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FOCT P 32596—2013
MNpepncnosune

Llenn, oCHOBHble NPVHUMNLI M NOPSAOK NPOBeAEeHNs paboT Mo MeXrocyapCTBEHHON cTaHAapTu3aLum
yctaHoBneHol FOCT 1.0—92 «MexrocyaapcTBeHHas cuctema craHgaptisaunn. OCHOBHbIE MOMOXEHUA» 1
FOCT 1.2—2009 «MexrocygapcTBeHHaa cuctema craHgaptusauumu. CraHfapTbl MeXrocyAapCTBeHHble,
npasBuia M pekoMeHAauuM No MEeXrocyAapCTBEHHOM cTaHfapTusauuun. MNpaBuna paspaboTkv, NPUHATMSA,
NPUMEHEHNS,00HOB/IEHNSA 11 OTMEHbI»

CsefieHns o ctaHjapTe

1 PA3PABOTAH ®depepanbHbiM GHOIKETHBIM yUYpeXxAeHnem 34paBooxpaHeHus «Poccuiickuii pe-
TMCTP NOTEHLMAbHO ONACHbIX XUMUYECKNX N BMOMOrNYecknx Belects» denepanbHOR Cnyxobl No HaA30py
B cthepe 3awuTbl NpaB noTpebuTeneit n 6narononyuns yenoseka (PBY3 «Poccuiickuii peructp noteHuu-
aNlbHO OMacHbIX XMMUYECKMX 1 B1oIorMyecknx Belects» PocnoTpebHaasopa)

2 BHECEH depepasibHbIM areHTCTBOM M0 TEXHUYECKOMY pery/iMpoBaHuio 1 MeTponorum

3 NMPUHAT MexrocygapcTBeHHbIM COBETOM NO CTaHAapTU3auumn, MetTposiorum n ceptudomkauum (npo-
Tokon Ne 63-I ot 30 gekabps 2013 r.)

3a NnpuHATUE NPOrosiocoBasin:

KpaTkoe HaumeHoBaHVe cTpaHbl  Kog cTpaHbl no MK (MCO CokpallieHHoe HavMeHoBaHWe HaLMOHa IbHOro
no MK(MCO 3166) 004-97 3166)004-97 opraHa no craHaapTM3aLmm

ApmeHusa AM MuHaKOHOMWKN Pecny6nvkn ApmeHus

Benapycb BY FoccTaHgapTt Pecny6nivkn Benapych

Kuprusuns KG Kblprei3ctaHgapT

Poccusa RU PocctaHgapt

TapKukucTaH TJ Tagxukctangapt

YkpaunHa UA MWH3KOHOMPAa3BUTUA YKpPauHbl

4 TMpvkasom ®efepanbHOro areHTCTBa Mo TeXHUYEeCKOMY perynnpoBaHuto u metposorum ot 30 ge-
kabpsa 2013 r. Ne 2414-cT MexrocyaapcTBeHHblli ctaHgapT TOCT 32596—2013 BBefeH B AeiicTBME B Kaye-
CTBe HauuoHanbHoro ctaHgapta Poccuiickoin ®epepauun ¢ 01 sHBaps 2015 r.

5 BBEJEH BINEPBbIE

MHdopmauus 06 n3MeHeHnAX K HacTosAWwemMy cTaHgapTy nybamkyeTcs B eXerogHom nHdopmauu-
OHHOM ykasaTene «HauuoHanbHble CTaHA4apTbl», @ TEKCT M3MEHeHW U NonpaBokK - B eXeMeCHAYHOM
MH(OpPMaLMOHHOM yKa3aTene «HaumoHanbHble cTaHAapThli». B cnyyae nepecmoTtpa (3aMeHbl) M o T -
MeHbl HacToALWero ctaHgapTa COOTBETCTBYKW L ee yBefoMeHne 6yeT ony6/MKOBaHO O exemecsau-
HOM WH(bOpMaLUMOHHOM ykasaTene «HaunoHanbHblo CTaHgapTbli». CoOTBeTCTBYKO LW as MHdopmaums,
yBeLlOM/IEHNE N TEKCTbl pasMeLLalnTcsa Takke B MHpOpMaLMOHHON cucTeMe o6 ero nonb3oBaHus - Ha
othuumanbHoM caiiTe ®efgepanbHOro areHTCTBa N0 TEXHUYECKOMY PerynnpoBaHui0 U MeTponornun B
cetTn WNHTepHeT

© CrtaHpapTuHdopm. 2014

B Poccuiickoii ®efiepaun HacTosWmMiA cTaHAapT He MOXET 6biTb MO/IHOCTHLIO UM YacTUYHO BOCMPO-
“3BefiEH, TUPAXMPOBAH U pacnpocTpaHeH B KayecTBe ouLUManbHOTO usfaHus 6e3 paspelueHus dege-
pasibHOro areHTCTBa Mo TEXHUYECKOMY PerysimpoBaHuo U MeTposiornu
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M E X T OCVYAAPC CTUBETHHBbB I CTAHAOAPT

BEH3VAVH

Mi3mepeHne KoHueHTpauum 6eH3VI,CI,I/IHa B BOAE MEeTOoL0M rasoBoi xpowlaTorpacbmm -
MacCcC-CnekTpomMmeTpuun

p.p'-Benzidine. Determination in water

[Jata BBegeHns — 2015—01—01

1 06nacTb NpUMeEHEHUSA

Hactoswwmii cTaHgapT ycTaHaBnuBaeT MeTOA onpefenieHns cofepxaHua 6eH3nanHa  (4.4'-
AvamunHogudbeHuna) B BOAHON cpefe B gnanasoHe oT 10.0 mkr/n go 10000 mMKr/n MeToom rasoBoii Xpoma-
Torpachmm - macc-cnektpometpun (FX-MC). Mpu mMaccoBoli KOHUEHTpauum 6eH3unavHa cebie 1000 MKr/n
npobbl NpeBapuTeNbHO pa3basialoT AUCTUNNNPOBAHHOW BOAOMN.

