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MNpepncnosue

Llenn, oCHOBHblE MPUHLWMbLI 1 NOPAAOK NPOBEAEHNS PaboT MO MEXrocyLapCcTBEHHOI cTaHgapTu3a-
umMn yctaHossieHbl TOCT 1.0-92 «MexrocygapcTBeHHas cuctema ctaHgapTtusaunm. OCHOBHble MOJ0Xe-
Hua» n FOCT 1.2-2009 «MexrocygapcTBeHHaa cucrema craHgaptusaumu. CtaHgapTbl MeXrocygapcTBeH-
Hble. MpaBuaa W pekoMeHAaunm nNo MexrocysapcTBeHHOW cTaHfapTusauuu. MNMpasBuna pa3paboTku, NPUHSA-
TUA. NPUMEHEHUA, O6GHOBNEHNS U OTMEHbI»

CBefleHnsi 0 cTaHgapTe

1 PABPABOTAH ®depgepanbHbiM 6IOAXETHbIM YyupexaeHnem 3gpaBooxpaHeHus «Poccuiickuii pe-
TMCTP MOTEHLMaNbHO OMAaCHbIX XMMUYECKMX M 61MOo0rMyecknx sewects» ®egepanbHoil cnyx6bl No Hag3opy
B cchepe 3awunTbl npaB notpebuteneli n 6narononyuns yenoseka (PBY3 «Poccuiickuii pernctp noteHuu-
anbHO OMaCHbIX XUMUYECKUX 1 BUuonornyecknx BelwecTs» PocnoTpebHassopa)

2 BHECEH ®epgepasibHbiM areHTCTBOM M0 TEXHUYECKOMY perympoBaHuio u MeTponoruu

3 MPUHAT MexrocygapcTBeHHbIM COBETOM MO CTaHjapTu3auuu, mMeTposiorun u ceptudpukalmm
(npoTokon oT 14 Hosi6psA 2013 r. Ne 44-2013)

3a npuHATHeE nporosiocoBanu:

KpaTkoe HaumeHoBaHue Kopg ctpaHbl no CokpallleHHOe HauMeHOBaHWe HaluWoHaNbHOro
CcTpaHbl Mo MK (MCO 3166) 004-97 opraHa no ctaHgaptusauum
MK (UCO 3166} 004-97
ApmeHuns AM MuH3aKoOHOMUKN Pecnybnumkn ApmeHuns
Benapycb BY FoccTaHpapTt Pecny6nmkn Benapych
Poccusa RU PocctangapTt

4 Mpukasom PefepanbHOro areHTCTBa Mo TEXHUYECKOMY PEeryMpoBaHuio U MeTposornm ot 22 Ho-
a6pa 2013 r. No 1922-cT mexrocygapcTBeHHbIn cTaHgapT FTOCT 32580—2013 BBefeH B AeiicTBMe B kaue-
CTBe HauMoHanbHOro ctaHgapTa Poccuiickoit degepaumm ¢ 1 niona 2014 .

5 BBEJEH BMNEPBbIE

WHbopmaums 06 nameHeHnsx K HacTosWweMy cTaHgapTy ny6nkyeTcs B exerofgHoMm nHdopma-
LMOHHOM YyKa3aTesne «HauuoHasibHble CTaH4apThi», @ TEeKCT W3MEHEeHWUl 1 NONpPaBoOK - B €XeMeCAYHOM
MHOPMAaLIMOHHOM YKa3aTesne «HauuoHasibHble cTaHfapThi». B cnyyae nepecmoTpa (3aMeHbl) uiM oT-
MeHbl HaCTOALWEro cTaHjapTa CoOTBEeTCTBYLlee yBefoMneHne bygeT ony6/vKOBaHO B eXemecsu-
HOM WMH(OPMALMOHHOM yKasaTene «HauuoHanbHble cTaHAapTbl». CooTBeTCTBYLWaa UHpopmMauus,
yBefjloM/IeHne N TeKCT bl pasmeLlalnTCca Takke B MHOPMaLMOHHOW cucTeme o6Lwero nofb30BaHns - Ha
othuumansHom caiiTe ®efepanbHOro areHTCTBA N0 TEXHUYEeCKOMY PeryinpoBaHuio U MeTpoiiorun B
ceTun VIHTepHeT

© CrtaHpgapTuHdopm. 2014

B Poccuiickoii ®epepauynn HacToAWMA cTaHAAPT HE MOXeT 6biTb MOSIHOCTLIO WKW YACTUYHO BOC-
npou3BefeH. TUPaXNWPOBaH U pacnpocTpaHeH B kauyecTBe ouunanbHOro nsgaHua 6es paspeleHus dege-
panbHOro areHTCTBa No TeXHUYECKOMY PerysimpoBaHuio n MeTposiorumn
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M E X T OCUY 4 APGC CTBETHH®BbB 1 CTAHOAPT

NMAPA-KPE30N
OnpeaeneHue copepxaHns B BOAHOI cpepe

p-Cresol. Determination in water

[arta BBegeHns — 2014—07—01
1 06nacTtb npuMeHeHuns

HacToswuii ctaHgapT ycTaHaBnuBaeT MeTo[ OnpefesieHna CofepXxaHus napa-kpesosna B BOAHOW
cpege B gnanasoHe ot 0,001 mr/n go 10.0 mMr/n meTo4oM ra3oBoOil xpomaTtorpaduu - Macc-cnekTpomeTpun
(TX-MC). Mpu maccoBoli KOHLEHTpaLuun napa-kpesona cebiwe 0,1 mr/n npobbl npegBapuTenbHO pa3basns-
10T ANCTUNNNPOBAHHON BOAOMN.

O6bem oTO6MpaemMoii NPobbl AOMXKEH COCTaBNATL HE MeHee 1 /1. HE06X04MMO He MeHee ABYX UAEH-
TUYHbIX NP06. MPo6bl OTOMPAOT B YNCTbIE CKASAHKM U3 TEMHOro cTekna. CkAsiHku ¢ npobamu BOAbl CHabxa-
10T 3TUKETKaMM, Ha KOTOpPbIX yKa3biBaloT HOMep W Bug npobbl, gaTty n mecto oT6opa. Mpobbl HanpasnsawT B
na6opaTopuio ¢ CONMPOBOAUTENbHBIM AOKYMEHTOM.

