25 °C) TemnepaType [0 o6bemMa - 2 M/. OCTaHaBAUBalOT
ynapveaHvue, go6aensit 20 mMn mMeTaHona M ynapusaloT pacTBop ganee o obvema - 2 ma. Ecim
UCMONb3YIT MeTof WU30TONHOro pasbasneHuns, pob6asnsawT 10 Mk pacTBopa W30TOMHO-MEYEHHOro
6eH3nguMHa no 9.2.2 u nepemewuvBalT BCTpsAXvMBaHWeMm. WM3mepsawT ob6bem ocTaTka C MNOMOLLbIO
rpagyvpoBaHHON NUNEeTKN, 3annCbiBatOT NOyYEHHbIN pe3ynbTar.

10.3 TBepfoda3Has akcTpakums

MomelaloT obpasel, BOAbl B MEpHbIA LUAMHAP, 3anucbiBaldT o6bem npobbl V., 3aTem obpasel,
nepeHocAT B Ae/IMTeNIbHYI0 BOPOHKY BMECTUMOCTbIO 2 n. pH npobbl gosogAat Ao 7.0 aHanormyHo 10.2.
Jo6asnaT 0,77 r ayeTaTta aMMOHUS U BCTPSAXMBAIOT A0 PACTBOPEHWS.

KapTpugx ¢ copbeHToOM nNprcoeauHSAIOT K BakyyMHOW konbe. MpombiBatoT kapTpuax 10 mn meTtaHona.
O6pasel, BOAbI HAHOCAT Ha KapTpupK Tak. 4Tobbl obpasel, NOMHOCTLIO MOKPbIBa/S COPOGEHT, BK/IYaloT
cnabbiin (—130 MM pT. CT.) BaKkyyM M Nnepvoguyecku npubasnstoT obpasel, No Mepe NpOXOXAEeHUs ero yepes
KapTpumk. [locne OKOHYaHWA NPOXOXAeHWs obpasua npoMbIBAIOT BOPOHKY W kapTpugpxk 10 wmn
AVNCTUNNNPOBAHHON BOAbl. 3aTeM KapTpUAX OTCOEAMHAIOT OT BaKyyMHOR KONObl 1 NPUCOEANHSAIOT K Konbe -
npvemMHuKy obpasua. OnonackuBaroT WCMONb30BaHHYI AenuTenbHY0 BOPOHKY 15 M meTaHona u atum
MEeTaHoMoOM B [Be NopuuMu no 7.5 Mn 3NupyloT aHanuTbl ¢ kapTpumpka. O6beAnHEHHbI 3n0aT MOXHO
ynapuTb Ha PpOTauMOHHOM wucnaputene Ao obbema ~ 2 MA. EcAn MCNonb3yloT MeToh W30TOMHOro
pas6asneHus, fobasnsaT 10 MkI pacTBOpa M30TOMHO-MEYEHHOro 6eH3uAanHa no 9.2.2 u nepemeLLmBatoT
BCTpAXMBaHMeM. KoHeuHbli 06bem o6pasuya M3MepsAlT C MNOMOLbI FpagyvpoBaHHON nunNeTkn wu
3anucbIBaoT.

B cnyyae wucnonb3oBaHus copoupyloLllero gucka AWCK nomewjarnT B (PUIbTPOBASIbHYIO BOPOHKY,
HaHOCAT HebOosblIoe KOMMYECTBO MeTaHona W He MNO3BOMAT AUCKY BbICbIXaTb Ha MNPOTAXEHUW BCEro
npouecca 3KCTPakuMn 1 311UpoBaHNA. SKCTPaKLUIO BbIMOHAIOT aHaNorMyHo ONMCaHHON Bbile npoueaype
ONS KapTpuaxen, ucnonb3lyss cnabbliii (-660 MM pT. CT.) Bakyym. OniovpoBaHue OGeH3uMAuHa C gucka
OCYLLEeCTBAAT TpeMsa anuMksoTamu no 5 Mn meTaHona: UCMNONb30BaHHY Ae/UTENbHYI BOPOHKY
npoMbIBAOT 5 M/ MeTaHosa, 3TOT MeTaHO/N NEePeHOCAT Ha (UALTP, NPOKavyMBaloT MPUMEPHO MOSIOBUHY
o6bema MeTaHoMa C NMOMOLLbIO MOHWKEHHOTO AaB/ieHNs, 3aTeM MOHWKEHHOe AaB/ieHVe OTKIIYaloT 1 gaoT
AWCKY NOCTOATb NOA cCfoeM meTaHona 1 MuH. 3aTeM CHOBa MOAK/IIOYaloT Bakyym W MPoOMycKalT OCTaToK
meTaHona. O6befMHEHHbIN 37110aT OT TPex NPOMbIBaHW MOXHO ynapuTb Ha poTauvoOHHOM ucnaputene Ao
obbema - 2 MnA. Ecnu mcnonb3yloT MeToh M30TOMHOrO pasbaBneHus, no6asnawT 10 mMkn pacTBopa
M30TOMHO-MEYEHHOro 6eH3namnHa no 9.2.2 u nepemMelLnBaloT BCTpAXMBaHMeM. KOoHeuHbli 06bem obpasua
N3MepPSAIOT C NOMOLLbIO rpaflyupOBaHHOM NMUNETKN 1 3anncCbiBaloT.