2 HopMaTuBHbIE CChINKM

B HacTosLem cTaHAapTe MCNosb30BaHbl CCbISIKU Ha cnefyowme cTaHaapThl:

FOCT 12.1.005-88 Cucrtema crtaHgaptoB 6e3onacHocTv Tpyfa. O6uime caHMTapHO-rurneHnveckme
TpeboBaHus Kk BO34yxy paboyei 30HbI

FOCT 12.1.007-76 Cuctema cTaHfaptoB 6e3onacHocTu Tpyaa. BpegHble BellecTtBa. Knaccuduka-
uvs 1 o6wme TpeboBaHnsA 6esonacHoCTH

FOCT 12.1.019-79 Cuctema ctaHfapToB 6e3onacHOCTM Tpyaa. dnekTtpobesonacmoctb. Obume Tpe-
60BaHNA 1 HOMEHKNaTypa BUO0B 3alnTbl

FOCT 1770-74 (NCO 1042-83. ICO 4788-80) Mocypa mepHas nabopatopHas cTeknsHHasA. LunuH-
[Apbl. MEH3YPKU, KONObI, NPO6UPKN. OB6LLME TEXHUYECKME YCNOBUSA

FOCT 4166-76 PeaktuBbl. HaTpwuii cepHOKUCABIA. TexHu4eckne ycnosus

FOCT 6709-72 Boga guctunnnposaHHasa. TexHU4eckme ycriosus

FOCT 11078-78 Hatp efkuii ounLLeHHbIA. TEXHUYECKME YC/TOBUSA

FOCT 24104-2001 Becbl nabopartopHbie. O6Line TexHnyeckne TpeboBaHms

FOCT 25336-82 MNocyna u obopyaosaHve nabopatopHble CTeKNsAHHbIE. TUMbl, OCHOBHblE NapaMeTpbl
1 pasmepbl

FOCT 29169-91 lNocypa nabopatopHas cTeknsiHHas. MuneTkn c ogHol oTMeTKol

MpumeyaHue - [pu NOMNL30BAHAM HACTOSLLMM CTAHAAPTOM LiEN1ecoo6pasHo NpoBepUTh AeliCTBUE CCbl-
JIOYHbIX CTaHAAPTOB B MHCDOPMALMOHHON cucTeMe O6LLEro nosb3oBaHWs — Ha odMupmasibHoM caiite degeparbHoro
areHTCcTBa Mo TEXHUYECKOMY PEry/IMPOBAHMIO Y METPOOMN B CETU VIHTEPHET WM MO eXEerofHOMy MH(OPMALIOHHOMY
ykasaTeso «HauyoHa/lbHble CTaHAapTb», KOTOPbIA OMy6/IMKOBaH MO COCTOSIHWIO Ha 1 iHBaps! TEKYLLIEro roga, 1 no Bbl-
NnycKam exeMecsiyHoro UHOPMALMOHHOIO YKasaTens «HaumoHa bHble CTaHAapPTb» 3a TEKYLLUMIA rof, EC/M CCbUI0uHbIi
CTaHAapT 3aMeHeH (M3MEHEH), TO MPU NMOJIb30BAHUM HACTOSILLMM CTaHAAPTOM CrieflyeT PYKOBOACTBOBATLCS 3aMeEHso-
UM (M3MEHEHHbIM) CTaHAAPTOM. EC/M CCbUTOuHbIA CTaHAAPT OTMEHEH Ge3 3ameHbl, TO MOMOXEeHe, B KOTOPOM AaHa
CCbl/IKa Ha HEro, NPUMEHSIETCS B YacTy, He 3aTparvBaroLLeli 3Ty CChIKY.

3 XapakTepucTukn NOrpelwHOCTN N3MepeHuii

OTHOCWTENbHAs pacliMpeHHas HeonpeaeneHHoCTb u3MepeHuit. £/3u= 15% npu koadhduymeHTe

oxBaTta K = 2.

MpumeyaHune - YkasaHHas HeonpeaesieHHOCTb COOTBETCTBYET rpaHuLaM OTHOCUTEbHON CyMMapHOli Mno-
rpewHocTy + 15 % npu goBepuTensbHoli BepositHoct P = 0,95.

MN3gaHue ouymnansHoe
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4 OnucaHue metoga

3MepeHne MaccoBOW KOHLEeHTpauun GeH3nuHa NpPOBOAUTCA METOLOM ra3oBOi xpomartorpadguu -
Macc-cnekTpoMeTpun C UCNOb30BaHWEM MeToAa BHYTPEHHero ctaHgapra.

AHanusupyemylo npoby BoAbl noguwienayvsaloT fo pH=12. fo6asBnsAwT paccyMTaHHOe KONM4ecTBO
BHYTPEHHErO CTaHgapTa - nepaeitepodeHaHTpeHa (geTepodeHaHTpeHa-®r), n akcTparupyT guxaopme-
TAHOM. OKCTpaKTbl BbICYLUMBAKOT, KOHLEHTPUPYIOT U BBOAAT B XpomaTorpad), CHabXeHHbIli kanunnspHo
KOMIOHKOW. VIHaMBUAYanbHble COeAUHEHNS, pa3fe/ieHHble Ha XpoMaTorpadgmyeckoin KosloHKe B pexumMe npo-
rpaMMupoBaHus TemnepaTypbl, AE€TEKTUPYIOT MacC-CNeKTPOMeTPOM, COeAUHEHHbIM C XpomaTorpadgom.

NpeHTndumkaumo 6eH3nanHa ocyLwecTBASAIOT NPU CPaBHEHUN BPEMEH YEepPXUBaHNA 1 Macc-CNeKTpoB
3/1eKTPOHHOI MOHMU3ALUN.