2 HopmaTuBHbIE CCbIIKU

B HacToAwWwem cTtaHfapTe UCMO/b30BaHbl CCbI/IKM Ha cnefyoline ctaHaapThbl:

FOCT 12.1.005-88 Cuctema ctaHgapToB 6e3onacHocTu Tpyga. O6wme caHUTapHO-TurneHmyeckne
Tpeb6oBaHMs K BO3ayXy paboyeit 30HbI

FOCT 12.1.007-76 Cuctema cTtaHfapToB 6e3onacHocTu Tpyga. BpeaHble BewecTBa. Knaccudguka-
uma n obuwme TpeboBaHNsA 6€30MacHOCTM

FOCT 12.1.019—2009 CucTtema cTaHAapToB 6e3onacHoCcTu Tpyga. dnektpobesonacHocTb. Obwme
TpeboBaHUA 1 HOMeHKNaTypa BUA0B 3alnTbl

FOCT 1770-74 (MCO 1042-83, NCO 4788-80) lMocyna mepHas nabopaTtopHasa cTeknsAHHasa. Liu-
NINHAPbLI. MEH3YPKKU, KONGbI, Npo6upkn. O6LMe TeXHNYeckne ycnosus

FOCT 4166-76 PeakTuBbl. HaTpuii CepHOKUCbIA. TeXHUYeckne ycnosns

FOCT 4204-77 PeaktuBbl. Kucnota cepHas. TexHuyeckue ycnosus

FOCT 6709-72 Boga guctunampoBaHHasa. TexHu4yeckne ycnosus

FOCT 24104-2001 Becbl nabopatopHblie. O6LiMe TexHuyeckme TpebosaHms

FOCT 25336-82 MNMocyana n o6opyaoBaHue nabopaTtopHble CTEKsAHHble. Tunbl, OCHOBHble NapameT-
pbl U pasmepsbl

FOCT 29169-91 (MCO 648-77) Mocyna nabopatopHasa cTekNAHHasA. MuneTkn ¢ ofHOW OTMETKOW

MpumMmedaHune — [py NOML30BAHUM HACTOSILLMM CTaHAAPTOM LEenecoo6pasHo NpPoBEpUTL AeiicTBue
CCbI/TOYHbIX CTAHAAPTOB B MHCDOPMALIMOHHOW CUCTEME 06LLEro Nosib30BaHUs — Ha ohuLManibHOM caiite defepasibHOro
areHTCTBa N0 TEXHWYECKOMY PEery/IMpoBaHUI0 U METPO/IOTMN B CETU VHTEPHET UK Mo eXerogHoMy UHGOPMaLUOHHOMY
yKkasatesno «HauyoHasibHble CTaH4apTbI», KOTOPbIN ONy6/IMKOBaH MO COCTOSIHMIO Ha 1 iHBapsi TEKYLLEro roga, U no Bbi-
Myckam eXxeMecsiyHoro MHOpPMaLMOHHOTO ykasaTens «HauuoHabHble CTaHAapTbl» 3a TEKYLWMI rod. ECAM CCbINoYHbINA
CTaH4apT 3amMeHeH (M3MeHeH), TO Npy NO/b30BaHWK HACTOSILLWIM CTaHAAPTOM CriedyeT PyKOBOACTBOBATLCS 3aMeHsito-
MM (M3MEHEHHbIM) CTaHAAPTOM. ECNM CCbINOYHbIV CTaHAApT OTMeHeH 6e3 3aMeHbl, TO MOJIOKEHWE, B KOTOPOM JaHa
CCbI/IKa Ha HEro, NPUMEHSIETCS B YaCTU, HE 3aTparuBatoLLel 3Ty CCbUKy.

3 XapaKkTepucTuKM NOTrpeLwHoCTN U3MEPEHUIA

OTHOCUTENbHAA pacliMpeHHas HeonpeaeieHHOCTb U3MEepPEeHNii. UOI*= 15%, npu KoahULNEHTE OX-

Bata K = 2.
MpumeyaHne — YkazaHHas HeonpeLeNeHHOCTb COOTBETCTBYET rpaHvLiamMm OTHOCWUTE/IbHON CyMMapHOL
norpewHocTn +15% npw foBepuTenbHoli BeposaTHoctn P = 0,95.

M3paHue ouymansHoe
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4 OnucaHue meTtoAa

M3mepeHne maccoBoil KOHLEHTpaLM napa-kpesona NpoBoAAT MeTO4O0M ra3oBoil xpomartorpadum -
mMacc-c/ieKTpoOMeTpumn € NCNob30BaHNeM MeToAa BHYTPEHHEro ctaHjapra.

AHanusnpyemyilo npo6y BoAbl NOAKNCAAIT, f06aBASIOT paccinTaHHOE KOMYEeCTBO BHYTPEHHEro
cTaHgapTa - nepgelitepoHadTannHa (gelitepoHadTannHa-®B) U aKCTPArnpyoT AUXN0PMeTaHOM. DKCTpaKkThl
BbICYLUVNBAOT, KOHLEHTPUPYIOT W BBOAAT B Xpomartorpad, CHabXeHHbIi KanuaasapHOi KOMOHKOW. WHAMBK-
AyanbHble COeAMHEHWA, pasfesfieHHble Ha XxpomaTorpaduyeckoil KONOHKE B pexumMe MNporpammmpoBaHus
TemnepaTtypbl, AeTeKTUPYIOT Macc-CNekTpPOMeTPOM, COefJMHEHHbIM C XpomaTtorpadgom.

NaeHTudukauuio napa-kpesosia OCYLWECTBAAIT MO BPEMEHU YAepXWBAHUA U Macc-CnekTpam
3N1eKTPOHHO MoHM3aLNN.

