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MNpepucnosue

Lienn, ocHOBHble NpMHLMMbLI 1 06LMe npasuna NposeAeHNa paboT No MexXrocyAapCTBEHHON cTaHaap-
Tn3auum yctaHosneHol FOCT 1.0 «MexrocygapcTBeHHas cucrema ctaHgaptmsaunmn. OCHOBHbIE MOSTIOXEHNA»
n rOCT 1.2 «MexrocygapcTBeHHas cucteMa cTaHgaptusaumu. CtaHfapTel MeXrocyaapCTBeHHble, rnpasu-

na n pekomeHgauuu no Me)KFOCMCI,apCTBeHHOI?I cTaHpgapTtusaunn. MNpasuna pa3p360TKVI, NPUHATNA, o6HoBnNE-
HUA N OTMEHbI»

CBefleHna o cTaHgapre

1 PASPABEOTAH depeparnbHbiM GHOMKETHBIM YUpeXAeHNneM 34paBooxpaHeHns «Poccuiickuii pernctp
noTeHUManbHO ONacHbIX XUMUYECKNX N B1oornyeckux Bellects» degepasnbHoli cyxbbl no Hag3opy B cde-
pe 3alWuTbl NpaB noTpebuteneli n 6narononyuns yenoseka (PBY3 «Poccuiickuii perncTp NoTeHuuanbHo
OnacHbIX XMMUYecKkux n bruonornyeckux selects» PocnotpebHagsopa); PegepasibHbIM roCyAapCTBEHHbIM
YHUTapHbIM Mpeanpustnem «Bcepoccuiicknii HayyHO-MccnefoBaTebCKUn LeHTp cTaHgapTusauum, nHdop-
MaLuu 1 cepTudmkaLmm coipbsi, MaTepuanos 1 Bewwects» (Pryrn «BHULICMB»)

2 BHECEH ®epepasibHbIM areHTCTBOM M0 TEXHWYECKOMY peryimpoBaHuio U MeTposiorum

3 MPUHAT MexrocyaapCTBeHHbIM COBETOM NO CTaHAapTu3auuu, MeTposiorm n ceptudukanmm (npo-
TOKOM OT 14 HoA6psa 2013 r. Np 44. npunoxeHue No 24)

3a NpuHATME NPOros10CcoBasIn:

KpaTKOe HanMeHoBaHue CTpaHbl KD,C( CTpaHbl Coxpaw,eHHoe HaMMeHOBaHWe HaynoHanbHONo opraHa
no MK (MCO 3166)004-97 no MK (MCO 3166)004-97 no ctaHgapTunsayum
ApmMeHus AM MunH3KOHOMUKM Pecny6nukn ApmeHus
Kuprusumsa KG KbipreisctaHgapt
Poccus RU PoccraHgapr
TamKukmuctaH T TamkukctaHgapt
Y36ekncraH uz Y3ctaHgapt
4 Mpukaszom ®PenepasibHOrO areHTCTBa Mo TEXHUYECKOMY PeryimpoBaHuio 1 MeTposiormm ot 22 Hos6ps

2013 r. No 817-cT MexrocygapcTBeHHblli ctaHgapT FOCT 32531—2013 BBefeH B AelicTBME B KavyecTBe Ha-
uuoHanbHoro ctaHgapTta Poccuiickoli depepaunm ¢ 1 asrycta 2014 r.

5 BBEJEH BMNEPBbIE

6 NMEPEN3JAHUNE. CeHTs6pb 2019 1.

MHdopmanmsa o BBegeHuM B aelicTBue (MpekpalleHun aeiicTBYSA) HacTOoSALWEero craHgapTa u nsme-
HEHWIN K HEMY Ha TeppuTOpMM YKa3aHHbIX Bbille FocyfapcTB Ny6nKye TCA B yKasaTenax HaunoHas bHbIX
CTaHapTOoB, U34aBaeMbIxX B 3TUX FOCYyAapcTBax, a Takke B CeTH MIHTepHeT Ha caiiTax cooTBeTCTBY-
IOLLMX HaUMOHa/IbHbIX OPraHoB No cTaH4apTu3auun.

B cnyyaB nepecMoTpa, M3MEHEHNS WM OTMeEHbl HAaCTOSALWEro cTraHgapTa CooOTBe TCTBYHOLWAA UH-
hopmauumsa 6yaeT ony6anKoBaHa Ha ohuLmasibHOM UHTeEpPHeT-caliTe MexXrocyfapcTBEHHOIO coBeTa no
cTaHfapTu3auumn, MmeTposorny n cepTudukaumm B kaTanore «MexrocyfapcTBeHHblE CTaHapTbI»

© CraHpapTuHdopM, ochopmieHmne. 2014, 2019

B Poccuiickoilt ®efiepauumn HacTosWmii cTaHAapT HE MOXET 6biTb MOIHOCTHIO WK
YyacTMYHO BOCMPOM3BEAEH, TUPAXMPOBaH U PacnpocTpaHeH B KauecTBe ohMuUManbHOIO
usgaHus 6e3 paspelleHns GefepasibHOMO areHTCTBa No TeXHUYECKOMY PerysimpoBaHuio
1 METPO/IOTK
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M E X T OCUY A4 APCTUBETHH®bB W CTAHAOAPT

BEH3VNAVH

M3MepeHne KOHUEHTpauumn 60H3nAMHA B BOAE C NOMOL b XUAKOCTb-XUAKOCTHOW 3KCTpakuum
unu TBepaoasHoin aKCTpakyum 1 ob6paLoHHOa30Bo BbICOKOI( (PEKTUBHON XUAKOCTHOW
XpomaTtorpadum/KopnyckysipHO-/1y4eBOro nHTepgeiica/macc-cieKTpoMoTpun

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

Jata BBefeHns — 2014—08—01

1 O6nactb NPUMEHEHUA

Hactoswwmii ctaHfapT ycTaHaBnuBaeT npoueaypy M3MepeHust MacCoBOW KOHUeHTpauun 6eH3nguva
(4.4'-pnamnHogudbeHunna) B npobax Bogbl C NpefenioMm 06HapyXeHns B KOHEYHOM 3KCTpakTe 2,5 MKr/n (avana-
30H N3MepseMbIX KOHLeHTpauni 5—250 MKr/1) METOAOM XNAKOCTb-XUAKOCTHOM 3KCTpaKLMn/BblcOKOahdek-
TUBHOW XWUAKOCTHON XxpomaTtorpadmu/macc-cnekTpoMeTpum uam ¢ npegenom obHapyxenus 5,3 Mkr/n meto-
[0M TBepAoda3HOoN aKCTpaKkLMn/BbiCOKOIMEKTNBHON XNAKOCTHON XxpomaTorpadmmn/macc-cnekTpoMeTpun.
Takue pesynbTaTbl 4OCTUTAOTCA NpY 06beMe anunkBoThbl obpasua 1 a1 n KoHeYHoM o6beMe akcTpakTa 0,5 mn,
TO eCTb NPU KOHLLEeHTpupoBaHun o6pasua B 2000 pas.

