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Llenn, OCHOBHbIE NPUHLMMNBLI U NOPAAOK NPOBEAEHUA paboT N0 MEXToCyAapCTBEHHOW CTaHAapTU3auuu
ycraHoeneHol FTOCT 1.0 — 92 «MexrocyaapcTeeHHaa cucrema craHgaptusaumu. OCHOBHbIE MOJIOXEHUS» U
FOCT 1.2—2009 «MexrocyaapCTBeHHaa cuctema craHgaptusauun. CTaHAapTbl MEXroCyAapCTBEHHbIE,
npasuna M pekoMeHJauuu no MEXTOCyAapCTBEHHOW cTaHaapTtusauuu. NpaBuna pa3paboTku, NPUHATUA,
NpUMeHeHus1, 0GHOBIEHUSI U OTMEHbIY

CBeneHus 0 cTaHgapre

1 PASPABEOTAH deaepanbHbiM OIOMKETHLIM  ydYpeXaeHUeM 34paBoOXpaHeHusi «Poccumnckum
perucTp NOTEHUMAanbLHO OnacHbIX XUMUYECKMX u Guonormveckux BellecTB» PeaepanbHon cnyxbbl no
Hagsopy B cdepe 3awmThbl Nnpas notpebutenei n Gnarononyuns yenoeeka (PBY3 «Poccuiickuit peructp
NOTeHUManbLHO ONacHbIX XMMUYECKUX 1 Buonornyeckux sewlects» PocnotpebHaasopa);

denepanbHbiM  rOCyAapCTBEHHbIM  YHMTAPHbIM  npeanpusatuem  «Bcepoccuiickum  Hay4vHO-
uccrneaoBaTenbCkUii LEHTP cTaHaapTusauuun, uHdopmauun u ceptudukauum Cbipbsi, MaTepuanos wu
BewecTtsy (Pryn «BHULCMB»)

2 BHECEH ®eaepanbHbiM areHTCTBOM MO TEXHUYECKOMY PErYNIMPOBAHUIO U METPOSIoruu

3 MPUHAT MexrocyaapCTBEHHbIM COBETOM MO CTaHAApTU3auuu, MeTponorum u ceptudpmnkauuu
(npotokon oT 14 HosGps 2013 r., Ne 44-2013 npunoxenue Ne 24)

3a NpUHATME MPOroyIoCoBasMU:

KpaTkoe Koa ctpaHbl no MK CokpallleHHoe HauMeHoBaHue
HaumeHoBaHWe (NCO 3166) 004 — HaLoHanbHoOro opraHa no
cTpaHbl no MK 97 cTaHjapTusauuun

(UCO 3166) 004 — 97
ApmeHus AM MuHakoHOMUKM Pecnybnuku Apmenus
Kuprusus KG Kbipreiactangapt
Poccus RU Poccrangapr
TaaXuKkucTaH TJ TapXukctangapt
Y3bekucraH Uz Y3cTaHgapt

4 Tpukasom PegepancHOro areHTCTBa MO TEXHUYECKOMY pPerynupoBaHUIO U MEeTponorum ot 22
HosBpsa 2013 r. Ne 817-cT MexrocyaapcCTBeHHbI ctangapt MOCT 32531—2013 BBefeH B AeiCTBUE B
KayecTBe HauuoHanbHOro craHgapta Poccuiickon ®egepauyum ¢ 1 asrycra 2014 r.

5 BBE[EH BMNEPBbIE

UHpopmayus 06 UBMEHEeHUSIX K Hacmosawemy cmaHOapmy nybrnukyemcss 6 exXe200HOM
UHChOpMaUUOHHOM yKa3zamene «HayuoHanbHblie cmaH0apmbl», a MeKcm u3MeHeHull u nonpasok — e
E€XEeMECSAYHOM UHGOPMAaUUOHHOM yKazamene «HayuoHanbHble cmaHOapmbi». B criydae nepecmompa
(3ameHbl) unu ommeHbl Hacmosweeo cmaHOapma coomeemcemeyrouiee ysedomneHue 6ydem
onybnuKkosaHo 8 EXEeMECAYHOM UHGOPMAaUUOHHOM yKasamene «HayuoHanbHble cmaHOapmbiy.
Coomsemcemaeyroujas UHgopmayus, yeedomMneHue U meKkcmbol pasmMewaomes makxe 8 uHgopMayuoHHOU
cucmeme obwezo rnone30saHus — Ha oghuyuansHom calime dedepanbHO20 ageHMemesa o MexHUYeCcKoMy
peeynuposaHuro u Memposoeuu e cemu VlIumepHem
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B Poccuiickont Pegepaumn HaCTOALMA CTAHAAPT HE MOXEeT OblTb NOMHOCTBIO WM 4acTUYHO
BOCNPOU3BEAEH, TUPAXUPOBAH M pacrnpOCTPaHEH B KayecTBe OMLManbHOrO usgaHus 6e3 paspelLueHust
denepanbHOro areHTCTBa no TEXHUYECKOMY PerynmpoBaHuio U METPONorum
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M E XTI OCUYAAPCTBEUHHUB U CTAHOAUPT

MexrocyaapcTBeHHas cucteMa cTaHgapTusauum
BEH3VOVH
U3MepeHne KOHUEHTpauun 6eH3uanHa B BOAe C NOMOLLbH XUAKOCTb-XXUAKOCTHOM 3KCTPAKLUUN UIN
TBepaoda3HoOM IKCTPAKLUMU U 0GpalleHHO(a30BOM BbICOKOI(P(PEKTUBHON XKUAKOCTHOMN
xpomaTtorpadun/kopnyCcKynapHo-ry4YyeBoro uitepdernca/
Macc-CnekTpoMeTpumn

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

Dara BBegeHnsa — 2014—08—01

1 O6bnactb NnpuMeHeHuUs

Hacroawumit crangapt ycraHaBnvMBaeT npoueaypy W3MEPEHWs MAacCOBOW KOHUeHTpauun GeH3uauHa
(4,4'-anammnHogndernna) B npobax Boabl C npedenom oOHapyXeHMA B KOHEYHOM IJKCTpakTe 2,5 mKr/n
(anana3soH n3MepsieMbix KOHUEeHTpauun 5-250 MKr/) METOA0M KNAKOCTb->KUAKOCTHOM
AKCTPaKLMN/BLICOKOI(PDEKTUBHON KUAKOCTHOW XpomaTtorpaduu/macc-cnekTpoMeTpum unum ¢ npegenom
obHapyxeHua 5,3 MKI/n MeTogoM TBepaodasHoW  9KCTPaKLMU/BbICOKOI(PMEKTUBHON  XKMAKOCTHOMN
Xpomarorpaduu/macc-cnekTpoMmeTpun. Takne pesynbTatbl AOCTUralOTCA Npu o6beme anukBoTbl obpasua 1
1 U KOHEeYHOM o6beme akcTpakta 0,5 Mn, TO eCTb Npu KOHUEHTpUpoBaHun obpasua B 2000 pas.