MN3mepeHne maccoBoil KOHUEHTpauunm napa-kpesona nNpoBOAAT MeTOAOM BHYTPEHHEro cTaHgapTa:
onpeAensaloT naowaan NUKOB napa-kpesona W BHyTPEHHero ctaHfjapTa Ha macc-xpomaTorpammax, 3aperu-
CTPUPOBAHHbIX AN1A XapakTepUCTUYeCKUX MOHOB 3TUX COoeAMHeHuii. PacyeT konuyecTBa napa-kpesona co-
CTaBNAT, UCXOASA M3 Molwageli aTUX NUMKOB, MacCbl BHYTPEHHero ctaHgapta U )akTopoB OTKAMKa napa-
Kpe3o/ia No OTHOLWEHWIO K BHYTPEHHEMY CTaHAapTy.

Ans rpagyvpoBku npubopa n pacuyeta hakTopoB OTK/IMKa FOTOBAT CEPUI0 TPafyMpOBOYHbIX pacTBo-
poB napa-kpesona B AUCTUIIMPOBAHHON BOAe, COOTBETCTBYIOLMX YKa3aHHOMY Anana3oHy KOHLeHTpauui un
cogepxaliux 13BecTHOe KOJIMYecTBO BHYTPeHHero ctaHfjapTa. BblumcnsaiwoT akTtopbl OTKAKMKA, UCXOAA U3
KOMIMYecTB Napa-kpesosia U BHYTPEHHEro cTaHfjapTa B pacTBopax W naowageii COoTBETCTBYOLWMX XPOMaTo-
rpacnyeckmx nUKoB.

5 CpepacTtBa U3MepeHunin, peakTuBbl U MaTepuansbl

5.1 CpepcTtBa usmepeHuit

5.1.1 Xpomatomacc-CneKTPpoOMeTp. COCTOUT u13:

- razoBoro xpomartorpada;

- Macc-cnekTpomeTpa;

- KOJTOHKM XpomaTorpadmyeckoid CUAMKOHOBOW kKanunnapHoi (anuHa 30 M. BHYTpPeHHuil guametp
0,25 mM. HemoaBwxXHasA xuakasa gpasa SPB-5 TonwmHoi 0,25 Mkm);

- cuctembl 06paboTKM faHHbIX CO CIPaBOYHON 6MGIMOTEKON Macc-CNeKTPOB.

Paboune napameTpbl Xpomatomacc-cnektpomeTtpa (xpomartorpada ¢ Macc-CeNnekTUBHbIM AeTeKTo-
POM) AO/TKHbI YA0BNETBOPATL Cleaylwmm TpeboBaHUAM:

- NnpoBegeHVe n3MepeHnin B gnanasoHe macc ot 30 go 300 a.e.m. ([a) B pexume 31eKTPOHHON Mo-
HM3auuu Npu aHeprum anekTpoHos 70 3B;

- Macc-crnekTpanbHoe paspelleHue He Huxe 0.5 a.e.m. ([a) no Bceil Wwkane macc M NacnopTHOM
4YyBCTBMUTENbHOCTY Npubopa He Huxe 10 nr (no oktadhTopHadTaNNHy, 3NeKTPOHHAA NOoHM3aLMA).

[lonycxaeTcs Takxe NPUMEHeHWe APYrnx xpomaTtorpamyecknx KOSIOHOK, NO3BONAIOLWMX NMPOBECTH
oTAaeneHne onpefensieMbix COeMHEHUA OT APYTMX KOMNOHEHTOB MPO6bI, K aHaNOTMYHbIX CUCTEM 06paboTKu
LaHHbIX.

5.1.2. Becbl 1abopaTopHble 3/1EeKTPOHHbIE He HUXe 2-r0 knacca TouHocTn no FTOCT 24104*

5.1.3. Wnpuubl aHanuTuyeckne sMectumMocTtbio 1,10 n 100 mko.

5.1.4. NuneTkn c ogHoi oTMeTKol (Mopa) 2-1-1 no TOCT 29169 ¢ norpewHocTbio + 0,015 mn.

5.1.5. UnnuHgpsbl mepHblie 2-50 n 2-1000 no FOCT 1770 c norpewHocTbio  +0.5. 1 10,0 mn coot-
BETCTBEHHO.

5.1.6. Konbbl mepHble: 2-25-2, 2-50-2, 2-1000-2 no FOCT 1770 c norpewHocTbto * 0.05. £ 0,08 n £
0.5 M1 COOTBETCTBEHHO.

5.1.7. YHuBepcanbHaa uiagukatopHasa éymara pH 0-12.

MpumeuvyaHune — [JonyckaeTcs NpUMEHEHME APYrMX TUMNOB CPeACTB M3MepeHuii no 5.1.2 - 5.1.7 ¢ meT-
POIOTNYECKMU U TEXHUYECKUMU XapakTepucTUKamy He HUKe YKasaHHbIX.

5.2 PeaKkTuBbl 1 maTepuarsbl

5.2.1. Mapa-kpe30/, YACTOTOl He MeHee 99%.
5.2.2. MeppaeiiTepoHadTanuH (aeitepoHadTanuH-dg). UNcToTol He MeHee 99%.
5.2.3. Bopga guctunnuposaHHasa no rOCT 6709.

* Ha Tepputopun Poccuiickoii depepauun geiicteyer TOCT P 53228-2008 «Becbl HeaBTOMATUYeCKOro AelCTBUSA.
Yactb 1. MeTponiornyeckme n TexHnyeckne TpeboBaHus. VcnbiraHns»
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5.2.4. [AnxnopmeTaH (MeTWeH X/IOPUCTbIN), YNCTOTON He meHee 99 %, HanpumMep X.4. AN Xpoma-
Torpadum.