2 HopMaTunBHbIe CCbIJIKK

B HacToALeM cTaHAapTe UCMONb30BaHbl HOPMATUBHbBIE CCbISIKW Ha Crefylolme cTaHfapThbl:

FOCT 12.1.005 Cuctema ctaHgapToB 6e3onacHocTu Tpyga. Obwme caHuTapHo-rurneHnyeckne tpebo-
BaHWA K BO34yXy paboueii 30HbI

FOCT 12.1.007 Cuctema ctaHfapToB 6e3onacHocTu Tpyaa. BpegHble BewecTBa. Knaccudukaums u
o6wwune TpeboBaHnsA 6esonacHOCTM

FOCT 12.1.019 Cuctema ctaHgapToB 6e3onacHocTv Tpyfa. dnektpobesonacHocte. Ob6wme Tpebosa-
HMA 1 HOMEeHKNaTypa BUA0B 3alinTbl

FOCT 244 Hatpus TuocynbdaTt KpucTaimyeckmin. TexHmyecke ycroBums

FOCT 1770 MNMocyaa mepHasa nabopatopHas cTeknsHHas. LunnHgpel, MeH3ypku, Konbbl, npobupkn. O6-
LMe TeXHU4ecKme ycrnoBus

FOCT 3117 PeakTuBbl. AMMOHWI YKCYCHOKNCIbIA. TEeXHUYecKkne ycroBus

FOCT 3118 PeaktuBbl. Kucnota consiHasA. TexHU4eckune ycnosus

FOCT 4166 PeakTuBbl. HaTpuii cEpHOKUCIbIA. TEXHUYECKMEe YC/I0BUSA

FOCT 4233 PeakTtvBbl. Hatpuii xnopucTblii. TexHuyeckme ycnosus

FOCT 4328 PeaktuBbl. HaTpusa rupooknch. TexXHUYecKne ycrosus

FOCT 5644 CynbuT HaTpusi 6e3BOAHbINA. TeXHUYecke ycnoBus

FOCT 6709 Boga anctunnvposaHHas. TexHNn4eckue ycrioBus

FOCT 7995 KpaHbl coefiMHUTENbHbIE CTEKMAHHbIE. TEXHUYECKME YC0BUSA

FOCT 12026 bymara thunbTpoBasibHasA nabopatopHas. TexHuyeckne ycnosus

FOCT 23932 lMNMocypa v o6opynoBaHue nabopatopHble CTeksHHble. ObLMe TEXHNYECKe yCrnoBus

FOCT 24104* Becbl nabopaTtopHble. ObLme TexHuyeckne TpebosaHms

FOCT 25336 lNocypa n obopygoBaHue nabopaTopHble CTeK/sHHbIe. Tunbl, OCHOBHbIE NapameTpbl 1
pasmepbl

' B Poccwuiickoin degepauun geincteyet FOCT P 53228—2008.

M3paHune oduymansHoe
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FOCT 27068 PeaktuBbl. HaTpuii cepHOBATUCTOKUCbIA (HaTpusi Tocynbat) 5-BoAMbIA. TexHUYeckme
ycnmBus

[OCT 29169 (MCO 648—77) MNocypna nabopaTopHas cTeknsHHas. MNuneTkn ¢ 0AHON OTMETKOM

FOCT 29227 (MCO 835-1—81) MNMocypa nabopatopHas cTeknaHHasA. Munetky rpagympoBaHHblie. YacTtb 1.
O6Lwue TpeboBaHNA

[OCT 31861 Boga. O6wue TpeboBaHus K 0T6OpY Npob

MpuMmeuyaHune — T[lpn NOMb30BAHUN HACTOALLIMM CTAHLAPTOM Lies1ecoo6pasHo NpoBepuTh AeiiCTBUE CCbloy-
HbIX CTaHAAPTOB M KIACCM(IMKATOPOB Ha OPMLMAIbHOM MHTEPHET-caiiTe MexXrocyaapCTBEHHOTO CoBeTa No CTaHAapTu-
3alUunU. MeTposiorum U cepTudpmkauun (mvw.easc.by) nam no ykasaTenssMm HauuoHasbHbIX CTaHAapPTOB, U3LaBaemMbiM B
rocyAapcTBax, yKaszaHHbIX B MPEeAUC/IOBUN, UK HA ODULNASIBbHBIX CAiTax COOTBETCTBYIOLMX HALMOHA/IbHBIX OPraHoB Mo
cTaHgapTusauuu. Ecnv Ha fOKyMEHT faHa HeaTupoBaHHas CCbl/ka, TO criefyeT UCNob30BaTh AOKYMEHT, AeiCTBY oW KA
Ha TeKyWnii MOMEHT, C Y4ETOM BCEX BHECEHHbIX B HEr0 U3MEHEHWA. EC/N 3aMeHEH CCbINIOYHBIN AOXYMEHT, Ha KOTOPbIN
[laHa AaTupoBaHHas CCblika, TO CredyeT UCNo/fb30BaTb yKa3aHHY BEPCUI0 3TOro fOKymMeHTa. Ecnu nocne npuHATUs
HaCTOSALEro CTaHAapTa B CCbI/IOYHbIV JOKYMEHT, Ha KOTOPbIN faHa AaTUpOBaHHAs CCbiika, BHECEHO U3MEHeHUue, 3aTpa-
rMBaolLee NosoXeHWe, Ha KOTOPOe AaHa CChl/ika, TO 3TO NOJI0XEHNe NpUMeHsieTcs 6e3 yyeTa JaHHOTo n3MeHeHusi. Ecnu
CCbIJIOYHBIN AOKYMEHT OTMEHEH 63 3aMeHbl, TO NOJIOKEHUEe, B KOTOPOM AaHa CChISIKA HA HETO, MPUMEHSIETCS B 4acTU, He
3aTparvBaloLLeii aTy cCbiky.

3 XapakTepucTukM NorpeLlHocTun |/|3mepeHvu7|

OTHOCWTENbHAA paclUMpeHHas HeonpeAeneHHOCTb M3MepeHuin (npu koaddpuumeHTe oxBaTa K = 2)

Y,TH = 15% .
MpumeyaHne — YkasaHHas HeonpefeneHHOCTb COOTBETCTBYeT rpaHuLamM OTHOCUTENbHON CyMMapHOW no-
rpewHocTn = 15 % npu goBepuTenbHO BepoATHOCTN P = 0.95.

4 OnuncaHne meToga

4.1 N3 06pasua 11 BoAbl aHaNUT IKCTParmpyoT AMX1I0pMeTaHOM IM60 COPOMPYIOT Ha KapTpuaXu, 3anon-
HEeHHble COPOEHTOM, UM IKCTPaKLUMOHHbIE ANCKW. 3aTeM AuX/I0pMeTaH ynapvsatoT, Npoby nepepacTBopsioT
B HEGONbLLIOM KONIMYecTBe MeTaHona Nnbo 3MiunpyoT ¢ copbeHTa MeTaHosIoM C NocneayoLwWwmnm ynapnsaHu-
eM 10 HebonbLLoro ob6bema. ANMKBOTY NOSTYYEHHOrO pacTBopa aHaIM3npyloT METOL0M BbICOKOI(EKTUBHO
XnAKOCTHOW xpomatorpadum (BOXKX) Ha obpaleHHO-da30B0ol konoHKe. XKMAKOCTHbIR XxpomaTorpacd ¢ nomo-
b0 KOPNYCKYNAPHO-Ny4YeBoro (particle beam) nHTepdgeiica coegnHeH ¢ Macc-CNeKTPOMETPOM, C UCTOUHMKOM
3/1eKTPOHHOI NOHM3aLUK, NAEHTUdMKALMSA aHaNTOB OCYLLECTBASAETCA MaCC-CNEKTPOMETPUYECKAM METOOM.

4.2 I3mepeHne MacCOoBOW KOHLEHTpaLMm NpoBOAAT METOAOM BHELLHEro cTaHAapTa: onpegensioT nno-
Lwaan nuKos 6eH3ngmHa Ha KanMOPOBOYHBIX KCMEPUMEHTANbHBIX XpoMaTorpaMmax, pacyeTt Konmyectsa 6eu-
3uavHa B Npo6e OCyLLeCTBAAT UCXOAA W3 NoLafei aTuX NMKOB Y MacChbl BHELLHEro cTaHaapTa.