VMi3MepeHne MaccoBO KOHLEHTpauun NpoBOAAT MeTOAOM BHYTPEHHEero craHfjapTta: onpefensioT
nnowaam nNUKoB GEH3WAMHA W BHYTPEHHEro cTaHjapTa Ha Macc-xpomaTtorpamMmmax, 3apervcTpupoBaHHbIX
[ONA XapakTepyncTUYecKnx MOHOB 3TUX COeAuHeHui. PacyeT konmyecTBa 6eH3nanMHa OCyLLeCTBAAIT, NCXOAs
13 nnowagen aTux NUKoB, MacCbl BHYTPEHHero cTaHgapTa u hakTopoB OTK/IMKa O6eH3nAVHA MO OTHOLLEHWUIO
K BHYTPEHHeMy cTaHzapTy.

[na rpagympoBku npmbopa u pacyeta (hakTOpPOB OTK/MKa FOTOBAT CEPUI0 rPagynpOBOYHbIX PacTBO-
poB 6GeH3naMHa B AUCTUIMPOBAHHON BOAE, COOTBETCTBYIOLLMX YKa3aHHOMY Auana3oHy KOHLEeHTpauuin un
cofepxalinx M3BecTHoe KOMMYEeCTBO BHYTPEHHEro cTaHgapTa. BblumcnsiT dpakTopbl OTKAMKA, UCXOAS W3
Konnyects GeH3nAVHA U BHYTPEHHEro ctaHfapTa B pacTBopax W niowajedi COOTBETCTBYIOWMX XpoOMaTo-
rpadgmyecknx nmkoB.

5 CpepacTtBa U3MepeHunin, peakTuBbl U MaTepuarnsbl
5.1 CpeacTBa U3MepeHuit

511 XpomaTtomacc-C/IeKTPOMETP COCTOUT U3:

- ra3oBOro xpomartorpadga,

- KONIOHKM XpoMaTorpagmyeckoin CUIMKOHOBOW KanunnapHoi (annHa 30 M. BHYTpeHHW guameTp 0,25
MM. HenoABwxHas xugkasa pasa SPB-5 tonwumHoi 0.25 MKm);

- cucTeMbl 06paboTKM AaHHbLIX CO CNPABOYHON GUGINOTEKON Macc-CNeKTPOB.

Pabouve napameTpbl Xpomaromacc-CliekTpoMeTpa (Xpomarorpada C Macc-CefieKTUBHbIM [eTeKTo-
POM) [AO/KHbI YA,0BNETBOPATL CAeAyoLyM TpeboBaHNAM:

- NPOBEJEHNE M3MEPEHUiA B Aruana3oHe Macc oT 30 go 300 a.e.M. ([a) B pexvMe 3/IeKTPOHHON MOHU-
3aLUuu Npy 3Heprum anekTpoHos 70 3B;

- Macc-crnekTpasbHOM paspelueHun He Hmwke 0.5 a.e.m. ([a) no Bcei Wwkane macc U NacnopTHOW vyB-
CTBUTENLHOCTU Npubopa He Hke 10 nr (no okTadTopHapTaIVHY. 3NEKTPOHHAA NOHU3ALNS).

[JlonyckaeTca Takke MpYMeHeHWe ApYrux xpomartorpaduueckmx KOMIOHOK, MNO3BONSAOWMX MPOBECTU
oTAeneHne onpefenseMbiX COeAVHEHNIA OT APYTMX KOMMOHEHTOB NPO6bI, N aHANOMMYHbIX cMcTeM 06paboTku
[aHHbIX.

5.1.2 Becbl nabopaTopHble 3/1EKTPOHHbIE HE HWKe 2-T0 knacca ToYHocTn no FOCT 24104*.

5.1.3 Wnpuubl aHanuTnyeckue BMecTMmocTbio 1.10 1 100 mkn.

5.1.4 MuneTkn ¢ ogHoli oTMeTKoli (Mopa) 2-1-1 no FOCT 29169 c norpelHocTbio + 0,015 M.

5.1.5 LunuHapsl mepHble 2-50 n 2-1000 no NOCT 1770 ¢ norpewHocTblo + 0.5, = 10.0 mn cooTBeT-
CTBEHHO.

5.1.6 Konb6bl MepHble: 2-25-2. 2-50-2 no MOCT 1770-74 c norpewHocTbo a 0,05. a 0,08 cooTBeT-
CTBEHHO.

5.1.7 YHuBepcanbHasa nHavkatopHas 6ymara pH 0-12.

MpumeuaHune - [onyckaeTca NpUMeHeHWe ApPYrix TUMNOB CPeACTB M3MepeHuii no 5.1.2 - 5.1.7, ¢ meTpo-
JIOTUHECKUMU U TEXHNYECKVMN XapakTePUCTUKAMU HE HKE YKasaHHbIX.

5.2 PoakTuBbl 1 maTepuasbl

5.2.1 BeH3nanH. YncToToin He meHee 99 %.
5.2.2 MeppaeiTepotheHaHTpeH(geliTepoheHaHTpeH-c1,2). yncToToli He MeHee 99 %.

Ha tepputopun P® peiicteyet TOCT P 53228-2008 «Becbl HeaBTOMaTM4yeckoro geiictems. Yactb 1. MeTponormue-
CK1e U TexHuyeckne TpebosaHus. VicnbitaHus»
2
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5.2.3 Boga auctunnuposaHHas no FOCT 6709.

5.2.4 inxnopmeTtaH (MeTUNEH X/I0PUCTbIN), YACTOTOM He MeHee 99 %. Hanpumep X.4. AN Xpomarto-
rpachmu.

5.2.5 'magpokeug Hatpus, x.4., FTOCT 11078.