5.2.5. Kucnota cepHas, x.4., no FTOCT 4204.

5.2.6. CynbaT HaTpusi 6e3BoAHbINN kBanudukauumn, yg.a. no FOCT 4166.

Momumo nepaeiiTepoHadTannHa B KauecTBe BHYTPEHHEro cTaHAapTa MOXHO MCNONb30BaTh Apyrue
coefuHeHNs, 3aBeJOMO OTCYTCTBYOLNE B aHANN3NPpyeMbIX npobax. Mpu 3TOM paccynTaHHble N0 HUM OTHO-
cuTenbHble hakTopbl OTKAUKA A0/DKHbI HaxoauTbcA B guanasoHe oT 0.1 go 10.

MpumMeyaHune — [lonyckaeTcsi NPUMEHEHNE PEAKTUBOB, U3rOTOBMIEHHbIX MO APYroli TEXHUYECKON [OKY-
MeHTaumMK. ¢ KBannukaumed YACTOTbI He HUXe YKasaHHOIA.

5.3 BcnomoraTtenbHble ycTpoicTBa

5.3.1. BOpOHKM genuTtenbHble BMecTUMocTbio 1000 ma1 no FOCT 25336.

5.3.2. Wkad cywunbHblii ¢ Tepmoperynatopom tuna CHOJ.

5.3.3. CKNAAHKM M3 TEMHOTO CTek1a BMeCTMMOCTbo A0 1 1 ana ot6opa npob BoAbl.

5.3.4. icnapuTenb pOTaLNOHHbINA.

5.3.5. ®unbTpbl 6yMaxKHble 06€330/1EHHbIE KCUHAS NEeHTax».

5.3.6. BbITOBOI X0noAWAbHUK, O6ecneyuMBalOLWMNiA nogaepxaHne TemnepaTypbl B XON04UNbHOM
kamepe B gnanasoHe ot 0 fo +5 °C. B MOpPO3unbHOI kamepe oT -10 °C go -18 °C;

5.3.7. bymara nHankatopHaa yHusepcarsbHas;

5.3.8. BopoHka genutensHasa B[1-2-250 XC no TOCT 25336.

MpumeuaHune — [lonyckaeTcsi NPUMEHEHNE aHA/IOTMYHOIO BCMOMOraTe/ibHoro 060pyA0BaHNs C TEXHU-
YECKMMW XapaKTepUCTUKAMUN HE HUXKE YKa3aHHbIX.

6 Tpe6oBaHMA 6e30macHOCTM

6.1 MpumeHsiemble B paboTe peakTWBbl OTHOCATCA K BewecTtBam 1-ro u 2-ro kaaccoB ONacHOCTU.
Mpu pa6oTe ¢ HUMK HeobxoanMO cobnaaTh TpeboBaHns 6e30NacHOCTU, yCTaHOBEHHbIE ANA paboT ¢ Tok-
CUYHbIMUW, e4KMMWN 1 NerkosocnnamMmeHsaowmmmca sewectsamum no NOCT 12.1.005.

Pa6oTta ¢ guxnopmeTaHOM. KOTOpbIi OTHOCUTCA K 4-My knaccy onacHocTu, nposogaT no FOCT
12.1.007.

6.2 Mpwn akcnayatauyum xpomMatomacc-crekTpoMmeTpa U NpoBefeHUN COOTBETCTBYHOLLIUX U3MEpeHuii
cnepyeT cobnogath npasuna anekTtpobesonacHocTy B cooTBeTcTBun ¢ TOCT 12.1.019* n nHCTpyKumeli no
aKkcnayartaymm npubopa.

7 TpeboBaHus K KBanudukaumm nepcoHana

7.1 K npoueaype NpuroToBfieHNs rpajynpoBOYHbIX PacTBOPOB AONycKkawTCca Auua, uMmerwlne Ksa-
NUMUKALUIO UHXEHepa-XUMUKaA WK TEXHUKA-XMMUKA WU ONbIT paboTbl B XMMUYeCcKoit nabopatopuu.

7.2 K BbINOJIHEHNIO M3MEPEHWIi AOMyCKalT NNL. UMEWUX KBannduKaunio He HUXe WHXeHepa-
XUMUKA MM XMMUWKaA, NPOLIeALWnX COOTBETCTBYIOLWMNI Kypc 06yYeHUs 1M umerLwmx onbliT paboTel B nabopa-
TOpUAX. aKKPeAUTOBAHHbIX Ha BbINO/IHEHWE aHAIN30B C NPUMEHEHNEM HACTOSALLEeA MeTOAUKN.

7.3 Becb nepcoHan fo/KeH NpoiTM NPOBEPKY 3HaHWI No TexHWKe 6e3onacHoCcTn, B TOM 4Yucae npu
paboTe B xMMuuyeckoin naboparopuu, Bkawuyas obuime npasuna padoTbl C €AKMMU U TOKCUUYHbIMU BellecT-
Bamu. Npasuia NoxapHoi 6e30MacHOCTN W NPOMBILLIEHHON CaHUTapuu.

8 YcnoBUsl BbINMO/THEHUSA U3MeEpPEHNii

Mpu npuroToBNEHNN pPacTBOPOB, NOArOTOBKE NPO6 M BbIMOSIHEHUN U3MeEPeHUi HeobxoAMMO cobto-
faTb cnefjywole ycnosus: Temnepatypa okpyxatwuiero sosgyxa (20 = 5) °C; atmochepHoe faBneHue
84.0-106.7 k/la (630-800 MM pT.CT.); OTHOCUTE/NIbHAA B/IAXHOCTb BO3ayxa Humxe 85 % npu 25 °C; Hanpsxe-
HUe B ceTU NUTaHUA NepeMeHHOro Toka (220 + 22) B; KOHUEeHTpauuuM Mellawlwmnx onpeseneHuno n arpec-
CMBHbIX KOMMOHEHTOB B BO3JyXe He A0/KHbl npesblwaTh MAK Ans Bo3gyxa pabouyeil 30HbI.

[pyrne ycnoeus nsmepeHuii 4O/KHbI COOTBETCTBOBATbL MHCTPYKLMKN MO 3KcnayaTauuu npubopa.