4.3 Ans rpagyvpoBky npubopa u pacyeTta KaIMOGpOBOYHOW 3aBMCMMOCTM TOTOBAT CEPUI0 U3 LIECTU rpa-
[yVPOBOYHBLIX PacTBOPOB GeH3MAMHa B BOAe, COOTBETCTBYHOLWMX TpebyeMoMy AuanasoHy KOHLEeHTpauwui,
NPOBOAAT IKCTPAKLUMIO U aHann3 rpagyvpoBOYHbIX PACTBOPOB. BblumcnsioT hakTop kanvbpoBKM NCXOASA U3
KonmyecTB 6eH3nanHa 1 naowageli CooTBETCTBYIOLWMX XpoMaTorpadduyecknx nmKkos.

4.4 Tlpn onpefeneHnn 6eH3NAVHA B CAOXHbLIX MaTpuuax, cofepxalimx Meluawlme onpegenieHuno
KOMMOHEHTbI, KanMbpoBKY MPOBOAAT MeTOAOM M30TOMHOrO pasbasfeHus, Ucnonb3ys AobaBky cTaHAapTa
6eH3ngmHa-dg K KanMbpoBOYHbIM pacTBOpam M aHann3MpyembiM peasibHbIM npobam.

4.5 MeTog, cenektueeH. OnpegenexHnio MOryT MellaTb BellecTsa, Koanupyowuecs ¢ 6eH3nanHom, B
3TOM criyyae Heobxogumo nogobpartb xpomartorpaduyeckme ycnoBus TakuMm o6pa3om, YTobbl pasgennuTb no-
[06HbIE KOMMNOHEHTbI.

4.6 MeToA NpurofeH Ans onpefeneHnsa n Apyrux asotcogepxatymx necTuunagos, B TOM Y1ce Nponsso-
OHbIX 6eH3nanHa.

5 CpeactBa n3MepeHuii, peakTuBbl U MaTepuansbl

5.1 CpepacTtBa nsmepeHui

BbICOKO3(hhEKTUBHbIN XMAKOCTHBIN Xpomartorpad), cnocobHblli o6ecneumsatb NoTok 0.2—0.4 Ma/MUH
npu rpaiMeHTHOM alloMpoBaHum oT 100 % Mo6unbHol hasbl Ao 100 % Mo6unLHO thasbl B. 060pyaoBaHHbIl
2
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€MKOCTSIMU 119 ABYX NOABMXHBIX (ha3. OUeHb xenaresnibHO Hannyme aBTOMHXEKTOPA, CNOCOGHOTO C BbICOKOA
TOYHOCTbIO BHOCUTbL 1— 10 MKAN.

Xpomarorpaduueckas kosnioHka (Hanpumep. Waters C-18 Novapak) us HepxaBelowiei ctanu AnnHo
15—25 cM. BHYTPEHHUM AuameTpoM 2 MM. 3anosiHeHHas copbeHTom (4—10 MKM), XUMUYECKN MoAUuULm-
poBaHHbIM OKTageuun(gumeTun)cununeHeiMu (C-18) rpynnamu. KonoHka pgosmkHa 6biTb KOHAULMOHWUPO-
BaHa nepej HayasoM aHa/nM30B B TeyeHue Houu ¢ nomouwbio 0.05 mna/muH notoka dhasbl 75 % — 100 %
aleToHUTpuUI:BOAA.

MpeaKosoHka ¢ TEM Xe HamnosIHeHNEeM, YTO 1 aHaNIMTUYECKasa KO/TOHKa, XXenartesibHa, Ho HeobA3aTesibHa.

KopnyckynsipHo-iy4eBoil uHTepdeinc AomkeH obecneunsaTtb CHUKEHVE faB/ieHNa [0 3HavYeHwuid, non-
HOCTbIO COBMECTUMbIX C YCMOBUAMW 3/1EKTPOHHOW MOHM3auuu, obecneumBas Npu 3TOM BbICOKUIA YPOBEHb
nepeHoca aHasmMTa B UCTOYHWK MOHM3aLun. Bce hOHOBbIE KOMMOHEHTHI, UMetoLLne Habgaemble CUrHanbl
c maccamun 6onee 62 [la. 4O/MKHBI faBaTb OTHOCUTENIbHYH MHTEHCUBHOCTL /1060r0 13 NOHOB He Bbie 10 %
perucTpupyemMbix B CnekTpax aHauToB.

Macc-cnekTpoMeTp C UCTOYHWKOM MOHMU3aLMn 31eKTPOHaMM C HOMUHaNbHON aHepruein 70 aB. cnoco6-
HbIl CKaHMpoBaTh Anana3oH Macc 45—500 a. e. M. 3a 1.5 c unu meHee.

Cuctema permctpauum n o6paboTky AaHHbIX, CNOCOBHasA MHTErpMpoBaTb XpomaTorpaguyeckme nvku,
NpoBOAUTL CTATUCTUYECKYI0 06paboTKy pe3ynbTaToB rpajgyupoBKU U BbIYUCAATL COfepXaHue aHasuToB Mo
[JaHHbIM rpagynpoBKu.

Becbl nabopaTopHble BbICOKOrO knacca To4HOCTM no FOCT 24104.

Lnprubl aHanMTUYeckue ANs XUAKOCTHOM xpomaTtorpadun BMectumocTbto 10, 50 1 100 M.

MuneTkn c ogHoi oTmeTKol (Mopa) BMecTumocTbio 1 mn no FOCT 29169 ¢ norpelHocTbio + 0,015 mn.

MuneTtku rpagyvpoBaHHble BMECTUMOCTbLIO 2 M no FTOCT 29227 ¢ norpeluHocTbio + 0,01 mn.

Linnuuapbl mepHble 2— 10 1 2— 1000 no FOCT 1770 ¢ norpewHocTbio = 0,1 1 £ 10 M1 COOTBETCTBEHHO.

Konbbl mepHble 2—50—2, 2—10—2 no FOCT 1770 ¢ norpeluHocTbio + 0,12 1 +0.025 M/ COOTBETCTBEHHO.

NMpumeuaHnne — [JonyckaeTcs NPUMEHEHWE APYTUX TUMOB CPEACTB U3MEPEHWI C METPOIOTMYECKUMM N TeXHU-
UECKNMM XapakTEPUCTUKAMU HE HUXKE YKA3aHHbIX.

5.2 PeaKTnBbl 1 matepuarsl

MeTtaHon gns BOXXX (Hanpumep, HPLC grade. Merck) nn6o no [2J.

[nxnopmeTtaH (MeTWIEH XTOPUCTBIN) YNCTOTON He MeHee 99 %. Hanpumep X. Y. Ans xpomaTorpadum no [3].

AueToHuTpun ana B3IXX (Hanpumep. HPLC grade. Merck) nn6o oc. 4. no [4].

Boga guctunnuposaHHasa no FOCT 6709.

CynbthaT HaTpus 6e3BoaHbIR, 4. 4. a., no FTOCT 4166.

CtaHgapTbl 6eH3uanHa (4. 4. a. no (5J) Nnmbo 6eH3manHa guruapoxnopuga (4. 4. a. no [6)). a Takke
6eH3nanH-dg (M30TONHO-3aMeLLeHHbI NO )eHUbHBIM Konblam) (Hanpumep, 98 atom % D. Sigma-Aidrich).

ConsHasa kucnota KoHueHTpuposaHHas no MOCT 3118.

BoccTaHaBNuBarLLMe areHThbl A1 XI0pMPOBaHHON BoAbl: cynbcuT HaTpusa (TOCT 5644) nm6o TMocyb-
that Hatpus (TOCT 244 wnu TOCT 27068), nm6o apceHuT Hatpusa (£ 90 %, Aldrich).

Xnopug Hatpus (4. 4. a. no FOCT 4233), auetat ammonus (FTOCT 3117), rugpokeung HaTpus (TOCT 4328).