5.2.6 Cynbthat HaTpus 6e3BOAHbIN KBanudukauuu, J.4.a., no FOCT 4166.

Momumo nepaenTepodheHaHTpeHa B KayecTBe BHYTPEHHero cTaHgapTa MOXHO MCNOMb30BaTb Apyrue
coeVHeHNs, 3aBeJlOMO OTCYTCTBYIOLME B aHanusmpyembix npobax. Mpu aTom paccyvMTaHHble N0 HUM OTHO-
cuTesbHble (hakTopbl OTKIMKA AO/MKHbI HAX0AUTLCA B ananas3oHe 0.1 - 10.

MpumeuaHue - [lonyckaeTcsl NPUMEHEHNE PEaKTUBOB, U3rOTOB/MIEHHbIX MOAPYrOVi TEXHUYECKON AOKYMeH-
Taun. ¢ KBanmmKaumeii YNCTOTbl HE HKE YKa3aHHOIA.

5.3 BcnomoraTenbHble ycTpolicTBa

5.3.1. BOpoHKM fenuTesibHble BMecTuMocTbio 1000 ma no NOCT 25336.

5.3.2. Wkad cywmnbHbIii ¢ Tepmoperynsitopom Tuna CHONM.

5.3.3. CKNSAHKM 13 TEMHOIO CTeKNa BMeCTUMOCTbIO f0 11 Ans oT6opa npob BoAbl.
5.3.4. icnapuTenb poTauuoHHbIi Tuna NP-1M2.

5.3.5. ®unbTpbl 6yMaXKHble 06e330/1eHHbIE «CUHSAS NIEHTa».

MpunmeuvyaHune - [onyckaetca NpYMeEHEHWEe aHaorMyHOro BcrnomoraTeslbHoro OGODyAOBaHMﬂ C TexHunye-
CKUMUN XapaKTepUCTUKaMun He HXKe yKasaHHbIX.

6 Tpe6oBaHnA 6e30MacHOCTH

6.1 Micnonb3yemble B paboTe peakTVBbl OTHOCATCSA K BellecTBam 1-ro v 2-ro knaccos onacHocTu. lMpu
paboTe ¢ HUMKU HeobxoguMo cobogaTb TpeboBaHNsi 6€30NacHOCTU, YCTAHOB/IEHHbIE A1 PaboT C TOKCMY-
HbIMW, eKUMU U flerkosocniameHsawmumMmncsa sewectsamu no NOCT 12.1.005.

Pabota c AnxnopmeTaHOM. KOTOPbIi OTHOCUTCA K 4-My knaccy onacHocTu, nposofaaT no FOCT
12.1.007.

6.2 Mpwn akcnayaTauuyM XxpomaTtomacc-CnekTpoMeTpa M NpOoBeAeHUK COOTBETCTBYIOLUMX U3MEpEeHUii
cnepyeT cobnogatb npasuna anekTpobesonacHocT B cooTBeTcTBUM ¢ TOCT 12.1.019*' n MHCTpyKumein no
aKcnayaTaumm npuéopa.

7 TpeboBaHuMA K kBanucunkaynm nepcoHana

7.1 K NpuroToB/ieHUI0 rpaflyMpoBOYHbLIX PAcTBOPOB AOMYCKAKTCS NWLA, UMelolie KBanuukaumio
VHXEHepa-XNMMKa Un TEXHUKA-XMMUKA U OMbIT paGoTbl B XMMUYECKOi naéopatopuu.

7.2 K BbINOMHEHUIO M3MEpeHUii [OMycKalT /UL, UMELWMX KBAaIU(UKALMI0 He HIWKe WHXeHepa-
XUMUKA WU XUMUKA, NPOLUEALWNX COOTBETCTBYIOWMIA KypC 06yYeHUs1 U UMEIOLLMX OMbIT paboTsl B na6opato-
pUsiX. aKKPeAUTOBAHHbIX HA BbIMOSIHEHWE aHA/IN30B C MPUMEHEHNEM HACTOSILLEN METOAUKN.

7.3 Becb nepcoHan Ao/KeH NPONT NPOBepKy 3HaHWii Mo TexHuke 6e30MacHoOCcTU, B TOM 4uc/e npu
pa6oTe B xumuveckoii naGopatopuu, Bkilouas o6liMe npaswuna paboTbl C €KMW U TOKCUYHbIMK BeLlle-
CTBaMU. NpaBu/ia NoXapHoit 6€30MacHOCTM 1 NMPOMBbILLINIEHHON CaHUTapUL.

8 YcnoBusa BbINOMTHEHUS W3MEPEHUA

Mpy NpuroToBneHMN pacTBOPOB, NOArOTOBKE NPO6 M BbIMOSHEHWN M3MepeHuii HeobxoanMo cobio-
JaTb cnefyoline ycnoBus: Temnepartypa okpyxaiwuiero sosgyxa (20 + 5) °C; aTmocdepHoe fAaBneHue
84.0-106,7 kMa (630-800 MM pT.CT.); OTHOCUTENIbHASA BNAXHOCTb BO3AyXxa Huxe 85 % npu 25 °C; Hanpske-
HWe B CETU NUTaHWA nepemeHHOro Toka (220 + 22) B; KOHUeHTpauuMn Mellallmx onpedeneHnto u arpec-
CMBHbIX KOMNOHEHTOB B BO3JyXe He A0/XHbl npesbiwats MAK ans Bo3gyxa paboyeit 30HbI.

Apyrue ycnosusa nsmepeHunin 4oMKHbI COOTBETCTBOBATbL MHCTPYKLMM NO 3KcnayaTauumn npuoopa.

Ha tepputopun P® peiicteyer FTOCT P 12.1.019-2009 «CuctemMa CTaHAapTOB 6e30MacHOCTM Tpyaa. nekTpobes-
onacHocTb. ObLime TpeboBaHUA 1 HOMEHKIATYpa BUAOB 3aLLMTHIB
3
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9 lMoaroToBKa K BbINO/THEHUIO U3MEPEHUIA
9.1 NoarotoBka NocyAbl

Mcnonb3oBaHHY0 CTEKNAHHYIO Mocydy nepes AanbHellwmm ynoTpebeHrnemM ononackuarT npumMe-
HSIBLUMMCS pacTBOpPUTENIEM UM TLATe/IbHO MOKT ropsiyeil Bofoi ¢ cofoii, onosackuBaroT BOLONPOBOAHON, a
3aTeM AWUCTUIIMPOBAHHON BOAOM.