* Ha Tepputopumn P® geiictByeT FOCT P 12.1.019-2009 «Cuctema ctaHgapToB 6e3onacHocTy Tpyaa. dNBKTpo6e3o-
nacHocTb. O6Lme TpeboBaHNA 1 HOMeHKNaTypa BUAOB 3alnTbi»
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9 MoarotoBKa K BbINO/THEHWIO U3MEPEHMWIA

9.1 MoparotoBKka nocypabl

Mcnonb3oBaHHY0 CTEK/IAHHYIO Nocyay nepej fanbHeillnm ynoTpebneHnem onosackusatT npume-
HABLWIMMCS pacTBOpuTeseM U TwaTeslbHO MOIT ropsiyeil BOAoI ¢ cofoli, ononackusalT BOAONPOBOAHON, a
3aTeM AMCTUAINPOBAHHO BOAOMN.

9.2 MpurotoBsieHNe pacTBOPOB

MpuroToBneHne pacTBOPOB NPOBOAAT B BbITAXHOM LiKady Npu TemnepaType OKpyxarLliero Bo3ay-
xa (20 £ 5) X .

9.2.1 NcxopfHbll pacTBOp napa-kpesona

HaBecky napa-kpe3ona (50 = 1) mr nomew,aloT B MEPHYIO KOGy BMeCcTUMOCTbIO 50 M. pacTBopsitoT
B 10 - 20 mn auxnopmeTaHa. AOBOAAT [0 METK/ 3TUM Xe pacTBopuTesieM. Maccosas KOHLUeHTpauus napa-
Kpe3ona B nosiydyeHHoM pacTtsope 1.00 mr/mn. XpaHAT B 3alUULEeHHOM OT CBeTa MecTe npu Temnepartype oT
- 10°C go - 18°C He 6onee 30 gHeli.

9.2.2 PacTBOp BHYTPEHHEro cTaHfapTa nepgeintepoHadTtannHa

B MepHYy Konby BMecTUMOoCTbio 25 Ma noMewawT (25 + 1) Mr nepaelitepoHadpTannHa. pactsops-
10T ero B 10-15 mn guxnopmeTaHa 1 JOBOAAT 40 METKM 3TUM Xe pacTsoputesnieM. MaccoBas KOHLeHTpauus
neppgelitepoHadtanmHa B nonyyeHHom pactsope 1.00 mr/mn. XpaHAT B 3aliULLEHHOM OT CBeTa MecTe npu
TemnepaTtype oT - 10°C go - 18 °C He 6onee 90 gHeil.

9.2.3 N'papgyMpoBOYHbIE pacTBOpbl Napa-kpesona

pagynpoBOYHbIE PACTBOPbLlI FOTOBAT B MEPHbIX Konbax BmectumocTtbio 1 n (cm. 5.1.6). K 1 n guc-
TUNNMPOBAaHHOI BOAbl 406ABASIOT paccyMTaHHOE KOMYEeCcTBO pacTBopa napa-kpesona u 10 mkn (0.01 mn)
pacTBopa BHYTpeHHero ctaHgapta. B tabnuue 1 npuBefeHbl faHHble, HeO6Xo4WMble ANSA NPUrOTOBAEHUA
rpafyMpoBOYHbIX PACTBOPOB C 3aJaHHbIM 3HaYeHWeM MacCOBOW KOHLEeHTpauuu onpegenseMoro BeliecTsa.
YKa3aHHble annKBOTbl 0T6MpalT COOTBETCTBYOW UMY MUKpoLnpuyamu no 5.1.

Tab6nunya 1- XapakTepucTuku rpagyMpoBOYHbIX PacTBOPOB napa-kpesona

Ne O6beM NCXO4HOTO pacTBopa napa- O6bem BoAbl, M KoHueHTpauun napa-kpesona,
pacTeopa Kpesona. MK MKr/n

1 1,00 1000 1.00

2 2,00 1000 2.00

3 5.00 1000 5.00

4 20.00 1000 20,00

5 100,00 1000 100,00

MpuroToBNEHHbIE TPaAyMPOBOYHbIE PacTBOPbI Napa-kpe3ona NoAKUCAAIT CEPHONM KMcnoToi go pH 2
N TPUXAbl 3KCTparnpyT (BCTpAXMBAKT B TeyeHne 20 MUH) guxaopmeTaHom (Tpemsa nopuumsamu no 30 mn).
OKCTpakT 06beANHAT, cywart Hag 6e3BoAHbIM CynbaToOM HaTpUA U KOHLEHTPUPYIOT, UCNONb3ya poTauu-
OHHbIli ucnapuTens, 40 o6bema 1-3 M.

9.3 ToarotoBka Nnpubopa K BbINOMTHEHUIO U3MEpPEHU

Xpomatorpad - macc-cnekTpoMeTp BK/IOYaKT M HacTpauBaloT B COOTBETCTBUM C MHCTPYKUMeid no
aKcnayaTauuu v onucaHuem, npuaaraembliM K npubopy. YcTaHasnusalwT paboyne napameTpbl, Heo6xoau-
Mble A5 NpoBefeHns nsmepeHuii. Paboune napameTpbl Npr6OPOB AO/KHbI ObITb NOCTOSHHBIMU NpPU U3Me-
peHMn BO BCEM fuana3oHe KOHLEeHTpaLuuii.

OCHOBHble XapakTepUCTUKN:

1) XpomaTtorpad:

- Temnepartypa ucnapurtensa: 270 °C;

- TUN UHXeKTopa: 6e3 pasfefieHns noToka:

- 06bem BBOAMMOro pacTtsopa (akcTpakra): 0,1-1 mkn;

- PeXVM NporpaMMupoBaHus TemnepaTtypbl KOJIOHKK:

- HavyanbHas Temnepatypa 50 °C (2 MuH);

- ckopocTb Harpesa 20 °C B MUH;

- KOHe4yHasa Temnepatypa 200 °C (1 MuH).