2 HopmaTuBHbIE CCLISIKN

B HacToALem cTaHaapTe MCNonb30BaHbl CCbINIKM HAa cneayioLime craHaapTbl:

FOCT 12.1.005-88 Cucrema craHaaptoB 6e3onacHocTu Tpyaa. Obume caHUTapHO-TUTMEHUYECKNUE
TpeGoBaHus K BO3ayXy paboyeit 30Hbl

FOCT 12.1.007-76 Cucrema craHgapToB 6e3onacHocTu Tpyaa. BpeaHble BewecTtsa. Knaccudukauus
n o6wpme TpeboBaHusa 6e30nacHOCTU

FOCT 12.1.019-2009 Cucrtema ctaHgaptoB Ge3onacHocTu Tpyaa. dnektpobesonacHocTb. O6wme
TpeboBaHMA U HOMEHKNaTypa BUAOB 3aLUMUThI

[OCT 244-76 HaTtpus Tnocynbdar Kpuctannmyeckui. TeXHUYECKUE YCNOBUSA

FOCT 1770-74 Mocyaa mepHasa nabopaTopHasa cTeknaHHas. LlunuHapbl, MeH3ypku, konbbl, NpoBupku.
O0Lwpe TeXHMYeckue ycrnosus

FOCT 3117-78 PeaktuBbl. AMMOHWI YKCYCHOKUCHIbIA. TEXHUYECKNE yCrnoBus

FOCT 3118—77 Peaktubl. Kucnota congHada. TexHu4eckue ycnosus

[OCT 4166—76 PeakTuBbl. HaTpuit CEPHOKNUCNbIA. TEXHUYECKME YCrOoBUSA

FOCT 4233—77 PeaktuBbl. HaTpuit XnopucTbiin. TEXHUYECKUE YCOBUA

[OCT 4328-77 PeaktuBbl. HaTpusa rugpookuch. TEXHUYECKNE YyCNoBus

FOCT 5644—75 Cynb(ut HaTpua 6e3BOAHbINA. TexXHUYeckue ycrnosus

FOCT 6709-72 Boga guctunnupoBaHHas. TeXHUYECKue ycrnosus

[OCT 7995-80 KpaHbl coeaAnHUTENbHbIE CTEKNSHHbIE. TEXHUYECKUE YCMNOBUSA

FOCT 12026-76 Bymara cunbTpoBanbHasa nabopaTtopHas. TexHU4Yeckue ycnoBusi

FOCT 23932-90 Mocyaa u o6opyaoBaHune nabopatopHble CTEKNAHHbIE. ObLUME TeXHUYECKMe YyCNoBUst

FOCT 25336-82 NMocyaa u obopyaosaHme nabopaTopHble CTEKNSHHbIE. TUNbl, OCHOBHbIE NAapaMeTPbl
1 pasmepsbl

FOCT 27068-86 PeaktuBbl. HaTtpuini CepHOBaTUCTOKMCALIA (HATpusi TuoCynbgat) 5-BOAHbLIN.
TexHu4yeckne ycrnosus

FOCT 29169-91 (MCO 648-77) Mocyna nabopatopHasa cTeknsiHHas. MuneTkn ¢ 0aHOM OTMETKOM

FOCT 29227-91 (MCO 835-1-81) MNocyna nabopaTopHas cTeknaHHasn. [MuneTkn rpagyvpoBaHHbIE.
YacTb 1. O6ume TpeboBaHus

FOCT P 51592—-2000 Boaa. Obwue TpebGoBaHus kK otéopy npob

[OCT P 53228-2008 Becbl HeaBTOMaTU4ECKOro gencrena. Yactob 1. MeTponornyeckme m TexHuyeckme
Tpebosanus. cnbitanus

M3paHue ocpuumnanbHoe
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MpwumeuyaHue— Npyu NONb3OBaHUM HACTOALMM CTaHAaAPTOM UenecoobpasHo NMpoBepUTb AeicTBUE
CChINIOYHbIX CTAHAAPTOB B MHGPOPMaLIMOHHO| cucTeMe oBLLero nonb3oBaHUa — Ha oduumransHoM caifTe defeparnbHoro
areHTCTBa NO TEXHUYECKOMY PeryriMpoBaHuio U METPOMNOrMM B CeTU MHTEPHET NK NO eXEroAHOMY UHGOPMALIMOHHOMY
yKkasaTento «HauuoHanbHele CTaH4apTbl», KOTOPbIA onyGriMKoBaH Mo COCTOAHWIO Ha 1 sHBapsi TeKylero roga, U o
BbINyCKaM eXeMeCsYHOro MHQOpMaLUmMoHHOro ykasatens «HauuoHanbHble cTaHAapTbl» 3a Tekywmi rog. Ecnu
CCbINIOMHbINA CTaHAapT 3aMeHeH (M3MeHeH), TO MpU MoJib30BaHMU HACTOSLLMUM CTaHAAPTOM criefyeT PyKOBOACTBOBATLCS
3aMeHALWMUM (M3MEHeHHbIM) cTaHhapToM. ECMM CCbINOYHbIA cTaHAapT OTMeHeH Ge3 3aMeHbl, TO MOMOXeHue, B
KOTOPOM AaHa CChifika Ha Hero, MpUMeHsIeTCA B YacTu, He 3aTparuBatoLLeii 3Ty CCbInKy.

3 XapaKTepUCTUKMN NOrpewHOCTU U3MepeHUin

OTHOCHTENbHAS PACLUMPEHHASA HEONPEAENEHHOCTb U3MepeHun (Npu KoadduumeHte oxeara k = 2)
U,.=15%.

MpuMeyYyaHUe — YKasaHHas HeonpefereHHOCTb COOTBETCTBYET rpaHULiaM OTHOCUTENLHOW CyMMapHOM
norpeLwHocTU = 15 % npu goseputensHoi BepostHoct P =0,95.

4 OnucaHue meToaa

4.1 N3 obpasua 1 n BOAbl aHanUT 3KCTParMpyloT AUXINOPMETAHOM NMB0 copOMPYIOT Ha KapTPUAKY,
3anosfiHeHHble COPOEHTOM, MMM  SKCTPAaKUMOHHbIE AWCKM. 3aTeMm JAUMXIOPMETaH YnapuBalotr, npoby
nepepacTBopsAlOT B HeGOMbLIOM KONMMYECTBE MeTaHona nubo JMmoupyloT C COpOEHTa METaHONoMm ¢
nocneaywmuMm ynapusaHmem Ao Hebomnbloro o6bema. ANMKBOTY MOJNYYEHHOro pacTeopa aHanusupyiot
METOAOM BbICOKOA(AEKTUBHON XUAKOCTHOI xpomartorpacum (BOXKX) Ha oOpallueHHO-ha30BON KOJIOHKE.
MnaKoCTHBIN Xpomarorpad ¢ NOMOLLBIO KOpNyCKynsapHo-nyyesoro (particle beam) uHtepdeiica coeauHeH ¢
Macc-CrnekTpOMETPOM, C UCTOMHUKOM SNEKTPOHHOW MOHU3ALIMKU, AEHTUdhUKALMA aHaNUTOB OCYLLECTBNAETCA
MacC-CneKTPOMETPUYECKUM METOLOM.

4.2 N3mepeHue MaccoBOW KOHLEHTpauuMu nNpoBOASAT METOAOM BHELUHEro craHgaprta: onpeaensior
nnowjaam nukos GeH3NANHA Ha KanMGPOBOYHbLIX SKCNEPUMEHTASIbHBIX XpOMaTOrpaMmmax, pacyeT KonuyecTsa
6eH3uagnHa B npobe OCyLLEeCTBRSIOT UCXOAA M3 NnoLaaen 3TUX NMKOB M MAacChbl BHELLHEro cTaHaapTa.

4.3 Ons rpaayupoBku npubopa u pacyeta kanuGpoOBOYHON 3aBUCMMOCTU FTOTOBAIT CEPUIO M3 LUECTU
rpagynmpoBOYHbIX pacTBOPOB OeH3nanHa B BOAe, COOTBETCTBYIOLMX TpebyeMoMy AnanasoHy KOHLEHTpaLui,
NPOBOAAT IKCTPAKLMIO U aHanu3 rpagyupoBOYHbIX PacTBOPOB. BbuMcnsoT (akTop kanubpoBKU MCxoasa U3
KonuyecTB 6eH3ManHa U NoLwaaen COOTBETCTBYHOLLMX XpOMaTOrpacu4eckux nukoB.