9.2 MpurotosfneHne pacTtsopoB

MpuroToB/eHMe PacTBOPOB NMPOBOAAT B BLITSXKHOM LUKAd)y Npu TEMNEpaType OKPYXaiolero Bosayxa
18-22 °C.

9.2.1 NcxopfHblii pacTBOp 6eHangunHa

HaBecky 6eH3uanHa (500 + 1) Mr nomeLLalT B MEPHYH KON6y BMECTUMOCTbIO 50 M. pacTBOpsOT B
10-20 mn guxnopmeTaHa. [OBOAAT A0 METKM 3TUM Xe pacTsoputenem. Maccoas KOHUeHTpauus 6eH3nau-
Ha B nonfyyeHHom pactsope 10,0 mr/mn. XpaHAaT B 3alluLLEeHHOM OT cBeTa MecTe npu Temnepatype -10 °C
0o -18 °C He 6onee 90 gHel.

9.2.2 PacTBOp BHYTpPEHHErO cTaHapTa nepaeiiTtepoeHaHTpeHa

B mepHyto konby BMecTumocTbio 25 Ma nomewaoT (250 + 1) mr nepaelitepodheHaHTpeHa. pacTBops-
0T ero B 10-15 mn guxnopMeTaHa v AOBOAAT A0 METKM 3TUM Xe pacTBopuTeneM. MaccoBasi KOHLEeHTpauus
nepgeintepodeHaHTpeHa B nosydyeHHoM pacteope 10,0 mMr/mMn. XpaHAT B 3alyMLLieHHOM OT cBeTa mMecTe npu
Temnepatype -10 °C go -18  He 60nee 90 gHel.

9.2.3 N'pagynpoBOYHbIE pacTBOpbl 6eH3ngnHa

PactBopbl roToBAT B 6yThikax 06beMoM 1 1 (cm. 5.3.3). K 1 1 guctunnnposaHHON Bogbl o6aBnsaT
paccuuMTaHHOe KonMyecTBO pactBopa 6eH3mavHa u 1 mkn (0.001 mn) pacTBopa BHYTpPeHHero ctaHgapTa. B
Tabnuue 1 npuBefeHbl AaHHble, HEOOXoAUMble AN NPUrOTOB/EHUS TPaLYUPOBOYHLIX PACTBOPOB C 3afaH-
HbIM 3Ha4YeHWeM MacCOBOl KOHLEeHTpauuu onpesensieMoro BewecTsa. YkasaHHble annkBoTbl 0TOGMPAKT CO-
OTBETCTBYIOLMMY MUKpoLLnpuuamm no 5.1.

Ta6nuya 1.-XapakTepucTuku rpagyvpoBOYHbLIX PACTBOPOB 6eH3uANHA

Homep O6beM NCXOAHOrO pacTeopa OBbeM Bogbl, M KoHueHTpauun 6eH3namHa.
pacteopa 6eH3ngnHa. MKn MKr/n
1 1,00 1000 10.00
2 2.00 1000 20.00
3 5.00 1000 50.00
4 20.00 1000 200.00
5 100.00 1000 1000,00

MpuroToBneHHble rPafyMpoBOYHbIE PacTBOpbl 6eH3nanHa noAwenaumsaoT o pH 12 rugpokcuaom
HaTpus 1 TpPOeKpaTHO 3KCTparnpyT (BCTpAXUBAKOT B TeyeHune 20 MUH) guxnopmeTtaHom (3 nopuum no 30
MA1). DKCTPakT 06beANHAIT, cylwart Hag 6e3BOfHbIM CyNbd)aToOM HATPWA U KOHLLEHTPUPYIOT, UCMOMb3ys Po-
TaLWOHHbIV ncnapuTens, Ao ob6bema 1-3 mn.

9.3 MogroToBka Npu6opa K BbINOSTHEHWUIO U3MEpPEHWA

Xpomatorpag - Macc-CnekTpoMeTp BK/OYAKT M HacTpavBalT B COOTBETCTBMM C MHCTPyKUuel no
aKcnayaTauumn 1 onucaHvem, npunaraeMbiM K Npubopy. YcTaHaBnuBalT paboune napameTpbl, Heobxogm-
Mble A5 NpOBefeHuNs n3mepeHuii. Paboune napameTpbl NPpU60POB JO/MKHbI ObITb MOCTOSAHHBLIMU MPU N3Me-
peHVn BO BCEM AuanasoHe KOHLEHTpaLuii.

OCHOBHble XapakTepUCTUKN:

1) Xpomatorpad:

- Temnepartypa ucnaputens: 270 °C:

- TMN MHXeKTopa: 6e3 pasfeneHus noToka:

- 06bem BBOAMMOro pacteopa (akctpakrta): 0,1-1 mkn.
- PeX1M NporpamMmmupoBaHns TemnepaTypbl KONMOHKK:
- HayasbHas Temnepatypa 50 °C (2 MUHYTbI);

- cKopocTb Harpesa 20 °C B MUHYTY;

- KOHeYHas Temnepatypa 280 °C (10 MUHYT).
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2) Macc-cnekTpomeTp:

- Temneparypa UcTovyHuka moHos: 250 °C.

- AvanasoH ckaHupyembix macc: 29-250.

- ckopocTb cbopa AaHHbIX: 10 CNekTpoB B CEKyHAY MO BCEMy Anana3oHy Macc.

9.4 TpagyvpoBka

pagyvpoBKy npubopa ocyLLecTBAAIT HENOCPeACTBEHHO nepes nsmepeHusamu no 11. MposogAaTt ABy-
KpaTHble U3MEPEHNs Kaxaoro u3 5 rpafynpoBOYHbIX PacTBOPOB.