Onsa npoBefeHns TBepfoasHoi sKCTpakL M HeO6XOANMbI:

- KapTpWAXW 13 MHEPTHOTO NaacTuka (Hanpumep, NOMNPONUIEHa), He CoAepXallne opraHnyecknx 3a-
rpasHUTENein. nepexofawmnx B MeTaHon. KapTpua AO/KeH cogepxXaTtb COPOEHT C XMMMYECKN NpUBUTON dha-
3014 C18. Mpu npunoxeHunn cnaboro (- 130 MM pr. CT.) Bakyyma 11 BOAbl LO/HKEH NPOXOAUTL YEpPE3 KapTpUaxX
npumepHo 3a 2 4. flonyckaetca 605ee BbiCOKas CKOPOCTb NPOKAaUYMBaHUA BOZpI, €C/IM NPU 3TOM COXpaHseTcs
BblCOKas CTeneHb U3B/IEYEHNS aHaIUTOB;

- 3KCTpaKLMOHHbIe Anckn (Empore) — ToHkne hunbTpsl ¢ C 18— MoAUULMPOBAHHbLIM CUnkarenem méo
HenTpaibHbIM NOIMCTUPON/ANBUHNNGEH30/TbHBIM MOSIMMEPOM, BHEAPEHHBIM B Te(D/I0H MAW APYroli UHEPTHBbIV
martepuan. [IMckn He AO/MKHbI COAepXaTb OpraHNYecKnx BELLEeCTB, Nepexoamux B MetaHon. 1 1 BoAbl O/KEH
NpOXoAuTb Yepes Anck 3a 5—20 MUH NpU NPUIOXKEHUN NOHWKEHHOrOo (~ 660 MM pT. CT.) AaBNEHUS.

Mpumeuanne — [oONyckaeTcs NPUMEHEHNE PEAKTUBOB, N3rOTOBJIEHHBIX MO APYTOi HOPMATUBHO-TEXHUYECKOM
[LOKYMEHTALMU, C KBANUMKaLMeid YNCTOTbI He HUXe YKa3aHHOIA.

5.3 BcnomoraTenbHble ycTpoiicTBa

BOpoHKu fennTenbHble 13 XMMUYeckn CTolkoro ctekna rpynnel XC: BA-1—2000. wan BA-2—2000. nnn
B/[-3—2000 no NOCT 25336. o60opyAoBaHHbIe NpUTEpPTbIMK KpaHamu no FTOCT 7995 u TedhIOHOBLIMI Npo6GKamMu.
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EmkocTu ans ot6opa npob BoAbl N3 TEMHOTO CTEKNA BMECTUMOCTbIO He MeHee 1 /1, eMKOCTu ANs XpaHe-
HWUS CTaHA4apTHbIX PacTBOPOB BMECTUMOCTbIO He MeHee 250 Mn 1 He MeHee 1 mn no [1].

VMcnapuTtens potauuoHHsiin VIP-1 M2 no (7].

Kon6bl KpyrnofoHHble 1 KoHU4Yeckne ob6bemamu ot 50 o 500 mn no FOCT 23932.

®dunbTpbl U3 hunbTpoBansHol 6ymarn no FOCT 12026.

BakyymHasa Kon6a BMeCTUMOCTbIO He MeHee 111 1 BOAOCTPYIiHbIA HAacoc ANs OCyLeCcTB/IeHNA TBepAo-
dhasHoiA aKCTpakLum.

MpumevaHne — [onyckaeTca NpUMEHEHNE aHaN0rMYHOro BCNoMoraTe/ibHoro 060pyﬂ,OBaHVIFI C TeXHuyeckummn
XapaktepnctnkaMmm He HUXe yKa3aHHbIX.

6 TpeboBaHuA 6e30NacHOCTU

6.1 Vicnonb3yemble B paboTe peakTUBbl OTHOCATCA K BellecTBam 1-ro n 2-ro knacca onacHoctu. lNpu pa-
60Te C HMMKN Heobxoaumo cobnogaTb TpeboBaHNA 6e30NacHOCTH, YCTaHOB/IEHHbIE 4151 PaboT C TOKCUYUHBIMY,
efiIKuMU 1 fierkoBocnaamMmeHsaLWwnmmcs sewectsamu no NOCT 12.1.005.

6.2 SkcnayaTaums XafKkoCcTHOro xpomarorpada v npoBefieHne CoOOTBETCTBYIOLLMX N3MepeHNii TpebytoT
cobnoaeHnn npasun anekTpobesonacHocTn B cootseTcTBun ¢ FOCT 12.1.019 u MHCTPYKUWeE No akcnayata-
uun npubopa.

7 TpeboBaHua K kBanudukaumy nepcoHana

7.1 K npuroToBNEHUNIO TPaAYMPOBOYHBLIX PACTBOPOB AONYCKAKTCA MLA, MMelLMe KBanudukaumno xu-
MUKa. VHXeHepa- Uan TeXHUKa-XMMUKa 1 OnbIT paboTbl B XUMUYecKoi nabopaTtopum.

7.2 K BbINO/THEHWIO N3MEPEHUI [OMYCKAOTCA Nnua, UMetLLne KBanumrKaLmio He HIXKe MHXeHepa-xu-
MUKa MM XMMUKa, NpoLlejLumne COOTBETCTBYIOLME KypCbl 06YHEHUSI U CTRXMPOBKY B nabopaTopusx, akkpeam-
LIBAHHbIX Ha BbINO/IHUHME aHanu3nBs ¢ MNpYMeHOHWEeM HaCTOSLLEero cTaHgapTa.

7.3 Becb nepcoHasn A0/HKEeH NPOWTU NPOBEPKY 3HaHWI N0 TeXHWKE 6e30macHOCTW, B TOM Ync/ie npu pa-
60Te B xummyeckoli nabopatopuu, Bktoyas obuine npasuna paboTbl C €AKMMI U TOKCUYHBIMU BellecTBamu,
npaswia NoXapHoi 6e30NacHOCTN U MPOMBILLNEHHON CaHUTapuu.

8 YcnoBusi BbINOSIHEHUSA U3MEPEHUIA

Mpn NpUroToBfIeHMN PacTBOPOB, NOATOTOBKE NPO6 W BLINOSHEHUW W3MEPEHui cobnaalnT crepayto-
Lue ycnosus: Temnepartypa okpyxatouiero sosgyxa (20 + 5) X : atmoctepHoe gasnexnve 84.0—106.7 kMa
(630—800 mMm pr. CT.); OTHOCUTE IbHAsA BNXXHOCTb Bo3ayxa npu 25 °C Huxe 85 %; HanpsxeHue B ceTu nuTa-
HMSA NepemeHHoro Toka (220 + 22) B.

Lpyrve ycnoBusi UamepeHuid f0/KHbI COOTBETCTBOBATbL MHCTPYKL MM MO 3KCnayaTauumu npuéopa.

9 nOﬂ'FOTOBKa K BbIMOJTHEHWNIO I/I3Mep8HI/II7I

9.1 MoAaroToBKa nocyAbl

icnonb30BaHHY0 CTEKISAHHYO MOCYAy nepej fasibHenwmnm ynoTpebeHnem onosiackmBatT NPUMEHSB-
LIMMCS pacTBOPUTENEM 1 TLLATE/IbHO MOOT ropsiyeli BOAOI ¢ Coaol, onosiackMalT BOAONPOBOAHOM, a 3aTeM
OVCTU/IMPOBaHHOW BOAOM.

9.2 MNMpuroTtoBneHne pacTsopoB

MpurotoBneHne pacTBOPOB MPOBOAAT B BbITSXKHOM LKady Npu TemnepaType OKpyXaloliero Bosgyxa
18 °C — 22 °C.