4.4 Tpu onpeaeneHnn G6eH3MaMHA B CMOXHbIX MaTpuLiax, coAepXalliuMx Mellaiolme onpeaeneHunio
KOMMOHEHTbI, kKanubpoBKy MPOBOAAT METOAOM M30TOMHOro pasbaBneHusi, ucnonb3dysa AobaBky craHaapra
6eH3nauHa-dg kK KanMbpoBOYHbLIM PacCTBOPaM U aHanNM3MpyeMbIM pearbHbIM npobam.

4.5 MeTtopa cenektueH. OnpeaeneHunio MOryT MeLlaTh BELLIECTBA, KOanoupylowmecs ¢ 6eH3uauHOM, B
3TOM cny4yae HeobGxoaumo nogobpaTb Xpomatorpacuyeckue ycnosusi Takum obpasom, 4ytobbl pasgenutb
Nnoao00HbIE KOMMOHEHTbI.

4.6 Metoa npurogeH Ana onpeaeneHus M Apyrux asotcoaepXawmx nectuuuaoB, B TOM 4ucne
NPOuU3BOAHbIX OeH3nanHA.

5 CpeacTBa uamepeHun, peakTuBbl U Matepuarnbl

5.1 CpeactBa u3aMepeHumn

BbiCOk03a(hDEKTUBHBIN XUAKOCTHLIA XpomaTtorpad), cnocobHbii obecneuuBath notok 0,2 — 0,4
MJ/MUH NPU TpagueHTHOM antoupoBaHun ot 100 % mobunbHou ¢hassl A go 100 % moGunbHOM hasbl B,
06opyi0BaHHbIN €MKOCTAMU ANs ABYX NOABWKHbIX pa3. OuveHb >XenaTenbHO Hanuuue aBTOMHXEKTopa,
CNOCOBHOr0 C BbICOKOW TOYHOCTbIO BHOCUTL 1 — 10 MKN.

Xpomarorpadmyeckasa konoHka (Hanpumep, Waters C-18 Novapak) u3 Hepxagelowen cranu AfMHON
15 — 25 cM, BHYTPEHHUM ANamMeTpoM 2 MM, 3anonHeHHas copOeHToM (4 — 10 MKM), XMMUYECKM
MOAMMULMPOBAHHBIM  OKTageuun(@uMetTunmcununbHbiMm - (C-18) rpynnamu. KonoHka paomkHa ObiTb
KOHAULMOHUPOBAHA Nepes HayanoMm aHanu3oB B TEYEHME HOYM C NOMOLLLIO 0,05 Mn/MUH noToka hasbl 75
% — 100 % aueToHUTpUN:BOAA.

MpedkonoHka C TeM >Ke HanoNHEeHWEeM, YTO U aHanUTUYeCKaa KOSOHKa, >KenaTenbHa, HOo
HeobA3aTenbHa.

KopnyckynsipHo-nyyeBoi MHTepdenc AomkeH obecneuuBaTb CHWKEHWE AABMEHUA A0 3HAYEHWA,
MOMHOCTLI0 COBMECTUMBIX C YCIIOBUAMM 9NEKTPOHHOM MOHM3aUum, o6ecnevnBas Npu 3TOM BbICOKWI YPOBEHb
nepeHoca aHanuTa B UCTOYHUK MOHM3auuun. Bce hoHOBbIE KOMMOHEHTLI, MMEIoLWMe Habnaaemble CUrHanbl

2



roCT 32531—2013

¢ maccamu 6onee 62 [la, 4OKHBI A@BaTb OTHOCUTENbHYH UHTEHCUBHOCTb NMOBOro u3 MOHOB He Bbile 10 %
pPerucTpupyeMbIX B CNEKTPax aHanuToB.

Macc-cnekTpomMeTp C MCTOMHMKOM WOHM3aLuKM SMEKTPOHaMU C HOMMHanbHOW SHepruen 70 3B,
CNOCOOHbLI CKaHMPOBATb AMana3oH Macc 45 — 500 a.e.™m. 3a 1,5 ¢ unu meHee.

Cucrema peructpauum n o6paboTkn AaHHbIX, CNOCOBGHAsA MHTErpMpoBaTk XpoMaTorpaduyeckme nuku,
NPOBOAUTL CTaTUCTUYECKYI0 06paboTKy pe3ynbTaToB rpagyupoBKN U BbIYUCHSATL COAEPXKAHME aHaNUTOB Mo
JaHHbIM rpagyvpoBKM.

Becbl nabopaTtopHble BbICOKOro knacca TouHocTu no FOCT P 53228.

LLinpuubl aHanUTUYEeCcKMe Ana XmMAKOCTHOW xpomarorpadum smectumoctbto 10, 50 n 100 mkn.

Munetku ¢ oaHon otmeTkon (Mopa) BmecTumocTbio 1 mn no MOCT 29169 ¢ norpewHocTbio £ 0,015

M.
IuneTkn rpagympoBaHHble BMECTUMOCTbIO 2 Ml no FTOCT 29227 ¢ norpelHocTeto £ 0,01 M.
Lununapel mepHoele 2-10 n 2-1000 no FOCT 1770 ¢ norpewHocTbio £ 0,1 1 £ 10 M COOTBETCTBEHHO.
Kon6bl mepHble 2-50-2, 2-10-2 no MOCT 1770 ¢ NOrpeLUHOCTbIO + 012 un % 0,025 mn

COOTBETCTBEHHO.

Il puMedaHne - D.OI'IyCKaeTCH npuMeHeHue Apyrux TUNoB cpencts VI3MepeHVII7I C METPOoSIOrM4ecCkumMun u
TEXHUYECKUMU XapaKTepUCTUKaMN HE HUXKe YKa3aHHbIX.

5.2 PeakTuBbl M MaTepuansbl

MetaHon ansa B3XKX (Hanpumep, HPLC grade, Merck) nu6o no [2].

OuxnopmetaH (METUNEH XNOPUCTLIN) YNCTOTON HE MeHee 99 %, HanpuMep X.4. Ana xpomarorpadum
no [3].

AuetoHutpun ans BEXKX (Hanpumep, HPLC grade, Merck) nu6o oc.u. no [4].

Boaa auctunnuposanHas no NOCT 6709.

Cynbdar HaTpus 6e3BOAHbIN, Y.4.a., no FTOCT 4166.

Crangaptbl 6eH3uguHa (4.4.a. no [5]) nubo GeHsuauHa aurmapoxnopuaa (4.4.a. no [6]), a Tawke
6eH3namnH-dg (M30TOMHO-3aMELLEHHbIV NO heHUNbHbIM KonbLam) (Hanpumep, 98 atom % D, Sigma-Aldrich).

ConsHas kucnota KoHueHTpupoaHHas no NOCT 3118.

BoccranaBnuBawwme areHTbl Ans XNOpMpOBaHHOW BOAbl: Cynbdut Hatpusa (FTOCT 5644) nubo
Tnocynedart Hatpus (FTOCT 244 wnu FOCT 27068), nubo apceHuT HaTpus (= 90 %, Aldrich).

Xnopug Hatpua (4.4.a. no FOCT 4233), auetat ammonus (FTOCT 3117), ruapokeug Hatpusa (FOCT
4328).