9.4.1. OnpegenaoT naowaam NUKoB Ha Macc-xpomartorpammax, NoCTpoeHHbIX AnA 6eH3namHa no To-
Ky XapakTepucTuyeckux MOHOB C m/z 184, Ana BHyTpeHHero ctaHgapTa (nepgertepoheHaHTpeHa) no xa-
pakTepucTnyeckomMy noHy ¢ m/z 188.

[Nns kaxporo nsmMepeHus paccunTbiBatoT haktop oTknnka RF, no dopmyne:

RF, = S,Mu/SaMu 1)

roe S - naowagb nuka 6eH3ngnHa, NOCTPOEHHOr0 MO TOKY XapaKTepucTUYeCcKMX MOHOB ¢ m/z 184;
Mii - Macca fo6aBfieHHOrO BHYTPEHHEro CTaHAapTa;

Su- nnowagb nvka BHYTPEHHEero craHgapTta, NOCTPOeHHasA No TOKY XapakKTepucTtnieCknx NoHoB C m/z
188;

Mm- macca 6eH3uavHa B 1 M rpaZlyMpoBOYHOr0O pacTBopa.

B fanbHeliwnx pacyetax UCNonb3yT cpegHeapudmeTnyeckoe 3HadeHne RFQ) oTHocsweecs K nos-
HOMY AnanasoHy n3mepseMblX KOHLeHTpaLuuii.

roe n - obuiee uncno namepenui (10).
Mo dopmynam (3) u (4) paccunTbiBaloT cpefHekBaapaTmyeckoe (CtaHaapTHoe) oTkoHeHne. CKO. un
COOTBETCTBYIOLLEEe OTHOCUTE/IbHOE CPpefHeKBaApaTuYHOe OTKOHeHne, oTHocuTenbHoe CKO.

I n-1 “

OtHocutenbHoe CKO = —-----100 % 4
N Cc p

3HayeHns oTHocuTenbHoro CKO He gosmkHbl npesbiwats 10 %.

9.4.2. PUKCHPYIOT BPEMEHA YAEPXMBAHUA A5 NUKOB GeH3MAnHa ANA BCex xpomarorpamm. Beibupa-
0T cpefiHee 3HayYeHne BpeMeHu yaepXusaHus, T.e. 3HavyeHue, Hanbonee 65mM3koe K cepegunHe 3aukcmpo-
BAHHOIO MHTEpBasa W3MEHEeHWs 3TON BeNWUMHbI. TUMMYHbIE 3HAYEHWE BPEMEH yAepXMBaHWs B UCMOMb30-
BaHHbIX XpoMaTorpaduyeckux ycnosusx ansa 6eHsnauHa (773 & 3) c.

3aperncTprpoBaHHble MOJHbIE MACC-CNEKTPbl GeH3nAMHa (2-3 cnekTpa) BBOAST B CMPaBOYHY GM6-
NNOTEKY MACC-CNEKTPOB.

10 MoprotoBka 06pa3yoB A8 U3MEPEHWIA

10.1. OTo6paHHbIE NPO6LI XpaHAT B 3alyMLLIEHHOM OT cBeTa MecTe A0 14 cyTok npu Temnepartype oT
0 C po 5 °C. MoarotoBky 06pa3LoB NMPOBOAAT B BbITSHXXHOM LuKadyy npy TemnepaType OKpyXalolwero Bo3ay-
xa 18-22 C. Nepeg o6paboTKoii no 10.2 Npobbl BbIAEPXKMBAKOT NPKN 3TON TemnepaType He meHee 1 u.

10.2. AIMKBOTY OZHOW 13 Npo6 BoAbl o6bemom 0.5 n unbTpyoT, NnogwenaymsaT o pH 12 ruapok-
CMAOM HaTpusa No GymMaHOMY WHAVKATOpY, A06aBNAT pacTBOpP BHYTPEHHEero ctaHgapta (nepgeitepode-
HaHTpeHa) no 9.2.2 1 TPWXAbl 3KCTparupyT (BCTpAXUBAKOT B TeyeHune 20 MWH) guxaopmeTamom (Tpems
nopuusmu no 30 mn). O6beEM pacTBopa BHYTPEHHero ctaHgapTa nogbuparT Takum ob6pa3om, 4To6bl no-

5
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Wwaab Xxpomarorpadmyeckoro nvka ctaHgaprta coctasnsna 20-500 % oT nnowagn nuka 6eHsnguHa. Ans
3TOro NPOBOASAT NpeABapuTesibHble U3MEPeHNs B COOTBETCTBUM C 11.

OpraHuyeckyto a3y OTAeNAlT C NOMOLLbI0 AeNNTENbHOV BOPOHKM; 3KCTPaKTbl 06bEANHAIOT 1 cywaT
Hag 6e3B0AHbIM CynbdaTtom Hatpusa 5-10 r. 3atem 06befMHEHHbIV IKCTPAKT PUNbTPYIOT U KOHLEHTPUPYIOT
Ha poTauMoHHOM McnapuTene Ao o6bema 1-5 mn.

MpepBaputenbHble M3MepeHus no 11.2. npoBogAT Takke ANS TOro, 4To6bl YCTaHOBUTbL HEO6XoAW-
MOCTb pas6asneHuns npob ANCTUNNMPOBAaHHON BOAOW. Ecnv npeaBapuTenbHblli pesynbTat U3MepeHns KOH-
LeHTpaummn 6eH3namHa He NPUBOAUT K 3TOMY BbIBOAY, TO 06pabaTtbiBatoT elle 0AHY anvMKBOTY AaHHON Npo-
6bl aHanu3upyemoli Boapl. MNpy HeobxogmumocTy pasbaBneHus, 3ToOi npouenype u nocnegywouwein o6paboT-
ke no 10.2 noaBeprawT ABe anvMKBOTbl BTOPOIi NPo6bl BOAbI.