11 BbINONHEHUE U3MEPEHN

N3mepeHns MpoBOAAT B TEX XE€ YCNOBUSIX W B TOW Xe MOABWXKHOM (pase, B KOTOPbIX NpoBeeHa
rpagyvpoBka npuéopa (9.4). Ans 3Toro 5 MK 3KCTpaKTa, HaxXOAsAWEerocs npy KOMHATHOW TemnepaType,
BBOZST B XWAKOCTHbIW XpomaTorpady, perMcTpupytoT nosiyyeHHble BPEMEHA YAEPXUBAHUSA U MOWAAN BCEX
MUKOB Ha XpomaTorpamMme.
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Habniogaemoe BpeMs yAepXuBaHWS [AO/MKHO HaxoAuTbCs B MHTepBane + 10 ¢ oT cpepgHero tft-
MOSTlyYEHHOTO AN TpagyvMpoBOYHbIX pacTBopoB B 9.4. nnbo B MHTepBase MeXAY MakCUMasbHbIM U
MWUHUMasbHbIM bl B 9.4.

BbluncnsoT koHueHTpaunio Cs 6eH3nanHa B onpegensemom obpasue:

C = (©)
(*ru-y.'Ky

roe V,- KOHeuHbl o6bem akcTpakTa (0.002 n);

Vs- 06beM MCNOb30BaHHON ANA 3KCTpakumm npobsl (1 n);

V, - BBefEeHHbI B xpomaTorpad o6bvem (5-10'6n).

B cnyyae ucnonb3oBaHua MeToAa W30TOMHOIO pasbasfeHns KOHLEHTpauuio 6eH3nauHa BblYUCAAIOT,
MCMoMb3ys OTHOCUTENbHbIA (hakTop KasIMbpOBKY 1 naowanb curHana AenTepupoBaHHOro 6eHsnavHa
Ha 3KCMEepPUMEHTaNbHOIN XxpomaTorpaMme A3 1M M3BECTHYH 3apaHee KOHUeHTpauui 6GeH3nauHa-68 Ca B
obpasue:

C = <'C n-y,

12 OdopmneHune pesynbLTaToB U3MEPEHNIA

PesynbTaTt nsmepenus cogepxanva AP npeactasnaoT B cnegyollem smae:
(C,+£0,15-C.) mkr/n. (@)

13 KoHTpONb NorpewwHocTun

13.1 MpoBepka 4yBCTBMTENBHOCTM XpomaTtorpadga

Mpn Nofo03puUTENbHBLIX pesynbTaTtax U3MepPeHUid UM Pe3koM YMEHbLUIEHUN PErncTpUpyeMbIX CUTHaI0B
NPOBEPAIOT YyBCTBMTE/ILHOCTb Mpubopa Mo rpajynpoBOYHOMY pPacTBOPY C HauMeHbLUeil MaccoBOM
KOHLeHTpaumeli B yCNOBUSAX N3MEPEHWUIA, YkasaHHbIX B 10.4. OTHOLWEHME curHan/lwym Ans onpenensemoro
coefIMHeHNA AO/MKHO ObiTb He MeHee 10:1. UYyBCTBMTENbHOCTb NpMbOpa BOCCTaHaB/IMBAIOT B COOTBETCTBUM
C peKkoMeHAauMaMn, N3T0KEHHBIMU B PYKOBOACTBE MO €ro akcnayaraumu.

13.2 KOHTpO/Ib MOMEX MO pe3ynbTaTtamM X0/I0CTOro onbiTa

X010CTO ONbIT NPOBOAAT C ANCTUINIMPOBAHHON AerasnpoBaHHON Bogol Yepes kaxable 10-20 npob,
4YT06bl Y6€ANTLCS B OTCYTCTBMM 3arpsi3HEHUIA 1 MOMEX, UCTOYHMKAMMN KOTOPbIX MOTYT 6bITb M3MepuUTebHas
cucTemMa, peakTuBbl U MaTepuasibl.

Mpoba B X0NOCTOM OMNbITe AOMXHA OblTb MNpPOBEAEHa uepe3 BCe COOTBETCTBYWLME CcTaguun
npo6onoAroToBkM 1 aHanusa.