9.2.1 WcxopgHblil pacTBOop 6eH3nanHa

[OTOBAT pacTBOp 6GEH3UAMHA B aLleTOHUTPUE BbICOKOW KOHLEHTpauuun. Ansa atoro HaBecky 100 Mr 6eH-
3uavHa nomeLLarT B MepHyto konby Ha 50 M. cogepxallyto - 25 mMa aueToHUTpuia, BCTPAXUBaHWEM A0-
6uBaloTCA pacTBopeHuss 6eH3nanHa. 3aTtem [0BOAAT pacTBOp A0 METKM aueTOHUTPUIOM W nepemMeLuvBaroT
BCTpsXMBaHWeM. lNonyyatoT pacTBop 6eH3nanHa KOHLEeHTpaumeid 2 r/n.

B cnyyae ucnonb3oBaHua 6eH3vavHa gurnapoxnopuaa obssaTesnlbHO NPOM3BOAAT NnepecyeT KOHLEH-
Tpawuuu NnoayyeHHOro pactsopa Ha cBO60AHOE OCHOBaHWe. Hanpumep, Npu MCNosb30BaHWM HaBeckn 100 mr
4
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6eH3nguHa gurngpoxnopuga, cogepxatiero 71.6 Mr cB0604HOro OCHOBaHWSA, NPUBEAEHHBIM Bbille CNOCO60M
nonyyakT pacTBop 6eH3nanHa KoHueHTpaumeid 1.43 r/n.

MpuroToBNEHHbIe PACcTBOPbI XPaHAT B MOPO3U/IbHON kamepe npu Temnepatype Huxke 0'C.

9.2.2 O6oraujeHHbIn pacTBOp M30TOMNHO-MEUYEHOr0 cTaHaapTa

B eMKOCTb M3 TEMHOrO CTek1la BMECTUMOCTbIO He MeHee 1 Mn nuneTkol nomewatoT 1 Mn ayeToHuTpunia
1 HaBecKy 5 Mr 6eH3ngvHa-dg, cmecb nepemMeLuMBaloT BCTPAXMBaAHMEM [0 MOSIHOTO pacTsopeHus. Moayyatot
pacTBop KOHUeHTpauueii 5 r/n (5 Mkr/Mkn).

PacTBop xpaHAT B MOpO3ubHOW kamepe npu TeMmneparype Huwxe 0 °C.

9.2.3 N'pagyvpoBOYHbIe pacTBOpbl 6eH3ngnHa

[OTOBAT Cepuio U3 LIECTU KaIMBPOBOUHbIX PaCTBOPOB 6eH3NANHA B aLeTOHUTPUAE B Auana3oHe oT 2 A0
100 3HayeHwli npegena o06HapyXeHus 6eH3ngMHa Mo MCnonb3yeMoMy MeTogdy. [ANs XULKOCTb-XNAKOCTUOW
3KCTpakuny 3To AnanasoH 5—250 mkr/n.

B mepHble konb6bl Ha 10 MA. cogepxallve NpUMepPHO No 5 M1 aueToHUTpUAa, C NOMOLLbIO LNPULA BHO-
CAT paccynTaHHble 06bEMbI UCXOAHOr0 pacTsopa 6eH3navHa. [JoBoaAT pacTBopbl aLeTOHUTPUIOM [0 METKM
1 nepemelnBaloT BCTpsAxuBaHnem. Mpumep pacyeta o6bema UCXOLHOTO pacTsopa npu NPUroToBeHWUN rpa-
[yVPOBOYHbIX pacTBOPOB NpuBefeH B Tabnuue 1.

Ta6nuua 1— lpumep xapakTepUCTMK rPalyMpoBOYHbIX PACTBOPOB GEH3MANHA

Nepactaopa  pacriopa Germi (s repecuere . pacraoga | KONGWIEOBLem  Konesast KonuenTDaLy
Ha cBOGOHOE OCHOBaHue), r/n 6eH3nanHa. Mxn pacTeopa, M Bensnaua. mrin
1 2 12.5 10 2.5
2 2 31.3 10 6.25
3 2 62.5 10 125
4 2 156.3 10 31.25
5 2 3125 10 62.5
6 2 625 10 125

MpuUroToBNEHHbIE PACTBOPbI XPaHAT B MOPO3W/IbHOW kamepe npu Temnepatype Huxke 0 °C.

9.2.4 TpagyvpoBOYHble pacTBOpbl 418 MeTofa U30TOMHOro pasbasneHus

pafynpoBOYHbIe PacTBOPbLI AN MeTofa U30TOMHOro pasbasiieHns roTOBAT CNOCOO0M, aHa/NOrMYHbIM
9.2.3 (Mcnonb3ya MepHble konbbl BMecTUMocCTbio 10 Mn), nepeps fosefeHneM obbema A0 MeTkn f06aBnsas K
Kax oMy rpafilyMpoBO4YHOMY pacTBOpY paccyMTaHHOe Ko/myecTBo pacteopa 6eH3uanHa-dg no 8.2.2. KoHueH-
Tpauus 6eH3nanHa-cla B KOHeUHbIX pacTBopax fo/hkHa cocTaBnaTb 25—50 3HaveHnli npegena o6HapyxeHus
6eH3naMHa ANA faHHOro MeToaa, Hanpumep 25 M/ Npy MCNosb30BaHNMN XUAKOCTb-XXUAKOCTUON SKCTPaKLuK.
Mpumep pacyeta 06bEMOB NPV NPUrOTOBNIEHUN TPaAAYNPOBOYHbLIX PACTBOPOB NpuBeseH B Tabnuue 2.

Ta6nuua 2 — MpumMep XxapaKkTepUCTHK rpasyMpoBOYHbIX PACTBOPOB GEH3NAMHA ANSt METOAA U30TOMNHOIO pastaseHus

Ne " CXIE)OH:;";:TPZ(';"T"":; a " g(gbﬁ'\o"r o KoHueHTpaums O6bem KoHeuHblii KoHeuHast KoHeuHast
pac_T— GeHamt ,EI,AVIH a (Bpl'l epe ctp| eTe pa c#a opa pacTteopa pacTteopa o6beM KOHLIEHTpaUMs  KOHLeHTpaums
BOpa Ha CBOGOJHOe OCHOBaHVe). GeHavauHa. 6cm3h1:ﬁma—dg, 6EH3MSK1;'1ma'dg’ pac:;:)pa. 68“;%1”%’ 6EH3ﬁ%a'dg

rin MK ' ’
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 3125 5 50 10 62.5 25

6 2 625 5 50 10 125 25
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9.3 NMoarotoBka Nnpmbopa K BbINOSTHEHNIO U3MEPEHNUIA

Bk/loyaloT 1 HacTpanBaloT Xxpomartorpady B COOTBETCTBUM C MHCTPYKLMEH No aKcnayaTauum 1 onncaHuem,
npunaraembiMm K Npnbopy. YcTaHasnmBatT pabouve napameTpbl, HeobxoAnMble AN NPOBEAEHNS U3MEPEHWA.
Pabouvie napameTpbl NPUG0POB AO0/MKHbI BbITb MOCTOSAHHBIMW NPYU N3MEPEHWN BO BCEM Ayana3oHe KOHLEHTPaLIWA.

Mepep HavasioM paboTbl MOXET GbITb NPOBEAEHA ONTUMMU3ALMS NPONyCcKatoLLeli CNoCOBHOCTU UHTepdeii-
ca. YyBCTBUTENIbHOCTU U CTAbUIbHOCTY PaboTbl CUCTEMbI C UCMO/Ib30BAHNEM KasIMGPOBOYHOrO pacTBopa 6eH-
3uanHa cpefHeit koHueHTpauun. HaigeHHble paboune napameTpbl NPUGOPOB A0MKHbI ObITh NOCTOAHHBIMMW NPK
n3MepeHnn BO BCEM fnana3oHe KOHLeHTpauwii. MprMepHble HavaslbHble HACTPOMKY NPUBEAEHbI HUXKE.