Ons nposeaeHus TBepaodasHOi IKCTPAKLUKN HEOOXOAUMBI:

- KapTPUAXXM U3 UHEPTHOro nnacruka (Hanpumep, MONUMNPONUIIEHA), HE CoAepXalne OpraHUYEcKUxX
3arpasHuTenen, nepexoasiumx B MetaHon. Kaptpuax AomkeH coaepXatb COPOEHT ¢ XMMUYECKU NPUBUTON
cdason Cis. Mpu npunoxenun cnaboro (~130 MM pT. CT.) Bakyyma 1 n BOAbI JOMKEH NPOXOAUTbL Yepes
KapTpuax npumepHo 3a 2 4. flonyckaetca 6onee BbICOKAsA CKOPOCTb MPOKAYMBAHUA BOAbI, €CNU NPU 9TOM
COXPaHAETCA BbICOKAsi CTENEHb U3BNEYEHUS aHANUTOB;

- 9KCTpaKUWOHHbIE aAuckn (Empore) — ToHkue punbTpbl ¢ Cig — MOAUDULMPOBAHHBIM CUNMKarenem
nmbo HeWTpanbHbLIM NONMCTUPONY/ AMBUHUNGEH3O0MbHLIM NONMMEPOM, BHEAPEHHLIM B T€(PINOH Mnu Apyromn
MHEPTHbIN MaTepuan. [IUCku HE JOMKHBI COAEPXaTb OPraHMYECKUX BELLECTB, Nepexoaamx B MeTaHon. 1 n

BOAbl AOSDKEH NPOXOAUTbL Yepe3 AUCK 3a 5 — 20 MWH NPU NPUNOXKEHNUU NOHWKEHHOTO (~ 660 MM pT. CT.)
NaBrieHus.
Mpumeuvanune — [onyckaercs npUMEeHeHWE peakTUBOB, W3rOTOBMEHHbIX NO APYrod HOPMaTWBHO-

TEXHUYECKON fOKYyMEHTaLMK, ¢ KBanudukaumen YNCTOTLI HE HUXKe YKa3aHHOMN.

5.3 BcnomorarenbHbie YCTPOUCTBA

BopoHKkM AenuTenbHble U3 XMMUYECKU CTOMKOro ctekna rpynnbl XC: B-1-2000, unu BO-2-2000, unu
BM-3-2000 no NOCT 25336, obopyaosaHHble nputepTbiMu kpaHamu no MOCT 7995 u TedhnoHOBbIMM
npobkamu.

Emkoctu ana orbopa npob BOAbI U3 TEMHOIO CTekna BMECTUMOCTbIO HE MeHee 1 n, eMKoCcTu Ans
XpaHeHus CTaHAApPTHLIX PaCTBOPOB BMECTUMOCTLIO HE MeHee 250 mn u He meHee 1 mn no [1].

Wcnaputens potauuoHHbiin UP-1M2 no [7].

Kon6bl KpyrnogoHHbie U koHM4eckne obbemamu ot 50 go 500 mnno MOCT 23932.

OunbTpbl M3 hunbTpoBanbLHon 6ymarn no FOCT 12026.

BakyymHasa konba BMECTMMOCTBIO HE MeHee 1 N u BOAOCTPYIHbIA HACOC ArNs OCYLUECTBNEHUN
TBepA0da3HON IKCTPAKLMHN.
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M pumeyaHune — [onyckaeTcsA NpUMeHeHne aHanoruyHoro BcCMOMOraTesibHoro o6opynoaaHv|ﬂ C
TEXHUYECKUMU XapaKTepUCcTukaMm He HUXe yKa3aHHbIX.

6 TpeboBaHus 6ezonacHOCTU

6.1 Ncnonb3yeMble B paboTe peakTuBbl OTHOCATCA K BewlectBaMm 1-ro u 2-ro knacca onacHoctu. Mpwu
pabote ¢ HummM Heobxoammo cobnogatb TpebGoBaHus 6e30NacHOCTU, YCTAHOBMEHHble Ansi pabor ¢
TOKCUYHBIMU, €4KUMU U nerkosocnnameHsaowmumucsa sewecrsamu no FOCT 12.1.005.

6.2 JkecnnyaTauua XMOKOCTHOrO Xxpomartorpadpa UM npoBeAEHWE COOTBETCTBYIOLUMX W3MEpPEHUn
TpebyloT cobntogeHnn npasun anektpobesonacHoctu B coorBeTcTBum ¢ FTOCT 12.1.019 n uHCTpyKUMEn no
akcnnyataumu npubopa.

7 TpeboBaHus K KBanuipukaumum nepcoHana

7.1 K npuroToBneEHUIO rpagymMpoBOYHbIX PacTBOPOB AOMYCKalOTCA nuua, uMmelowme Kesanudukauuio
XUMMKA, UHKEHEPAa- UMK TEXHUKA-XMMUKA U ONbIT paboTbl B XMMU4eckon naboparopum.

7.2 K BbINOMHEHUIO U3MEPEHUIA AOMYCKAIOTCA NULA, UMEIOLLME KBanuuKaLuIio He HUXEe UHXEeHepa-
XMMMUKA WKW XMMWKA, NPOLUEALUME COOTBETCTBYIOLLME KYpPChbl ODY4YEHMs U CTaXMPOBKY B nabopartopusx,
AKKPeaAUTOBAHHbIX HA BbINOJTHEHUE aHanNM30B C NPUMEHEHUEM HaACcTodLWero craHgapra.

7.3 Becb nepcoHan AOSMKEH NPONTU MPOBEPKY 3HAHWUI MO TexHuke 6e30nacHOCTU, B TOM Yucne npu
pabote B XuMM4eckoW nadopaTopuu, BkMo4as oOwme npaBuna paboTbl C €AKMMW U TOKCUYHBLIMM
BELLECTBAMM, NpaBmMma noxapHou 6€30nacHOCTU U NPOMbILLNEHHOW CAHUTAPUMN.

8 YcnoBus BbINONMHEHUs1 U3MEPEHUN

Mpu npuroToBrieHMM pacTBOPOB, MNOATOTOBKE NPOO M BLINOMHEHMM U3MEPEHUn cobnoaaloT
cneaylowme ycrnosus: Temnepartypa okpyxatowlero sosgyxa (20 £ 5) °C; atmocdepHoe aasneHue 84,0 —
106,7 klMa (630 — 800 MM pT.CT.); OTHOGUTENbHAS BIAXXHOCTb BO3Ayxa npu 25 °C Huxe 85 %; HanpsxkeHue B
CeTu NUTaHuA nepemeHHoro Toka (220 + 22) B.

Opyrve ycnosus naMepeHuin 40mKHbl COOTBETCTBOBATL MHCTPYKLMU MO dkcnnyatauuu npubopa.

9 NMoaroToBKa K BbINOSIHEHUIO U3MEePEHUN

9.1 MoaroToBka nocyAabl

Mcrnonb30BaHHYIO CTEKMSAHHYIO MOoCyay nepea AanbHenwuMm  ynotpedbneHuem  ononackusaiot
NPUMEHSIBLULMMCA pPacTBOPUTENEM W TLiATEenbHO MOIOT ropsiied BOAOW C COAOW, OMNOMacKUBaloT
BOJOMNPOBOAHOW, @ 3aTEM AUCTUNIIMPOBAHHOW BOAOW.

9.2 MpurotoBneHne pacTBopoB

MpuroToBneHne pacTBOPOB NMPOBOASAT B BbITSXKHOM LUKaddy Npu Temnepatype OKpyXalowero Bo3ayxa
18 °C - 22 °C.

9.2.1 UcxoaHbIN pacTBOp 6eH3uauHa

loToBAT pacTeop 6eH3uauHa B aLETOHWTpUNE BbICOKOW KOHUeHTpauuu. Ons atoro Hasecky 100 mr
GeH3nanMHa nomeLLalT B MEpHyIo konby Ha 50 mn, coaepxallyio ~25 Mn aueToHUTpUna, BCTPSIXMBAHUEM
nobuBaloTcs  pacTBopeHuss OeH3uauHa, 3aTeM  [OBOASAT PacTBOP [0 METKM  aueTOHUTPUIIOM |
nepemeLuMBaroT BCTpsaxusaHuem. Monyyalot pactBop 6eH3uamHa KOHLUEHTpaumeri 2 r/n.