11 BbINONHEHNE U3MEPEHNIA

M3mepeHus cnepyeT NpoBOAUTbL B TeX Xe YC/IOBUAX, B KOTOPbIX NpoBefeHa rpagymposka npuéopa
(cm. 9.4). ins NoAroToBNEHHBIX 06Pa3L0B NPOBOAAT U3MEPEHUSA BEIMUMH, NMOATBEPXKAAIOLWMNX UAEHTUYHOCTDL
6eH3nguHa (cm. 11.1) n 2-3 napannenbHbIX MU3MEPEHUS MaccOBON KOHUeHTpauuu 6eH3nguHa (cm. 11.2).
HeobxoanmocTb pasbasneHns npob (cm. 11.2) BbISABAAKT, NpeBapuTelbHO U3MEPSAS KOHUEeHTpauuio Be-
LLEeCcTB B a/IMKBOTE OAHOI M3 NMpo6. B 3aBMCMMOCTM OT MOJIyYEHHOro pesyfbTaTa cregyloume usMepeHus
NpPOBOAAT eLle C OAHOW annKBOTOW Hepa3baBeHHOW NPo6bl MK € ABYMSA anMkBoTamy BTOpPOW Npobbl nocne
ee pasbaBneHus.

11.1 OnpefensioT BpeMeHa yAepxuBaHus, oTBevaloLine nmKkaMm Ha xpomartorpaMmMax B61M3mn cpefHe-
ro 3HaYeHWs BpeMeHW yaepxuBaHua nvka 6eHsngmHa. MonHble Macc-CnekTpbl CPaBHMBAIOT CO CMeKTpamu
6eH3naMHa B CnpaBoYHOl 6ubnnoTeke. OnpefensieMoe CoefUMHEHNe CUUTaT MAEHTUMULMPOBAHHBIM Kak
6eH3MANH NpU YCNoBUAX:

- BpEMSA YAepXuBaHUa paccMaTpuBaeMoro COefMHeHNsa OTIM4aeTca OT CPefiHero 3HayeHus aToi Be-
MYMHbI Mo 9.4.2. He 6onee yem Ha 3 C:

- rokasarteflb CXOACTBA 3KCMEPUMEHTaslbHbIX CMEKTPOB CO CNpaBOYHbIMU CNekTpamu G6eH3nguHa He
HXe 92 %.

11.2 OnpepgensaioT naowaan NMKoB Ha Macc-xpomarorpammax, 3apermcTpmpoaHHbix no 9.4.1. Mac-
COBYIO KOHLeHTpaumio 6eH3magmHa Cui B 04HOIM M3 anNuKBOT (/-as anvkBoTa, /-biii 06pasel) npum )-om nsmepe-
HUKW, Mr/N. paccunTbIBaOT N0 hopMyre:

Cu$=SuyM,i /Suf 'RFo V (5)
roe  M/S)- macca BHYTPEHHero ctaHgapTa, Mr;
Ma ,=\/b Ca, (Sa)

Vti- 06bem pacTBOpa BHyTPEHHEro ctaHgapTa, M. o6aBNeHHOro K anvksoTe obpasya (cm. 9),

C* - maccoBas KOHUEeHTpauus pacteopa BHYTPEHHEro ctaHaapTta, Mr/Ma. NpuroToBAEHHOro no 9.2.2;

SHf - nnowaab nuka 6eH3nauHa, yen. ef.. Ha /-0ii Macc-xpomatorpamme, NOCTPOEHHOW Mo cymmap-

HOMY TOKY MOHOB ¢ m/z 184, /-oro obpa3sua;

- nnowafb nuKa BHYTPEHHEro ctaHgapTa, yen. ef.. Ha/-oil macc-xpomaTorpamme, noCTPOEHHO
no TOKy MOHOB ¢ m/z 188, /-oro o6pasua;

RF@- ycpefHeHHbI hakTop oTknuka (opmyna 2);

V - o6bem anuksoTsl, N1 (V =0.5 n).

B cnyuae, ecnu 3HadyeHne Cwk nosyyeHHoe no dopmyne 5. He npesbiwaeT 1.0 mr/n, Ans namepennii
BbIOMpAlOT BTOPYIO aSIMKBOTY MCXOAHOW Npo6bl BoAbl. Ecnu ykasaHHOEe 3HauyeHue NpeBbileHO, U3MepeHus
NpoBOAAT C ABYMSA anvKBOTamMy BTOPOI Npo6bl BOAbI, NpefABapuTenbHo pasbasnas npoby ANCTUNNMPOBaH-
Holl Bogoli. O6beM MnocfnefHel BbIOGNUPAKOT TaknM, YTOObl yKasaHHble 3HAYEHUS KOHLEeHTpauuu, BblYMC/EH-
Hble Mo hopmyne 5. Haxoaunucb B AnanasoHe oT 0.01 go 1.0 mr/n. MaccoByto KOHUeHTpauuto 6eH3ngnHa C4
B Aoii Nnpobe BOAbI NpW /-OM M3MepeHuu, Mr/n, A0 pa3baBneHnsa pacCcuUUTbIBAOT NO BUAOU3MEHEHHON dhop-
myne:

0*= K Sui -Mn RFco V (56)
roe K - koadpcuumeHT pasbasneHus (pasBeseHus);

K=(V+VpyV. (58)
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Vp- 06bem fo6aBNeHHON ANCTUIIMPOBAHHON BOAbI. .
BbluncnaT cpefHee 3Ha4YeHMe MacCoBOIN KOHLEHTpauumn 6eH3manHa AN Kaxaoro obpasua (asmkeo-
Tbl), Mr/n:

n (6)

roe /- 1un2,
N - KO/IMYeCTBO napasnfiefibHbiX nsmepeHuii (2 unn 3).
OTHOCUTeNIbHOE pacxoxaeHue d> %, pe3ynbTaToB A/1a 3TUX 06pas3LioB:

C*,Wav -Q imin 1QQ

@)

roe 1 C/min- cooTBETCTBEHHO HaMbo/blLee N HauMeHbLUee 3HayeHMe MacCOoBOW KOHLEeHTpauum
npv NapannenbHblX U3MEPEHNAX ANA KaxAoro obpasua.