9.3.1 Ycnosusa nsmepeHuns gns xpomartorpaga

DN0eHTbl: NoABmkHas asa A — 75:25 o6bem BoJa aLeTOHUTPU, NoABMXHasA (pa3a B — aleToHuTpun.

pagneHT antompoBanmsa: 0—1 muH — 25 % dasbl B. 1—30 muH — 25 % — 70 % dhasbl B.

MoTok rasa mobunbHoi dasbl: 0,3 MA/MUH.

O6beM BBOAMMOIO pactBopa (3KkcTpakra): 5 Mki.

Mpy Takux ycrnoBusix cpegHee BpeMsA yAepxuBaHus 6eHsuaunHa c KonoHkoii Waters C18 Novapak
15 cm x 2 mm cocTaBnsieT 4.3 MMH Ha xpomatorpadge Hewlett-Packard 1090 n 4.9 MMH Ha xpomatorpade
Waters 600 MS.

TemnepaTypa geconbBatupyoLein kamepsbl: 45 °C — 80 °C.

9.3.2 YcnoBua nsmepeHna Ana macc-crnekrpomertpa

TemnepaTtypa MOHHOro uctoyHuka: 250 °C — 290 °C.

HomuHanbHas aHeprusa anekTpoHos: 70 3B.

CkaHupoBaHue: 62—465 a. e. M. co ckopocTbio 0.5—1c"1

9.4 I'pagynpoBska

9.4.1 T[pafyvpoBKa C BHELWHUM CTaH4apToM

pagyvpoBky nprubopa oCyLLecTBAAT HENOCPEACTBEHHO Nepes N3IMepeHnsMr KOHLeHTpauun B npobax
B Hayane kaxaoro paboyero AHA. cnonb3yloT NoaBMmKHYIO0 a3y M3 TOol e eMKoCTU, 4To GyaeT NCnonb3oBa-
Ha fanee AN NPOBEAEHUS aHaIUTUYECKNX U3MEPEHUIA N KOHTPO/IA KavyecTBa N3MepeHunii.

MpoBoAaT aHanus no 20 MK NSATU rPafyupPOBOYHbIX PACTBOPOB B CAyYaHOM NOpsAKe v B nopsiake
BO3pacTaHusl KOHLEeHTpaLmu, onpegensaoT naowaan nukos Ha xpomartorpammax (ACi: ACL—/1C5) n BpemeHa
yaepxuaHua 4NN tR.

[N Kaxgoro n3amepeHns paccuntbiBatoT hakTop oTkAnka RF, no popmyne

roe C;— KOHUEeHTpauus i-ro kaImbpoBOYHOro pacteopa, MKr/M;
Y — BBefleHHbIii B xpomatorpacd o6bem (0,005 m).
B fanbHelilnx pacyetax UCNosb3yoT cpegHeapndmeTnyeckoe 3HadyeHne RFcg, oTHocsALWweecs K NOSIHO-
My AnanasoHy U3MepsieMblX KOHLEeHTpaLuii:
n
14P,
RF,

cp (2)

Takke paccuuTbiBalOT cpefHeapuMeTMyeckoe 3HauyeHe BpeMeHN yaepXnBaHus.
3arem paccunTbiBalT cpegHekBagpaTuyeckoe (ctaHgaptHoe) oTknoHeHne (CKO) n cooTBeTCcTBYOLLEE
oTHOocuTesnibHoe CKO chakTopa OTKNuKa:

i {f.—rf)
CKO~" (3)
r . 1

OTHocuTenbHoe CKO = CKO 100%.

3HayeHua oTHocutenbHoro CKO He Ao/xHbl npesbiwartb 15 %.
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9.4.2 T'pagyvpoBKa C M30TOMHbIM pa3baBseHVeM (ONLUOHANBHO)

AHanornyHo 9.4.1 aHanu3upyloT LWecTb KannmbpoBOYHbLIX PacTBOPOB, cogepXawux 6eH3nanH-dg
(cm. 9.2.4). PerncTtpupytoT naowaan nMkoB, NepecTpOoeHHbIX Mo noHy ¢ T/r 184 (6eH3nanH) AC 1 No MOHY ¢
T/r 192 (6eH3namnH-dg) Ady, BbIYUCAKT OTHOCUTE bHbIE (haKTOpbl KANIM6pPoBKM RFMtt:

RF * fc.'Of.
oM (V<v'0

;>

rpeCdi— koHueHTpauus 6eH3unguHa-dg B /-M kaInbpoBOYHOM pacTBope, MK/,
C, — KOHUeHTpauus 6eH3nanHa B »M KaMbpoBOYHOM pacTBope, MK/,
V — BBefleHHblll B xpomatorpad o6bem (5 mkn).
BbluncnsioT cpefHeapudgmeTuyeckoe 3HadeHne akropa kanmbposku f2FcpoiH aHanornyHo 9.4.1.

10 MopgroTtoBka 06pa3LOB A1 M3MEPEHUIA

10.1 NMpob6ooTbop

Mpo6bl oTéupatoT no MOCT 31861. loNONHUTENIBHO PYKOBOACTBYIOTCA C/eAyoLnMy TpeboBaHnsaMM.

Mpo6bl 0OTOMPAIOT B YACTbIE CKNAHKM U3 TEMHOIO cTekna. CKASHKM ¢ Npo6amMmn Bofbl CHabXaroT aTUKeTKa-
MU, Ha KOTOPbIX yKa3biBaloT HOMep ¥ BUA Npo6bl, AaTy 1 MecTo oT6opa. CKIAHKM NIOTHO 3aKpbIBAKT KPbILLKa-
MV 60 Npobkamu, cTapasiCb yMEHbLUUTbL BPEMS KOHTaKTa npob ¢ BO3AyXOM, a Takxke nsberas BCTpAXUBaHUSA
06pa3suoB.

B Kaxaol Touke oT6opa OTO6MPAlOT He MeHee ABYX MPo6 BoAbl 06bLEMOM He MeHee 1.

Mpo6bl MOXHO XpaHUTb A0 NATK AHel npu Temnepatype ot 0 °C o 5 °C B 3alyMLLEHHOM OT cBeTa mecTe. [lo-
nofHWTeNbHasA KoHcepBauysa He TpebyeTtcs. MoAroToBKy NPo6 NPOBOAAT Npy TeMMepaType OKpyXatoLLero Bo3ayxa
18 °C — 22 °C. Nepepg o6paboTkoin no 10.2 npobbl BbiAEPXUBAIOT NpU 3TOl TEeMNepaType He meHee 1u.

B cnyvyae xnopvpoBaHHbIX 06pa3LoB BOAb! K KaX40My NUTpY nNpobbl Aob6asnsaT 40—50 mr cynbduta
HaTpus, Tocynbhara HaTpus AN apceHnTa HaTpus U NnepemeLlnBaloT 40 NOMHOTO PacTBOPEHUS.

10.2 )KXUAKOCTb-XKUAKOCTHAS IKCTPaKLuUs

MomelyaloT ob6pasel, BoAbl B MEPHbIA LMAVHAP, 3anucbiBaloT 06beM npobsl M, 3aTem obpasel, nepe-
HOCAT B ie/ITe/IbHY0 BOPOHKY BMECTUMOCTbIO 2 1. pH npobbl fosogAT Ao 7,0 fob6aBneHnem ConsHONM Kuc-
NoTbl MM60 BOAHOrO pacTBopa rMApoKcuaa HaTpus, KOHTPOAMPYSA 3HaveHue pH C NOMOLLbI0 3N1EKTPOHHOIO
pH-meTpa. fo6asnsaT 100 r xnopuga HaTpUsa 1M BCTPSAXMBAHMEM [0OMBAIOTCA €ro pacTBOPEHUS.