B cnydyae wucnonb3oBaHua OeHsuauHa aurmapoxnopuaa o6s3aTenbHO NpPoOM3BOAAT NepecyeT
KOHLEHTpaLuu NONy4YEHHOro pacrTeopa Ha cBOOOAHOE OCHOBaHue. Hanpumep, npu ucnonbL30BaHUW HABECKU
100 mr BeH3uanHa aurnagpoxmnopuaa, cogepxaiyero 71,6 Mr cBo604HOr0 OCHOBaHUS, NPUBEAEHHBIM BhILLIE
cnocoboM nonyyaioT pactesop beHauamHa KoHueHTpauuein 1,43 r/n.

MpUroToBNEHHbIE PACTBOPBI XPAHSAT B MOPO3UILHOM KaMepe npu Temneparype Huxe 0 °C.

9.2.2 O60raieHHbIN pacTBOP U30TONMHO-MEYEHHOro CTaHaapTa

B eMkoCcTb U3 TEMHOro Crekna BMECTUMOCTbIO He MeHee 1 MR nuneTkon nomewaitr 1 Mmn
aueToHuTpuna W Haeecky 5 Mr 6eH3uauHa-dg, CMECb MNEepPEeMELLMBAIOT BCTPAXUBAHUEM A0 MOJHOIO
pacteopeHus. Mony4aloT pacTBOp KOHUEeHTpauuei 5 r/n (5 Mkr/Mkr).

PacTBOp XpaHAT B MOPO3NNLHOI kKamepe npu Temnepatype nmke 0 °C.

9.2.3 MpaaynpoBoYHbIe PacTBOPLI 6eH3uAUHA

FoToBAT Cepuio U3 WecTn KanubpoBOYHbIX PpaCTBOPOB OEeH3uAMHA B aUETOHUTPUNE B AMana3oHe oT 2
Ao 100 3HayveHun npepena obHapyxeHusi OeH3uaMHa MO UCMONb3yemMoMy MeToay. [nsi >KMAKOCTb-
YKMAKOCTHOW 3KCTPaKuMK 3TO AnanasoH 5 — 250 mkr/n.

4
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B MepHble konObl Ha 10 MA, coaepXaliue NPUMEPHO MO 5 MN AUETOHMTPUNA, C NOMOLLLIO LWNpUUa
BHOCSIT pacCYMTaHHble 00bLEMBbI UCXOAHOrO pacTesopa GeH3uauHa. [lOBOAAT pacTBOPLI ALETOHUTPUIIOM A0
METKM M nepemeLumBailoT BCTpaAxuBaHuem. [lpumep pacdeta ob6bema MCXOAHOrO pacTBopa npu
NPUroTOBNEHUM rPagyMpOBOYHbIX PACTBOPOB NPUBEAEH B Tabnuue 1.

Tabnuua 1-TlpuMep XxapakTEpUCTUK rPaayMPOBOYHBbIX PaCTBOPOB BEH3nauHa

Ne KoHueHTpauus Obbem KoHeuHbIi 06beM KoHeuHas koHUeHTpayma
pacTtBopa UCXOAHOro pacrteopa UcxogHoro pacTtBopa, Mn 6eH3M,qI/IHa
6eH3ngunHa (B pactBopa Mr/n
nepecyere Ha GeH3nguHa, MKn
cBobogHoe ocHOBaHUe),
rn
1 2 12,5 10 2,5
2 2 313 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

MpuroToBneHHbIE PACTBOPbI XPAHAT B MOPO3UITLHOW KaMmepe npu Temneparype Huke 0 °C.

9.2.4 NpagyMpOBOYHbIe PAaCTBOPLI ANl METO4A U3OTONHOIO pasbaBneHus

pagympoBOYHLIE PACTBOPLI ANS METOAA M3OTONHOrO pazbaBneHus rotoBAT cnOCoO60OM, aHaNOrMUYHbIM
9.2.3 (ucnonb3ys MepHble konbbl BMECTUMOCTbLIO 10 M), Nnepen AoBeaeHuem o6bema Ao MeTku gobasnsas kK
Ka>xgoMmy rpaflyupoOBOYHOMY pPacTBOPY pPaCCUMTaHHOE KONMMUYECTBO pacTtBopa OeH3mauHa-dg no 8.2.2.
KoHueHTpauuss 6eH3manHa-ds B KOHEYHBIX pacTBOpax AOMMKHA COCTaBnaTb 25 — 50 3HauyeHwii npegena
obHapyxeHus OeH3uguHa AnA JaHHOro MeToaa, Hanpumep 25 Mr/n npu UCNONb30BaHUM KUAKOCTb-
XUAKOCTHONM 3kcTpakuyuu. lMpumep pacyera 00bLEMOB NMpU NPUrOTOBMEHUU FPAAYUMPOBOUHBLIX PaCTBOPOB
npuseaeH B Tabnuue 2.

Tabnuuya 2 — MNpumMep xapakTepucTUK rpagyMpoBOYHbIX pacTBOPOB BEH3uaUHA ANA MeToAa U30TOMHOIo

pasbasneHus

Ne KoHueHTpayus Obbem KoHueHT- PBbem pactBopa| KoHeuHblid | KoHeunas KoHeuHas
pacT- ucxogHoro ucxogn- pauus 6eHanguHa-ds, o6beM  |KOHUeHTpauu| KoHUeHTpa

Bopa pacTsopa Horo pacTteopa MKI1 pacTtBopa, Mr|st 6eH3uguHA, uus
BeH3navHa (B | pacTtBo-pa GeHangu- mr/n GeH3ngunHa

repecyeTe Ha BeHaun- Ha-dg, Mr/Mn -ds,

csobogHoe OWHa, MKN mr/n

OCHOBaHWe), r/n

1 2 12,5 5 50 10 25 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 NMoaroroBka NPpUGOpPa K BLINOSIHEHUIO U3MEPEHUNA

BkniovaloT u HacTpauBaloT xpoMartorpad B COOTBETCTBUM C MHCTPYKUMEW MO 3Kcnayatauuu u
onucaHueMm, npunaraembiMu Kk npubopy. YcraHnaesnusaioT pabouume napameTpbl, Heobxoaumble AnA
nposeaeHUn usMepeHnin. Paboune napameTpbl NPUOOPOB AOIMKHLI ObITb NOCTOSAHHBLIMU MPU U3MEPEHUU BO
BCEM AWanasoHe KOHLEHTpaLui.

Mepea Havanom paboTtbl MOXeT ObiTb NpoBeAeHa ONTUMMU3AUMS NPOMyCKaoWENR CnocoGHOCTU
nHTepdeica, YyBCTBUTENLHOCTUM U CTAabUNBHOCTU paboTbl CMCTEMBbI C UCMONbL30BAHWEM KanMBPOBOYHOIO
pactBopa 6eH3uauHa cpeaHeii KOHUeHTpauun. HaiigeHHble paboune napameTpbl NpuGopoB A0MKHbI ObITb
NOCTOSHHBIMU MPU U3MEPEHUU BO BCEM JWANA30HE KOHLEHTpauuii. MNpumMepHble HavanbHble HaCTPOWKK
NpUBEAEHbI HUXE.

9.3.1 YcnoBua usmepeHua ana xpomarorpadga

3nioenThl: noagswxHas ¢asa A — 7525 obbem BoAa aueToHuTpun, noaswkHaa ¢asa B -
aueToHUTpUn.

FpaguenT anouposaHus: 0—1 muH — 25 % casbl B, 1-30 MuH — 25 % — 70 % cha3sbl B.

MoTok raza mobunbHoi dasbl: 0,3 MN/MUH.