2) Macc-cnekTpomeTp:

- Temnepartypa McTo4yHuka noHos: 230 °C;

- AuanasoH ckaHupyembix macc: 29-250;
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- CKOpOCTb c60pa AaHHbIX: 10 CNEeKTPOB B CEKYHAY N0 BCEMY AMana3oHy macc.

9.4 TpagyupoBka

FpagynpoBky npubopa OCylWecTBAAKT HeNnocpeacTBEHHO nepef uamepenusmu no 11. Mposogat
ABYKpPaTHble U3MEPEHUS Kax[oro us 5 rpagympoBoYHbIX pacTBOPOB.

9.4.1 OnpepenaAwnT naowann nNMKoB Ha Macc-xpoMmaTtorpammax, NOCTPOEHHbLIX A1A napa-kpesosna no
CyMMe TOKOB XapakTepucTuyeckux MoHoB ¢ m/z 107 n 188. ons BHyTpeHHero ctaHgapta (nepgeiitepoHad-
TannHa) No xapakTepucTuyeckomy MoHy ¢ m/z 136.

[na kaxnoro nsmMepeHusa paccuyutbiBatoT haktop oTknuka. RF,. no popmyne:

RF, =S,M6/SuM, , (1

roe S*- nnowapjb nuka napa-kpesona, NOCTPOEHHOro N0 CyMMe TOKOB XapaKTepucTUHYeCKUX MOHOB
¢ m/z 107 n 108:

M,a- macca f06aBneHHOro BHYTPEHHEro cTaHgapTa B MKT;

S* - nnouwagb NUKa BHYTPEHHEro craHgapTta, NOCTPOEeHHas Mo XapaKTepucTUYEeCKOMY WMOHY ¢ m/z
136;

MM - macca napa-kpesona B 1 ma rpagyvpoBOYHOro pacTBopa B MKr.

B panbHeliwmnx pacuyetax MCMNoONb3ylT cpepHeapudmMmeTudeckoe 3HaveHne RFG, oTHocsweecsa K
NOSTHOMY Anana3oHy U3MepsAeMbiX KOHLEHTPaLNA:

t, RF-
*[==-1le—

n

: @

raoe n - obuwee yncno usmepenunii (10) - AByKpaTHble U3MEPEHUSA KaXA0ro U3 NATU rpafympoBOYHBIX
pacTBOpoOB)
Mo chopmynam (3) u (4) paccunTbiBalT cpegHekBagpaTmyeckoe (ctaHgapTHoe) oTknoHeHne. CKO. un

COOTBETCTBYIOLLEE OTHOCUTE/IbBHOE CpefHeKBaapaTuyHoe OTKOoHeHue, oTHocuTenoHoe CKO:

Lto-*V )

CKO = (3)
n-1
CKO
OTHOocuTenbHoe C KO = —------ 100 %. 4)
RK P

3HayeHusa oTHocuTesibHoro CKO He go/kHbl npeBbiwats 10 %.

9.4.2. GuKCHpPYIOT BpeMeHa yepxXusaHusa nuUKoB napa-kpesona Ana Bcex xpomarorpamm. Bbelbupa-
10T cpefHee 3HaYeHWe BPEMEHU yAepXuBaHus, T.e. 3HauyeHue, Hambonee 61M3Koe K cepeauHe 3aduUKCMpo-
BAHHOTO0 WHTepBana WU3MEHEeHUsA 3TOW BeNWUUYUHbI. TUNUYHbIE 3HAYEHWS BPEMEH YAepXWBaHWS B UCMNOMb30-
BaHHbIX Xpomartorpaduyecknx ycnosuax gnsa napa-kpesona (473 = 3) c.

3apeructpMpoBaHHble MOJIHble Macc-CnekTpbl napa-kpesona (2-3 cnekrpa) BBOAAT B CNPaBOYHYIO
6161MO0TEKY Macc-CneKTpoB.

10 MoarotoBka 06pasuoB A8 U3MepeHuii

10.1 OTo6paHHble NPo6bLI XpaHAT B 3allWLLEHHOM OT CBeTa MecTe A0 14 cyTOok npu Temnepartype oT
0 po 5 °C. NogrotoBky 06pasLoB NPOBOAAT B BbITSHXXHOM LWKady nNpu Temnepatype okpyxakLlero sosgyxa
(20 + 5) °C. Nepepn o6paboTkoli Nno 10.2 Nnpo6bl BbIAEPXKMBAKT NpU 3TOl TemnepaTtype He MeHee 1u.

10.2 AnnkKBOTY 04HOM 13 Npo6 BoAbl 06bemMom 0.5 N puNbLTPYOT, NOAKUCNAIOT CEPHOI KACNOTON A0
pH 2 no yHuBepcanbHOl NHANKATOPHOW bymare, 06aBNsAOT pacTBOP BHYTPEHHero ctaHgapTa (nepgeite-
poHadTannHa) No 9.2.2 n TPUXAbl 3KCTParnpyoT (BCTPAXMBAKOT B TedeHne 20 MUH) guxnopmeTaHom (Tpems

5
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nopumamu no 30 mn). O6bem pacTBopa BHYTPEHHEro ctaHaapTa noabupatT Takum o6pas3om, 4Tobbl nNio-
waab XxpomaTorpadmMyeckoro nuka BHyTPEeHHero ctaHgapTa coctaBnana 20-500 % oT naowaaun nuka napa-
Kpesona. [lna aToro NpoBOAAT NpeABapuTeNibHble U3MepeHnss B cOOoTBeTCTBUM ¢ 11.

OpraHuueckyto a3y oTAensioT, GuabTPYOT C MOMOLLbIO 4eINTeNIbHOW BOPOHKU: 3KCTPaKTbl 06be-
OVHAKT 1 cywart Hag 6e3BoAHbIM cynbdaTom HaTpus 5-10 r. 3aTem 06 beMHEHHbI 3KCTPaKT PUALTPYIOT 1
KOHLEHTPMPYIOT Ha poTauMoOHHOM ucnaputene Ao obbema 1-5 mn.