BHOCAT B fle/iTeIbHYI0 BOPOHKY 60 M1 ANXSI0pMETaHa, BCTPAXUBAIOT B Te4eHne 5 MUH. No3BoNsT cMme-
CW Pacc/ionTbCA U OTAENAT CMON AnX/iopMeTaHa B Konby. MoBTOPAIOT aKCTpakyuo 60 M guxaopmeTtaHa u
06beUHAIT opraHnyeckne asbl. O6beUHEHHYIO OpraHMyeckyto asy nponyckatT Yepes c/ion 6e3804HOro
cynbchata HaTpus Ha BymMaxHOM unbTpe, 3aTem MPOMbIBAlOT coli 20 M AnxnopMeTaHa. O6beANHEHHYH0
opraHuyeckyto asy noMeLLaloT B KPYr/I040OHHYIO KONBY 1 ynapusaloT Ha poTalMOHHOM ucnaputene npu He-
BbICOKOI (25 BC) Temnepatype 40 06bema ~ 2 M/1. OCTaHaB/IMBAKT ynapueaHue, fo6asnsaoT 20 Mn MeTaHona
1 ynapumsatoT pacTBop gasiee Ao ob6bema ~ 2 mMa. Ecam ncnonb3yoT MeTog n3oTonHoro pasbasneHus, gobas-
nawT 10 MKN pacTBopa M30TOMHO-MeYeHHoro 6eH3nguHa no 9.2.2 1 nepemeLLnBaloT BCTPAXUBaHNeEM. V3me-
psloT 06bem ocTaTka C MOMOLLbI0 TPaAyupOBaHHOM MUMNETKW, 3anNuUCbiBalOT NOMYYEHHbIN pe3ynbTar.

10.3 TBepfoasHasa aKkcTpakums

MomewatoT obpasel, BOAbl B MEPHBIA LWAMHAP, 3anucbiBatloT o6bem npobbl V, 3atem obpasel, nepe-
HOCAT B [ie/INTe/IbHYI0 BOPOHKY BMECTUMOCTbI0 2 1. pH npo6bl foBoaaT Ao 7.0 aHanormyHo 10.2. Jo6asnstoT
0,77 r auetata aMMOHUA 1 BCTPAXUBAIOT [0 PACTBOPEHUSA.

KapTpufx ¢ copbeHTOM NprcoeuHSAIOT K BaKyyMHON Konbe. MpomMbiBaloT kapTpuax 10 ma meTaHona.
O6pas3el, BOAbl HAHOCAT Ha KapTPUAX Tak, YTo6bl 06pa3eL, NONHOCTLIO NOKPbIBa COPOEHT, BK/IOYAOT cnabblii
(- 130 mMm pr. CT.) BaKyym 1 nepmoamyeckn npubasnsatoT obpasel, No Mepe NPOXOXAEHNS ero Yepes KapTpuax.
Mocne okoHYaHNA NPOXoXAEeHMA 06pasLa NPOMbIBAIOT BOPOHKY M KapTpuak 10 ma ANCTUAANpPOBaHHON BOABI.
3arem KapTpuax 0TCOEAMHAIOT OT BaKyyMHOW KONGbl U NPUCOeAnHSIOT K konbe — npvemMHuky obpasua. Ono-
NacKkuBatoT UCMOJb30BaHHYIO AeNUTe/IbHY0 BOPOHKY 15 M1 MeTaHona v 3TuM MeTaHO/IOM B [Be Mopummn rno
7.5 Mn anoMpyOT aHanuTbl ¢ kapTpumka. O6befUHEHHbI 3110aT MOXHO ynapuTb Ha pOTauMOHHOM Mcnapu-
Tene fo o6bema - 2 ma. Ecnm ncnonb3yoT METOA M30TOMHOTO pa3basneHus, fobasnsaT 10 mkn pacTsopa

7
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N30TOMHO-MeYeHOro 6emsnauHa no 9.2.2 1 nepemMeLlBaloT BCTPsAXMBAHMEM. KOHeUHblii 06bem o6pasua us-
MepSAT C NOMOLLbIO FPagyMpOBaHHOW NUNETKN 1 3anuCbiBatoT.

B cnyyae ncnonb3osaHvs copbupytoLLero Aucka AVCK NomMeLLatoT B hnNbTPOBa/IbHYI0 BOPOHKY, HAHOCAT
He6Oo/bLIOE KOMMYECTBO MeTaHo/a U He NO3BOJIAT AUCKY BbICbIXaTb Ha MPOTSHXEHWU BCEro npolecca 3Kc-
TPakuMn v 3NI0MPOBaHNA. DKCTPaKLMIO BbINOHAIOT aHasloMMyHO ONMCAaHHOM Bbille npoueaype AN kapTpua-
Xel. ncnonb3ys cnabblii (~ 660 MM pT. CT.) BakyyM. D/0MpoBaHne 6eH3uauHa ¢ Aucka oCyLLecTBASIOT Tpems
anuksoTamu no 5 Ma1 MeTaHona: UCMOMb30BaHHYIO Ae/MTENbHY0 BOPOHKY MPOMbIBAOT 5 M1 MeTaHona, aToT
MeTaHOM MepeHOCAT Ha UNbTP, NPOKayYMBalOT MPUMEPHO MOJIOBMHY 06beMa MeTaHoNa C NMOMOLLbI0 MOHWU-
XEHHOrO AaB/ieHNs, 3aTeM NOHWKEeHHOe AaBieHne OTKYaloT 1 AalT AUCKY NOCTOSAThL MO C/I0EM MeTaHoa
1 MWH. 3aTem CHOBa MOAK/MNYAKT BakyyM M MPOMycKalT OCcTatok MeTaHona. O6befMHEHHbIN 3/110aT OT Tpex
NPOMbIBaAHWIA MOXHO ynapuTb Ha poTauMOHHOM ucnapuTene Ao obbema ~ 2 M. Ecnv ncnonb3yloT meTos
n30TOMHOro pasbasnexuns, gobasnsAwT 10 MkA pacTBOpa M30TOMHO-MeYeHoro 6eHsnavHa no 9.2.2 n nepe-
MeLuMBatoT BCTPAXMBaHUEM. KoHeuHblli 06bem o6pasia U3MepstoT ¢ NOMOLLbIO TPpaAyypoBaHHOM NUNETKN U
3anycbIBatoT.

11 BbinosiHeHWEe usmepeHuii

M3mepeHuns NnpoBOAAT B TeX Xe YCNOBUAX 1 B TOM e NOABMXHON hase, B KOTOPbIX NpoBeAeHa rpaayv-
poBka npubopa (cM. 9.4). 1na aToro 5 MKN 3KCTpakTa, HaxoAsALWerocs nNpu KOMHaTHOM TemnepaType, BBOAAT
B XXMAKOCTHbIV Xxpomatorpad), perncTpyupytoT nonyyeHHble BpEMEHa yAepXMBaHus 1 naowaan Bcex nukoB Ha
Xpomarorpamme.

Hab6niogaemoe Bpems yaepXuBaHus LO/HKHO HaxoAuTbCs B MHTepBane * 10 ¢ oT cpegHero tR. nony-
YEHHOro AN rpafyvnpoBOYHbIX PpacTBOPOB B 9.4. NGO B UHTEpBane MexAy MakCyMasbHbIM U MUHUMa/bHbIM

*R>B 9.4.
BbluncnsoT KoHueHTpaumtio Cs 6eH3ngmHa B onpegensemom obpasue:

5 KpX-u) ©

roe Vi — koHeuHblli 06bem akcTpakTa (0.002 n);
Vs — 06beM UCNO/Ib30BaHHOW A48 3KCTpakuum npoobsl (1 n);
Vt— BBeAeHHbI B XxpoMaTorpad ob6vem (5 m10 en).