OGbvem BBOAUMOTO pacTBopa (3KCTpakTa): 5 MKI.
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Mpu Takmnx ycnosmax cpeaHee BpeMs yaepiusanus 6eHsmauHa ¢ konoHkon Waters C18 Novapak 15
cM X 2 MM cocTtaenset 4,3 muH Ha xpomatorpade Hewlett-Packard 1090 u 4,9 mun Ha xpomartorpacde
Waters 600 MS.

Temnepatypa AeconbeaTUpyioLLEei kamepsl: 45 °C — 80 °C.

9.3.2 YcnoBusa usmepeHus ans Macc-Cnekrpomerpa

TemnepaTtypa MOHHOTO CTOYHMKA: 250 °C — 290 °C.

HoMuHanbHasA aHeprusa anekTpoHoB: 70 3B.

CkaHMpoBaHue: 62 — 465 a.e.M. CO CKOPOCTbIO 0,5 — 1 ¢ .

9.4 NpagyupoBka

9.4.1 M'pagyMpoBKa ¢ BHEWWHUM CTAaHAAPTOM

MpagynpoBKky npubopa OCYLLECTBAAIOT HENOCPeACTBEHHO nepes M3MEPEHUSMW KOHLIEHTpauuu B
npoBax B Hayane kaxgoro pabouero AHA. Mcnonb3yloT noaBWXHYIO ha3y U3 TOW XXe eMKOCTH, 4To Oyaer
MCMonb30BaHa Janee Ansi NPOBEAESHUSA aHANUTUYECKUX UBMEPEHUIN U KOHTPONA Ka4ecTBa N3MEepPEHUN.

MpoBogAT aHanus no 20 MKM NATW rPagyUMPOBOYHLIX PACTBOPOB B CIy4alHOM MOPSAKE UMK B NOPSAAKE
BO3pacTaHua KOHLUEeHTpauun, onpeaensioT nnowaan nukos Ha xpomarorpammax (Aci: Acy — Acs) M BpemeHa
yaepxusanua QoM iz,

[na kaXxxaoro naMepeHns pacc4UTLIBAIOT hakTop oTknuka RF; no opmyne

— ACi 1
P = , M
(Ci 'V)
rae Ci — KOHUEeHTpaums i-ro kanmbpoBOYHOrO pacTBopa, MKI/MT;
V — BBeAeHHbIN B xpomaTtorpad oonvem (0,005 mn).

B panbHeiiluMx pacyeTax MCMONb3YIOT cpeaHeapudMeTUdeckoe 3HadeHue RF, OTHOCSLEecs K
MOSTHOMY AManasoHy U3MEPSEMbIX KOHLEHTPaLMA:

SRE
RF _i=l .

cp

@
n
Takke paccyuTbIBalOT cpefHeapuMeTU4eckoe 3HaYeHNEe BPEMEHN Y EePXXMBAHUS.
3areM  paccuuTbIBalOT  CpeAHeKBajpaTudeckoe  (CTaHgapTHOe)  OTknoHeHMe (CKO) wu
COOTBETCTBYIOLLEE OTHOCUTENBHOE CKO chakTopa OTKNuKa:

n

Z(RE _RFFIP)Z _

CKO == ©®

n—1

CKO:CKO

x100 %

OTHOCUTENbLHOE
p
3HaueHusa oTHocuTenbHOro CKO He AomkHbl npesbiwath 15 %.
9.4.2 N'pagyMpoBKa C U30TONHbIM pa3baBneHneM (ONLMUOHANbLHO)
AHanornyHo 9.4.1 aHanu3upyioT LIecTb KanubpOBOYHLIX PAaCTBOPOB, coaepXawmx 6eHauauH-dg
(9.2.4). PeructpvpyioT nnowaan NuKoB, NepPeCcTPOEHHbIX MO MOHY C m/z 184 (6eH3naun) A, u NO UOHY C NM/z
192 (6eH3nanH-ds) Ay, BBIYUCTIAIOT OTHOCUTETbHBIE (haKTOPbI KarnMbpOBKU RFigr:

RE = Aci'Cdi
(Adj ) Ci 'V) , @

roe Cqi — KOHUeHTpauua 6eH3ananHa-ds B i-M kKanmbpoBOYHOM pacTBOpE, MKI/T;

Ci — KOHLEeHTpaunsa 6eH3uanHa B i-M KanubpoOBOYHOM paCTBOPE, MKI/M;

V — BBeAeHHbIV B xpomaTtorpad) o6bem (5 Mkn).

BbluncnsioT cpeaHeapudmeTuyeckoe sHayeHme akropa kanmoposku RFp ory aHaNorn4Ho 9.4.1.

10 MoaroToBka 06pa3LOB Arnsi U3MEepeHUNn

10.1 NMpo6ooT60p

Mpobbl oTbupalor no [OCT P 51592. [ononHuTenbHO PYKOBOACTBYIOTCA CreaylowymMm
TpebGoBaHuaAMM.

Mpobbl OTGMPaT B 4YMCTbIE CKISIHKM W3 TEMHOTo crekna. CknsHku ¢ npoBamm BoAbl CHabxaioT
STUKETKAMM, Ha KOTOPbIX YKa3biBAOT HOMEP W BuA Npobbl, Aaty U MecTo oTGopa. CKMSAHKM NAOTHO
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3aKpbIBAIOT Kpbilukamu nmbo npobkamu, CTapascb YMEHbLMTbL BPEMS KOHTakTa npob ¢ BO34yXOM, a Takke
nsberas BCTpAXuBaHuA 06pasLioB.

B kaxxgoii Touke otbopa oTbupalotT He MeHee ABYX Npo6 BoAbl 06LEMOM He MeHee 1 n.

Mpo6bl MOXHO XPaHUTL 10 NATW AHEN Npu Temnepatype ot 0 °C ao 5 °C B 3aWMLLIEHHOM OT CcBETa
mecte. [lononHuTenbHas KoHcepBauua He TpebyetcA. [loarotoBky npo6 npoBoAgAT npu TemnepaType
okpyxatwowero sosgyxa 18 °C — 22 °C. Mepen o6paGotkoii no 10.2 npoBbl BLIAEPKUBAIOT NPU 3Tl
Temneparype He meHee 1 4.

B cny4ae xnopupoBaHHbIX 06pa3sLoB BOAbI K kKaxkgoMy nutpy npobbl go6asnsiot 40 — 50 mr cynbduta
HaTpuA, TUOCYNbarTa HaTPUA UMM apceHUTa HaATPUA U NePEeMELLMBAIOT A0 NOMHOTO PaCTBOPEHUA.

10.2 XKuakoCTb-XUAKOCTHAA IKCTPAKLUA

Momewator oGpasey, BOAbI B MEPHbLIM UMAMHAP, 3anucbiBaloT o6bem npobbl Vi, 3aTtem obGpasey
NEepPeHOCAT B AENUTENbHYI0 BOPOHKY BMECTUMOCTLIO 2 1. pH npo6bl aoBoaaT Ao 7,0 goGaBneHuem ConstHOM
Kkucnotol nMGO BOAHOTO pacTBOpa rUAPOKCUAA HATPUS, KOHTPONMPYA 3HaveHue pH ¢ nomoLIbIO
anekTpoHHoro pH-metpa. [oGasnsior 100 r xnopuga HaTpus W BCTpAxuMBaHMEeM A06GMBAIOTCA €ro
pacTBOpEHUSA.