MpepBapuTenbHble n3MepeHns No 11.2. NnpoBOASAT Takxke A1 TOro, 4To6bl yCTAHOBUTbL HEO6X0AM-
MOCTb pazbaBneHua npob ANCTUNNNPOBAHHOW BOAOW. Ecnn npeaBapuTenbHblil pe3ynbTart U3MepeHns KoH-
LeHTpauuu napa-kpesosia He NPUBOAMUT K 3TOMY BbIBOAY, TO 06pabaTbiBaloT elje OfHY a/MKBOTY faHHO
npobbl aHanu3upyemoii Boabl. MNpu HeobxoanmocTy pasbaBneHns Npob, aToi npoueaype n nocnegytouLei
o6paboTke no 10.2 nogBepratT ABEe aMKBOTbl BTOPOW NPo6bl BOAbI.

11 BbINOIHEHUE N3MEpPEHUTH

M3mepeHusa cnefyeTt NpoBOAUTL B TEX XE YCNOBUAX, B KOTOPbLIX NpOBefeHa rpagymposka npuéopa
(cm. 9.4). Ans noAroToB/ieHHbIX 06pa3L0B NPOBOAAT U3MEPEHUSA BE/IMYNH, NOATBEPXAAOLWNX UAEHTUYHOCTb
napa-kpesona (cm. 11.1) n 2-3 napannenbHbiX U3MEPEHUS MAcCOBOI KOHLEeHTpayuu napa-kpesona (cwm.
11.2). Heo6xoaumocTb pasbassieHnsa npob (cm. 11.2) BbIABAAIOT, NpeABapuUTeIbHO N3MepPsAa KOHLEeHTpaLuio
BeLLecTB B a/INKBOTE OAHON U3 Npo6. B 3aBUCMMOCTM OT NOSTYYEHHOrO pesynbTaTa c/efyline n3mepeHus
NpoBOAAT el e ¢ 0OAHOWN annKBOTOl Hepa3baBneHHOl NPOo6bl MK C ABYMSA auKBOTaMy BTOPOI Npobbl nocne
ee pasbaBneHus.

111 OnpefensoT BpemMeHa yepXuBaHusa, oTsevarollmMe nukam Ha xpomarorpammax B6m3sun cpef-
Hero 3HayeHua BPeMeHuW yaepxusaHusa nuka napa-kpesona. [MofiHble Macc-CnekTpbl CpaBHUBAIOT CO Chek-
Tpamu napa-kpesofnia B cnpasBoyYHOl 6ubnnoTeke. Onpegensemoe CoefUHEHWE cUUTaAT UAeHTUUUUPO-
BaHHbIM Kak napa-kpes3oJs npu ycinoBuUAX ecnu:

- Bpems yjAepxuBaHuUA paccmaTpuBaeMoro coefMHeHUs OoT/MvaeTca OT CpefHero 3HayeHus 3Tol
Be/INYNHbI N0 9.4.2. He 6onee YeM Ha 3 c;

- nokasaTte/flb CXO/CTBa 3KCNEepPUMEHTasIbHbIX CMEKTPOB CO CMPaBOYHLIMU CMEKTpaMu napa-kpesosna
He Huxe 93 %.

11.2. OnpepgenaAoT naowagn NMKOB Ha Macc-xpomartorpamMmmMax, 3aperncTtpupoBaHHbix no 9.4.1.
MaccoBylo KOHLEeHTpaumo napa-kpesona. C*u. B 04HOI 13 annkeoT (/-A anukBoTa, /-ii o6pasewy) npu >Mm n3-
MepeHUW. Mr/f, paccynTbiBaloT No hopmyne:

CWl= [?2Fp V. (5)
roe Man- macca BHYTpPEeHHEero ctaHgapTta, Mmr,
MblYb/Ca, (5a)

Vie/—06bem pacTBopa BHYTPEHHero ctaHgaprta, M. 4o6aB/leHHOro K afimkBoTe obpasua (cm. 9);

C*. - MaccoBas KOHLeHTpauus pacTBopa BHYTPEHHero cTtaHgapTta, Mr/mMa, NPpUroToBAEHHOro No
9.2.2;

S*- nnowafb nuka napa-kpesona, yesn. ef.. Ha >-ii macc-xpomaTtorpamme, NOCTPOEHHON NO CyM-
MapHOMY TOKY MOHOB ¢ m/z 107 n 108 (ana napa-kpesona), /-ro obpasua:

Sa.Q- nnowagb NMka BHYTPEHHEro ctaHgapTa, yen. ef.. Hay-ii macc-xpomatorpammMme, noCTPOEHHOM
no TOKy MOHOB ¢ m/z 136, /-ro obpasua;

RF®- ycpepgHeHHbIl chakTop oTknAnKa (hopmyna 2):

V- o6bem anuksoTbl, 1 (V= 0.5n).

B cnyuyae, ecnu 3HayeHne C*.~ nonyyeHHoe no cpopmyne 5. He npeBbiwaeT 0,10 mr/n, Ans namepe-
HWii BbIGMPAIOT BTOPYHO a/IMKBOTY MCXOAHON Npo6bl BOoAbl. Ecnu ykasaHHOe 3HauyeHue NpeBblleHo, TO u3me-
peHnsa NpoBOAAT C ABYMA anuKBoTamm BTOpOl Npo6bl BOAbI, NpeaBapuTenbHO paszbaBnaa npoby AUCTUANN-
poBaHHO Bogoli. O6bem nocnefHein BbIGUPAKOT TakUM, YTOObI yKa3aHHble 3HaYeHNA KOHLeHTpaLuu, Bbl-
yucneHHole no chopmyne 5. Haxogmnucb B gnanasoHe ot 0.001 go 0,10 mr/n. MaccoByk KOHUEeHTpauuto
napa-kpesona Q B /-li npo6e BOAbI NpPU >-OM U3MEPEHUN, MI/A, 0 pa3baBneHns pacCuMTbIBAOT MO BULON3-
MEHEeHHO dhopmyne:

Cy= K SU4 Ma /SU) RF@ V (56)

roe K- koachduuyneHT paszbasneHunsn (passegeHus):
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K=(V+VR//, (58)