B cnyyae ncnonb3oBaHUsA MeToda M30TOMHOro pas3baB/fieHUs KOHLEeHTpauuio 6eH3nanHa BblYUCSIOT,
MCnonb3ys OTHOCUTENbHbIV hakTop kannbposkn RFC?0ni. naowaas curHana geintepupoBaHHoro 6eHsnau-
Ha Ha aKkcnepuMMeHTasbHON XpomaTorpamme Ad 1 M3BECTHYHO 3apaHee KOHLeHTpauuio 6eH3nanHa-<16 Cd B
obpasue:

A.-C,-4 (€)
% K,*»-*.-*,)

12 OdhopmneHne pesynbTaToB N3MEPEHWI

Pe3ynbTat n3amepeHus cogepxanusi 4O npeacTasnsioT B cleayolieM Buae:

(Cs+0,15 Ca) mkr/n. (7)

13 KOHTpO/ib MOrpeLwHocT

13.1 MpoBepka YyBCTBUTE/NbLHOCTK XpomaTtorpada

Mpu NoA03pUTENbHbIX pe3ynbTaTax U3MepeHuin UM peskoM YMeHbLUEHUW PerncTpupyeMblX CUTHasIoB
npoBepsAT YyBCTBUTENBHOCTL Npubopa No rpagynpoBOYHOMY PacTBOPY C HAUMEHbLLEH MaccOBOW KOHLEH-
Tpauwuei B yC/I0BUSIX U3MEPEHWiA, YKka3aHHbIX B 10.4. OTHOLWeHWe curHan/wym ans onpeaensiemoro coegnHe-
HWA LO/HKHO 6bITb He MeHee 10:1. UyBCTBUTENLHOCTL NpMbopa BOCCTaHaBNNBAKOT B COOTBETCTBUN C PEKOMEH-
JauusamMu. U3NOXeHHbIMU B PYKOBOACTBE MO ero akcnayaTtauum.

8
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13.2 KoHTposib NOMex No pesysibTaTtam X0/I0CTOro onbiTa

XonocToii onbIT NPOBOAAT C AUCTUNIMPOBAHHOI era3upoBaHHoli Bogoli yepes kaxasle 10—20 npo6,
UTOGbI Y6EANTLCS B OTCYTCTBUM 3aArPsiI3HEHWI 1M NOMEX, CTOUYHMKAMMU KOTOPbIX MOTYT 6biTb M3MepUTE bHas
cucTema, peakTmBbl U MaTepuarb.

Mpo6a B X0/I0CTOM OMbITE A0/KHA ObITb NPOBEAEHA Yepe3 BCe COOTBETCTBYOLME cTaguy npobonoaro-
TOBKM U aHan3a.

B cnyyae o6HapyXeHusi 3arpsisHeHWi, NPosBASAIOWMXCA B NOSBIEHUM CUTHANA 6eH3uaMHa Ha XpoMma-
TorpamMMe Mo MoHy € T/2 184 npu NOAXOAsLEM BPEMEHU YAEPXMBAHNS C OTHOLIEHUEeM CUTHAM:LLYM, NPEBbI-
watowym 3:1, onpeaensioT UCTOUHUK MOMEX, KOHTPOMMPYS UCMO/b3yeMble PeakTuBbl U NPoBepsis yC/10BuUs
NoAroTOBKM NPo6 1 NpoBeAeHUs U3MepeHuii.

13.3 lMoaTBepxaeHne KanubpoBku

Meproguueckn (kak MUHUMYM, Kaxablii paboumnii AeHb) HeOBXOAMMO NPOBEPSATb TOYHOCTb HavaNbHOW
KannbpoBkM BO u3bexaHue gpeiida nokasaTesneit a3oTHO-POCHOPHOro AeTekTopa.

[ns aToro NnpoBoAAT aHa/IM3 TPETLETO UK YETBEPTOTO M3 LWEeCTN Ka/iMbpoBOYHbLIX pacTBOpoB. Beluncns-
10T AN1 HEro 3HavyeHune haktopa oTkAuka RFV aHanormyHo 10.4.

Ecnu pasHocTb D no dopmyne

Os “”°F:|':“ Y 100 % (8)

He npeBbllwaeT 15 %, aHanu3 06pasLoB MOXET 6biTb NPOAO/KEH, B NMPOTUBHOM Crlyyae TpeGyeTcs 3aHOBO
NPOBECTU KanMBpoBKy MeToAa.

13.4 KOHTpO/b NpaBu/IbHOCTU METOA0M f06aBOK

KOHTpOo/b NPOBOAAT A/151 YCTAHOBMEHNS BO3MOXHOCTUN BbINO/IHEHUS B flaHHOW nabopatopuv n3mepeHuii
C NPMEMNIEMOI TOYHOCTbIO M AOCTOBEPHOCTbI0. KOHTPO/Ib HEO6XO0AUMO MPOBOAWTL uYepes3 Kaxable 10—20
aHann3oB NpupoaHbIX 0bpasLoB 6o He pexe OAHOro pasa B Mecsl,

[ns KOHTpoNA K yeTbipeM npobam AWCTUANMPOBAHHONW AerasvpoBaHHOV BOAbl A06aBNSAT pacTBop C
BbICOKOI KOHUeHTpauven 6eHsngura (cM. 9.2.1). ytobbl NonyunTb KoHUeHTpauun - 10—50 npegenos obHa-
pyxeHus metoaa (25— 125 MKr/n fns XnAKOCTb-XKXUAKOCTHOW 3KCTpakumn). Hanpumep, k npo6am o6bemom 11
[o6aBnaoT no 50 MkN pacTBopa 6eH3navHa KoHLeHTpauve 2 r/n. 4To6bl NoyyYnMTb PacTBOP KOHLEHTpauuei
100 mkr/n. OnpegensoT cogepxaHne 6eH3ngnHa B yeTblpex amkeoTax no 10.2 nm6o 10.3 n 11 n ansa Kaxgomn
npo6bl NosyyarT pesysbTaTbl UsMepeHuii Cs.

Ans kaxgoi npobbl BbIYNCNSAIOT CTENEeHb U3BMeYeHns R 6eH3ngnHa

R~-i.. 100%, ©)
C.

rae Cn— TeopeTUyeckn BblYMCNEHHOE codepXaHue 6eH3nanHa B npobe.

BbluncnsioT cpefiHee 3HayeHve cTeneHn u3BneyeHns Rcp v OTHOCUTESIbHOE CTaHA4AapTHOE OTK/IOHEeHWe
cTeneHun nssnedveHus (no gpopmynam B 9.4). 3HaveHne Rcp AOMKHO HaxoauTbea B npegenax 30 % — 130 %,
OTHOCUTE/IbHOE CTaHAapTHOE OTK/IOHEeHVEe CTeNeHn U3BNeYeHNa He JO/MKHO npesbiwats 30 % (npu fgosepu-
TenbHoMm uHTepsane 0,95). Ecnun AaHHble YCOBUA He YA0BNETBOPSATCA, HEO6XOAMMO NMPOUHCNEKTMPOBATb
pabounii npouecc, YCTPaHWUTb BbiABAIEHHbIe ONOKK 1 MOBTOPUTb KOHTPOb METOAOM [,06aBOK.
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Buénunorpadcusa

CKNSIHKM TONCTOCTEHHbIE C NPUTEPTbIMU Npo6kamMun. TexHuueckne ycnosus

MeTaHon (MeTWNOBLIA CANPT) XMMUYECKN YUCTbIA ANA XpomaTorpadgum

MeTuneH XNopuCTbIii (UxnopMeTaH) ANs XxpomaTtorpadum XMMUYeckn YNCTbIN
AueToHNTpUN (0co60I YNCTOTHI ANA XUAKOCTHOI XpomaTtorpadum)

BeH3nguH

BeH3nAnH consHokucnbIi

Mcnaputens poTauuoHHblii UP-1M2. TexHuyeckue ycnosus

TexHuka 6e3onacHocTu nNpu paboTe B aHaNMTUYeCKNX nabopaTopusax (06LMe MONOXEHUS).
MeToauyeckue pekomeHgaumm
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