B cnyuae o6HapyXeHWs 3arpsisHeHWid, NpPoABAAWMXCA B MNOSABMEHUM curHana 6GeH3nguHa Ha
XpomMaTorpaMmme no MoHy ¢ m/z 184 npu nogxofslemM BPEMEHU YAEPXUBAHUSA C OTHOLIEHWEM CUrHAM:LIYM.
npesbllwawwym 3:1, onpeAensaoT UCTOYHUK MOMEX, KOHTPONMPYS WCMOJib3yeMble peakTuBbl U MpoBepss
yCnoBuUsi MOATOTOBKM NPO6 1 NpOBeAeHUs N3MepeHuii.

13.3 MoaTBEpPXAEHUE KanubpoBKU

Mepuogmyeckn (kak MUHUMYM, KaxApblii pabounii feHb) Heo6X0AMMO NPOBEPATh TOYHOCTb HavaslbHOWA
Kanm6poBKM BO u3bexaHue gpelicha nokasateneli a3oTHO-(HOCHOPHOro AeTEKTOPA.

[na aToro npoBOAAT aHanM3 TpeTbero WAM YeTBepToro M3 LWecTU KannbpoBOYHbIX PacTBOPOB.
BbluncnaT Ansa Hero 3HayeHne thaktopa otknavka RF\. aHanornyHo 10.4.

Ecnu pasHocTtb D no copmyne

RF -RF
D=—+--——— 100 % ()
RF<

He npeBbllwaeT 15 %, aHanuM3 o6pasuoB MOXeT 6biTb MPOAO/HKEH, B NPOTUBHOM cryyae TpebyeTtcs

3aHOBO NPOBECTU KaNMBpPOBKY MeToza.

13.4 KOHTpONb NpaBWbHOCTN MeToAOM A06aBOK

KOHTponb nNpoBOASAT [ANA  YCTAHOBNEHWSA BO3MOXHOCTV BbINOJIHEHUS B [aHHON nabopatopum
M3MEpPEeHnin C nprvemseMoil TOYHOCTbIO W [OCTOBEPHOCTbI. KOHTPONb HEo6Xxo4MMO NpoBOAMTL uepes
Kaxgble 10-20 aHann30B NpMpPOAHbIX 06pa3LoB NMMHO He pexe OAHOro pasa B Mecsil.
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[na KOHTPONS K YyeTbipeM npobam AUCTUNNMPOBAHHONM AerasvpoBaHHOM BOAbl [06aBNAT PacTBop C
BbICOKOI KOHUeHTpauvein 6eH3ugmHa (cm. 9.2.1). yT0o6bl MOMYyYUTb KOHUeHTpauun - 10-50 npepgenos
o6HapyxeHunsa wmetoda (25-125 MKr/n gna XUAKOCTb-XWAKOCTHOM 3KcTpakuuu). Hanpumep, Kk npobam
o6bemoMm 1 n gob6aBnatoT no 50 Mkn pacTBopa 6eH3nAnHa KoHUeHTpaumwei 2 r/n. 4Tobbl NoNy4nuTb PacTBOp
KOHUeHTpauwueli 100 mkr/n. OnpefensoT cogepxaHne 6eH3nanHa B yeTblpex anmksoTax no 10.2 nu6o 10.3
1 11 n ansa Kaxapoin npobbl nonyyaoT pesynbTaTbl UsMepeHnii Cs.

Ansa kaxaoin npobbl BbIYUCAAIT CTENeHb U3BNeYeHns R 6eH3ngnHa

R=— -100 %, 9)
C.
rae Cn- TeopeTUyeckn BblYMC/IEHHOE COofepxXaHue G6eH3navHa B nNpobe.
BblunCNAOT cpefjHee 3HaueHne CTENeHN U3BMEYEHNs 1 OTHOCWUTE/IbHOE CTaHAAPTHOE OTK/IOHEeHe

cTteneHn ussneyeHus (no ggopmynam B 9.4). 3HadyeHne RP[0MKHO HaxoauTbes B npegenax 30 % - 130 %,
OTHOCUTE/IbHOE CTaHfapTHOEe OTK/IOHEeHWe CTeneHn W3BMeYeHus He [O0/MKHO npesblwatb 30 % (npu
poseputensHoM wuHTepBane 0.95). Ecnu  pgaHHble  yc/noBUA He  YAOBNETBOPSATCHA, HeobXxoammo
NPOMHCNEKTMPOBaTb pabounii npouecc, yCTPaHUTb BbISIB/IEHHbIE OLIMOKU M NOBTOPUTbL KOHTPO/b METOAOM
[06aBoK.
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