BHoOCAT B AgenuTenbHYI0O BOPOHKY 60 MN AMXNOpMeTaHa, BCTPAXMBAIOT B TEYEHWE 5 MUH, NO3BONAIOT
CMeCU paccnouTbCAa W OTAENAIOT CRon auvxnopmetraHa B KkonOy. [MoBTOpAOT a3kcTpakuuio 60 mn
aAuxnopMetaHa u ob6beauHAIOT opraHuydeckue dasbl. O6GbeauHEHHYI0 OpraHuyeckyilo dasy nponyckaioT
yepes cnoi 6e3pogHoro cynbdata HaTpus Ha OymakHoM (unbTpe, 3aTeM NPOMbIBAOT cnoi 20 mn
anxnopmMeTtaHa. O6bLeAMHEHHYIO OpraHuveckyto ¢asdy NoMeLaioT B KPYrnogoHHYIO konby u ynapusaioT Ha
pOTALMOHHOM MCnapuTene npu HeBbicokoh (25 °C) Temnepatype A0 o6beMa ~ 2 MN, OCTaHABAMBAIOT
ynapusanue, gobasnsatr 20 Mn mMeTaHona W ynapuBaloT pactBop aanee ao obvema ~ 2 mn. Ecnu
MCMONb3YIT METOA U30TOMHOro pasbasnenus, poGaenaiot 10 Mkn pacTBopa W30TOMNHO-MEYEHHOrO
GeH3uaMHa no 9.2.2 u nepemewmBaloT BCTPSXMBAHMEM. WM3MepaloT o6bem octatka € NOMOLLBIO
rpagyMpoBaHHON NUNETKMU, 3aMUCLIBAIOT MNONYYEHHBIN pesynbTar.

10.3 TeBepaodasHan 3KCTpakumna

MomewatoT o6pasey BOAbI B MEPHLIN LMNMHAP, 3anucbiBaloT obbem npobbl Vi, 3atem obpasel
NEepPeHOCAT B AENUTENbHYI0 BOPOHKY BMECTUMOCTbIO 2 n. pH npoGbl aosoaaTt go 7,0 aHanormyHo 10.2.
Ho6GasnstoT 0,77 r auerata aMMOHUSI U BCTPAXMBAIOT 40 PACTBOPEHUA.

KapTpuax ¢ copGeHTOM NpUCOeaUnHSAIOT K BakyymHOW konGe. MpombiBaloT kapTpuax 10 mn metaHona.
OG6pasel BOAbl HAHOCAT Ha KapTPUAXK Tak, uToObl oOpasel, MOMHOCTbIO NOKPbIBan COpPOEHT, BKMOYaloT
cnabsbiin (~130 MM pT. CT.) Bakyym 1 nepuoamnyecku npubasnsior o6pasew, no mepe NpoxoXaeHus ero yepes
KapTpumk. [locne OKOHYaHMA nNpoOXoXaeHus obpasya nNPOMbLIBAIOT BOPOHKY M kKapTpumk 10 mn
OUCTUNIIMPOBAHHON BOAbI. 3aTeM KapTPUK OTCOEANHSAIOT OT BAKyyMHOW KOMObl 1 NpUCOeauHAIOT K konbe —
npueMHuKy obpasua. OnonackMBaloT UCMOMb30BAHHYIO AENUTENbHYI0 BOPOHKY 15 Mn MeTtaHona u aTum
METaHOMOM B ABE MOpuuMu no 7,5 Mn anoupyioT aHanuTbl ¢ KapTpumka. OObeAWHEHHbIW 3MI0aT MOXHO
ynaputb Ha poTauMoOHHOM wucnaputene Ao obvema ~ 2 mn. Ecnu wmcnonb3yior MeTog M30TOMHOrO
pasbaeneHus, gobaenaoT 10 MKn pacTBOpa M30TOMHO-MEYEHHOro 6eH3uamHa no 9.2.2 U nepeMeLumBaloT
BCcTpsixuBaHneM. KoHeuHblli o6beM obpasua M3MEpSIOT C MOMOLIBIO [PaAyUMpOBaHHON MUNETKU WU
3anncbiBatoT.

B cnyyae ucnonb3oBaHus copOupyloLlero Aucka AUCK NOMELLAIT B (PUNLTPOBAmNbHYIO BOPOHKY,
HaHOCAT HebOombLUOe KONMWYEeCTBO MEeTaHona M He MNO3BOMSIIOT AUCKY BbIChbIXaTb HA MNPOTSDKEHUM BCEro
npoLecca 3KCTpakUMn U 3ronpoBaHnA. SKCTPAKLUMIO BLIMOMAHAIOT aHAaNorMyHo OnuCaHHOW BbilLe npoueaype
ANs KapTpuaken, ucnonedys cnabbii (~660 MM pT. CT.) BakyyM. OnioupoBaHue OeH3uauHa C Aucka
OCYLLIECTBNAOT TPEMSA anuMKBOoTamu Mo 5 Mn MeTaHona: UCMNOMb30BaHHYIO AENUTENbHYI0 BOPOHKY
NPOMBIBAIOT 5 MI MEeTaHona, 3TOT METaHOS NEPEHOCAT Ha (PUNbLTP, NPOKA4YUBAIOT NPUMEPHO MOSOBUHY
obbema MeTaHomna C MOMOLLbIO NOHMKEHHOTO AaBFIEHUS], 3aTEM NOHWKEHHOE AaBreHUe OTKMIoYaloT U JaloT
ANCKY NOCTOATbL Noa cnoem MeTaHona 1 MWH, 3aTéM CHOBA NOAKIIOYAKT BAKyyM U NponycKakoT OCTaTOK
mMeTaHona. O6beaANHEHHBIV 3MI0AaT OT TPEX NPOMbIBAHWUIA MOXXHO YNapuTb HA POTALMOHHOM MUcnapuTene Jo
obvema ~ 2 mn. Ecnu ucnonb3yloT MeToa M30TOMHOro pasbasnenusa, poBaensior 10 Mkn pacreopa
N30TOMHO-MEYEHHOro 6eH3auanHa no 9.2.2 n nepeMeLmBaloT BCTpsxuBaHMeM. KOHeuHblli obbem obpa3sua
U3MEPSIOT C NOMOLLILIO FPaAyUPOBAHHOW NUMNETKN U 3aNUCLIBAIOT.

11 BbIinonHeHue U3MepeHnn

M3mepeHuss NnpoBOAAT B TEX e YCMNOBUSIX U B TOW K& MOABWXKHOW ha3e, B KOTOPbIX NpOBEAeHa
rpagyvposka npubopa (9.4). ins 3aToro 5 MKN 3KCTPaKTa, HaXOASILLUErocs NMpuM KOMHATHOW TeMmneparype,
BBOAAT B XMAKOCTHbIN XpomaTtorpad, peructpupyioT nony4YeHHble BpEMEHA yAEMKUMBAHUS U NNOLLAAN BCEX
NUKOB Ha XpomartorpaMmme.
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Habniopaemoe BpeMsi yAepKUBaHUA [OJDKHO HaxXOAUTbCA B MHTepBane * 10 ¢ OT cpeaHero I,
MONYYEHHOro AnA rpagyvmpoBOYHbIX pacTBopoB B 9.4, nuboO B WHTepBane Mexay MakcumarnbHbIM W
MUHUManbHbIM {r; B 9.4.

BbluncnsioT koHUueHTpauuto Cs 6eH3nanHa B onpegensiemomM obpasue:

A -V,
CS:(RFSVIV)’ ©
fi¢ s i

rae Vi— KoHeuHblln 06bem akcTpakra (0,002 n);

Vs — 06beM MCnonb30BaHHOM ANA 9KCTPaKuuM npobel (1 n);

V; — BBeZ€HHbIN B XxpomaTorpad ob6bem (5-10‘6 n.