PesynbTaTbl NapanienbHbiX M3MepeHnil Npu3HaloT npuemaeMbiMn, ecnu d, He npesbliwaeT 10 % (n =
2) nnn 12 % (n = 3) npu BepoATHOCTN P = 0,95.

BbluncnsioT cpefHne 3HauyeHUss MaccoBOi KOHLEeHTpaumum 6eH3nanHa no o6enm annksoTaM aHannsu-
pyemoii Npoo6sbl:

C = 5 ®)

1 OTHOCUTE/NLHOE pacxoxaeHue D. %, pe3ynbTaToB /15 ABYX a/IMKBOT:

£>=CT'c C1 10 9
PesynbTaTbl npu3HalT npuemnembiMu, ecnu D He npesblwaeT 20 % (npu BeposATHocTM P = 0.95).
Mpn BbINOMIHEHMW 3TOTO YC/I0BUA CpeAHee 3HayeHune KoHueHTpauuii C npuHMMaloT B kayecTBe pesy/bTaTta
N3MepeHuii.
12 OdhopmneHue pe3ynbTaTtoB U3MEPEHU
Pe3ynbTat n3MepeHns MaccoBOl KOHLeHTpauun 6eH3nanMHa NpeacTaBnaioT B cneaytouleli hopme:
(Co 0 ,15'Cep) mr/n (20)

Mpumepel 3anucu: < 0.01 mr/n, (0,010 + 0.0015) mr/n, (0,24 £0.04) mr/n. (0,72 1 0.11) mr/n.

13 KOHTpO/1b NOrpeLwHocTun
13.1 MNpoBepka YyBCTBUTE/ILHOCTU XpomMaTomMacc-cnekTpomeTpa

Mpy NoJ03pUTENbHBIX pe3y/ibTaTtax U3MepeHnil Unn pe3koM YMEHbLIEHUN PErNCTPUPYeMbIX CUTHAOB
NPOBEPSIOT YYBCTBUTENLHOCTL NpM6Gopa Mo rpasyMpoBOYHOMY PACTBOPY C HAMMEHbLUUMU MACCOBLIMU KOH-
LueHTpaumsamm 6eHsuguHa (Tabnvua 1) B yCNOBUSIX M3MEpPEHUii, yKkasaHHbIX B 9.4. OTHOLUEHNE CUTHasTLLIYM
4Nsi onpefensieMbIX COeUHEHNI AOMKHO 6GbiTb He MeHee 10:1. UyBCTBWUTE/NIbHOCTb NpruGopa BOCCTAHAB/M-
BAlOT B COOTBETCTBUM C PEKOMEHAALMSIMU, U3N0XKEHHbLIMI B PYKOBOACTBE MO €ro aKcnayarauuu.

13.2 KOHTpO/Ib MOMEX MO pe3ynbTaTtaM X0/10CTOr0 onbiTa

XonocTtoli onbIT NPOBOAAT C AUCTUNNVPOBAHHOW BOAON Yepes Kaxpble 20-30 npo6, 4To6bI y6e-
ONTbCSA B OTCYTCTBUM 3arpsA3HEHUA M NOMEX, UCTOYHMKAMU KOTOPbIX MOTYT GbiTb M3MepuTEeNbHAs cucTemMa.

7
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peakTuBbl U MaTepuanbl. B cnyyae oGHapyXeHWst 3arps3HeHniA, NPOSIBASIOWMXCSA B NOABMEHUN CUTHANa Npu
3aflaHHbIX 3HAYEHUSAX MacC MOHOB U BPEMEHW yAepXMBaHWA C OTHOLIEHMEM CUrHa:LLUYM. MpPeBbIIAOLMM
3:1, onpenensitoT UCTOYHUK NOMEX, KOHTPONUPYS UCNONb3yeMble peakTUBbI 1 MPOBEPsst YC0BUA NOArOTOB-
K Npo6 1 NpoBefeHns N3MepeHui.

13.3 KOHTpONb NpaBuWIbHOCTU MeTOLOM A06aBOK

KOHTpO/b NpaBMAbLHOCTN NPOBOAUTCA C Lie/bl0 OLEHKA BO3MOXHOCTW MPUMEHEHUS HacTosLell MeTo-
VKN BbINONHEHMS usmepeHuin (MBW) ans Bog. paHee He noABeprasLUMXCS aHann3y, a Takxe npu COMHeHun
B pe3synbTarax UsmepeHwuii.

[na koHTpons oTéupatoT Tpu Npobbl No 1 1, npuyem oAHa U3 NpPo6 CAYXUT ANA npeaBapuTesbHbIX
nsmepeHuin (cm. 11.2). I3aMepsaoT MacCcoBYyH KOHLEHTpaLmMio B ABYX a/IMKBOTax BTOPOW U3 Npob u nonyvawT
pe3ynbTat namepeHuii C. B TpeTbio Npoby BHOCAT A06aBKy UCXOAHOrO pacTtBopa 6eH3vuauHa. npuyem mac-
coBasi KOHLeHTpauusa aobaskv [ aomxHa 6biTb B nHTepsane (0.8-1.2) C. mr/n. MpoBogAT nsmepenuns ans
[ABYX 06pasLoB (anmkBoT) ¢ A06aBKOW 1 NonyyatoT pesynbTaT usmepeHuin Ca.

Pe3ynbTaT KOHTPONS NpU3HaeTCcsa yAoBnAeTBopuTebHbIM Ana P = 0.90 Npu BbINONHEHUW YCIOBUSA:

(11,

roe HAa = 15%
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