B cnyyae ncnonb3osaHua meToAa U30TONHOrO pas3BaBrneHuss KOHUEHTpauuto 6eH3ananHa BbIMUCHSIOT,
UCroNb3ys OTHOCUTENbHbINA hakTop KanMBpoBKkU RFq, ory, NNOLLRAL CUTHANA AeTepUPOBaHHOrO BeH3ngnHa
Ha 9KCnepuMmeHTanbHOW XpomarorpamMMe Ay U U3BECTHYKO 3apaHee KOHueHTpauuio GeHsmauHa-dg Cy B
obpasue:

C — As i Cd ) I/f

RF::p.OTH ' I/s ' I/l X (6)

12 OchopmneHue pe3ysibTaToB U3MEPEHUN

PesynbTaT namepenus cogepxanus Qe npeacrasnsaoT B CreayowemM suae:

(Cs +0,15- CS) MKI/11. %)

13 KOHTpOsb norpewHocTn

13.1 MpoBepka 4yBCTBUTESNILHOCTH XpomaTtorpada

Mpu NOAO3pUTENBHBIX Pe3ynbTaTtax U3MEPEHU U pe3KoM YMEHbLLEHUN PErMCTPUPYEMbIX CUTHarNoB
NPOBEPAOT YYBCTBUTENBHOCTL Mpubopa no rpagyMpoBOYHOMY paCTBOPY C HAaUMEHbLUEH MacCOBOW
KOHLUEHTpaLuueih B yCnoBuax n3mepeHui, ykasadioix B 10.4. OTHOLWEHUE curHan/wym Ans onpeaensemoro
coeaMHeHus1 JOMKHO ObITb He meHee 10:1. UyBCTBMTENBHOCTE NpuBopa BOCCTaHABNMUBAIOT B COOTBETCTBUM
C pekoMeHaaLuusaAMm, U3NOXKEHHBIMW B PYKOBOACTBE NO €ro aKcnnyatauuu.

13.2 KoHTpOnbL NOMEeX No pe3ynbTartam XOsIOCTOro onbiTa

XonocTou onbIT NPOBOAAT C ANCTUNNUPOBAHHON AerasupoBaHHO BOAOW Yepes kaxabie 10 — 20 npo6,
yT0ObI YOEaAUTLCA B OTCYTCTBUM 3arpsA3HEHUIA U NOMEX, UCTOYHUKAMM KOTOPbLIX MOTYT BbITb M3MEpPUTENbHANA
CcUCTeMa, peakTuBbl U MaTepuans.

Mpoba B xOnocTom onbiTe AomkHa ObITb NpoBeeHa 4epe3 BCe COOTBETCTBYIOLLME CTaauM
npoBonoAroToBKM M aHanusa.

B cnyyae oOHapyXeHus 3arpsisHeHWi, NPOSIBIAIOLMXCA B NOSIBNEHUM curHana OeH3uauHa Ha
XpoMarorpamme no UoHy ¢ m/z 184 npu NnoaxoAaLIEM BPEMEHU yAEPKUBAHUSA C OTHOLLEHUMEM CUTHAM:LLYM,
npesbiwaommM 3:1, onpeaensiloT UCTOYHMK MOMEX, KOHTPONUPYA UCMNOMb3yeMbleé peakTuBbl U NpoBepsisi
yCMOBUS NOArOTOBKM NPO6 1 NPOBEAEHUA N3MEPEHUIA.

13.3 NoaTBepxOeHne KaNUGPOBKN

Mepuoanyeckn (kak MUHUMYM, Kaxabiin pabounit AeHb) HeoBX0AUMO NPOBEPATL TOYHOCTL HAYanbHOM
kanubpoBku BO nzbexxaHue apenda nokasartenen asoTHo-pochopHOro aeTekTopa.

Ona 3T0ro npoBOAAT aHanu3 TPETLEro UMW YETBEPTOro U3 LLECTU KanMOpPOBOYHLIX PACTBOPOB.
Bbluncnsior Ans Hero 3HaveHue aktopa otknuka RFy aHanoruyHo 10.4.

Ecnu pasHoctb D no oopmyne

RF,, - RF,
D=—""——100 % 8)
cp.
He npesbiwaeT 15 %, aHanu3 o6pasuoB MOXeT ObiTb NPOAOIDKEH, B NPOTMBHOM cny4vae Tpebyetcs
3aHOBO NPOBECTU KanuOpoOBKY MeToAa.

13.4 KOHTPOsb NPaBUNLHOCTU METOAOM [06aBOK

KoHTpons npoBOAAT ANA YCTAHOBNEHUA BO3MOXHOCTU BbLINONHEHUA B JAaHHON nabdoparopun
M3MEpPEHUn C MPUEMNEMON TOYHOCTbIO U AO0CTOBEPHOCTbIO. KOHTponb HeoGxoaAuMO npoBOAUTL 4Yepes
kaxable 10 — 20 aHanM30B NpUpPOoAHbLIX 06pa3sLoB NMGO He pexe OQHOTo pa3a B MeCcsL,.
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[na KOHTpONSA K YeTbipem npobam AUCTUNNUPOBAHHON Aera3upoBaHHON BOAbI 400aBMAOT pacTeop C
BbICOKOW KOHUEeHTpauuei 6eH3uaumHa (cm. 9.2.1), 4toObl nonyyuTb KOHUeHTpauuu ~ 10-50 npenenos
obHapyxeHus metoga (25-125 MKr/n Ana >KMAKOCTb-XMAKOCTHOW 9KCTpakuumn). Hanpumep, k npobam
o6bemom 1 n gobasnawT no 50 mkn pacTteopa 6eH3nanHa KoHUeHTpaumen 2 r/n, YTobbl NONy4YnTb pacTBop
KoHueHTpauuer 100 mkr/n. OnpeaensaioT cogepxxaHue 6eH3ngmHa B yeTbipex anuksotax no 10.2 nuéo 10.3
n 11 1 gna kaxaow npobebl NoNy4atoT pesynbTathl namepexni Cs.

Ona kakaon npobbl BbIMMCAAIOT CTENEHb U3BNeYeHnss R 6eHsmanHa

R= & -100 %, 9)
C,

rae C, — TeOpeTM4eckn BbIYMCNEHHOE coaemkaHue 6eHsmanHa B npobe.

Bbluncnsiot cpeaHee 3HayeHne cTeneHn U3BneyveHnss Ry, 1 OTHOCUTENbHOE CTaHAAPTHOE OTKNOHEHNE
creneHn ussnevenus (no dhopmynam B 9.4). 3HaveHne R, LOMKHO HaxoauTbCa B npegenax 30 % — 130 %,
OTHOCUTESNbLHOE CTaHA4apTHOE OTKMOHEHWE CTEeNeHu W3BMeYeHus He AO0mkHO npesbiwatb 30 % (npwu
JoBepuTenbHOM uHTepeane 0,95). Ecnu  pgaHHble ycnoBus HE  yaOBRETBOPSAIOTCH, Heobxoaumo
NPOUHCNEKTMPOBAaTL pabounit NPOLECC, YCTPaHUTL BbISIBMIEHHbIE OLUMOKM W NOBTOPUTb KOHTPOMb METOAOM
nobaBok.
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[1] TY6-19-45  CknAAHKM TONCTOCTEHHbIE C NPUTEPTbIMU Npobkamu. TexHU4eckue ycnosus

[2] TY 6-09-1709—77 MeTaHon (METUNOBLIN CIMPT) XMMUYECKU YUCTLIN ANA XpomaTorpadumn

[3] TY 6-09-2662—77 MeTuneH xnopucTbii (AUXNOPMETaH) ANns Xpomarorpadun XMMUYECKN YUCTbIN
[4] TY 6-09-14-2167-84 AueToHuTpun (0c0601 YNCTOTLI AN XKUAKOCTHON XpomaTtorpaduu)

[5] TY 6-09-4221-76 BeH3anauH

[6] TY 6-09-4222—76 BeH3nauH CONSTHOKUCTbIN

[7]1 TY 25-1173.102-84 WcnapuTtenb poTaumoHHbii MP-1M2. TexHuyeckue ycnosus
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