Vp- 06bem fo6aBneHHON AUCTUANNPOBAHHON BOAbI. /.
BbluncnsioT cpefjHee 3HaYeHMe MaccoBOI KOHLEHTpaLMm napa-kpesona Ans kaxgoro obpasua

(anukBoThI), Mr/N:
3X

roe /- 1mn2.
M- KOMMYecTBO MapansieflbHbiX n3MepeHuii (2 nnm 3).
OTHocuTenbHoe pacxoxaeHue d, %, pe3ynbTaTtoB Ans 3TUX 06pa3LLoB:

r -G
d = l.mex I, -100, @

roe n C/TN- cooTBETCTBEHHO HaMboNbluee M HaMMeHbLlee 3Ha4YeHUe MacCOBOW KOHLUEHTpa-
LUuy Npu napannenbHbiX U3MepeHusx A Kaxaoro obpasua.

PesynbTaThl nmapansiesibHbiX U3MEPEHUIA NpU3HaKT npuemnemMmbiMu, ecnv d He npesbiwaeT 10 % (N
=2) nnmn 12 % (n = 3) npu BepoATHOoCcTM P = 0.95.

BbluMCNAT cpefiH/e 3HaYeHUs MacCOBOl KOHLUEHTpauuu napa-kpesona no o6evMm anvkBoTam aHa-
nusnpyemolii npo6bi:

M OTHOCKUTenbHOe pacxoxaeHue D, %, pe3ynbTaToB 4151 ABYX a/IUKBOT:
D =IC|~C*I-100. 9)
C

Pe3ynbTaTtbl npusHaloT npuemnembimun, ecnm D He npesbiwaeT 20 % (npu BeposiTHocTn P = 0.95).
Mpu BbINOMHEHWUW 3TOFO YCNOBUS CPpefHee 3HauyeHne KoHueHTpauuii C NnpuHMMaloT B KayecTBe pesynbraTta
n3mepeHuii.

12 OchopmaeHne pe3ynbTaToB U3MEPEHNUIA

PesynbTar n3mMepeHuss MaccoBOi KOHUEHTpauun napa-kpesosna npeacrasnsioT B cnegytowein dop-
me:

(Ccp+ 0.15'Cep) mr/n (10)
Mpumepsbl 3anucu: < 0.001 mr/n. (0.0101 + 0.0015) mr/n. (0,24 £ 0,04) mr/n. (0,72 i 0,11) mr/n.
13 KOHTpO/b MOrpeLwwHocTun

13.1 MNpoBepKka YyBCTBUTENBLHOCTN XpOMaTOMacc-CnekTpomeTpa

Mpn nopo3puTeNnbHbIX pe3ynbTartax U3MepeHUin Uan pes3koM YMEeHbLUEeHUN PerucTpupyembiX CUrHa-
N10B NPOBEPSAIOT YYBCTBUTENbLHOCTb NpM6GoOpa Mo rpafyMpoBOYHOMY pacTBOpPy C HaMMEHbLLIVMU MacCOBbIMU
KOHUeHTpauusamu napa-kpesona (tTabnuua 1) B yCN0OBUSIX M3MepeHWid, ykasaHHbiX B 9.4. OTHOWeHNe cur-
Hanam gna onpeaensemMbliXx cOegMHEeHN AOMKHO 6biTb He MeHee 10:1. YyBCcTBUTENbHOCTb Npubopa BoC-
cTaHaB/MBalT B COOTBETCTBUU C PEKOMEHaunAMMN, N3/10KEHHBLIMU B PYKOBOACTBE MO €ro aKcnayatauuu.

13.2 KOHTpO/1b NOMEX MO pe3ynbTartaM X0/I0CTOro onbiTa

XonocToi onbIT NPOBOASAT C AUCTUAIMPOBAHHON Bofon yepes3 kaxable 20 - 30 npo6, uTtobbl yb6e-
ANTLCS B OTCYTCTBUM 3arpA3HEHU U NOMEX, UCTOUYHUKAMUN KOTOPbIX MOTYT GbiTb M3MEPUTENbHAA CUCTEMA,
peakTuBbl U MaTepuanbl. B cnyyae obHapyxXeHUsa 3arpAasHeHuii, NpoABAAIOLWMNXCA B MOABAEHUN CUTHaNa npu
3aflaHHblX 3HAYEHUSAX MacC WOHOB U BPEMEHU YAepXMBaHUA C OTHOLWEHWEM CUTHA:WYM. NpeBblwalLwmm
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3:1, onpeAensioT NCTOYHUK NOMEX, KOHTPOIUPYS WCNO/Mb3yeMble PeakTUBbl U NPOBEpPsAs YC/OBMS NOATOTOB-
Kv Npo6 v NpoBefEeHUs N3MEpPeHuii.

13.3 KOHTpO/sib NpaBW/bHOCTM MOTOAOM A06aBOK

KOHTpONb NpaBuabLHOCTM NPOBOAAT B LEe/SIX OLEHKA BO3MOXHOCTW NMPUMEHEHUA HacToswel MeTo-
OVKW BbINONHEHUA n3mepeHuin (MBU) ana BoA. paHee He nojBepraBlIMXCca aHanusy, a Takke npu COMHeHUn
B pe3sy/ibTaTax UaMepeHui.

[Ansa KoHTponsa oTéupalT Tpyu Npobbl no 11, npuyem ofgHa U3 NPob CAYXWUT ANSA NpefaBapuUTeNnbHbIX
nsmepeHuii, (cm. 11.2). i3mepsAT MaccoBy KOHLEHTpauuio B AByX a/lIMKBOTax BTOPOW 13 Npo6 u nonyyawT
pesynbTaT namepeHuit C. B TpeTblo nNpoby BHOCAT f06aBKy MCXOAHOro pacTBopa napa-kpesona, npuyem
mMaccoBas KOHUeHTpauus gob6asku [l gosmkHa 6biTb B nHTepBane (0.8-1.2) C. mr/n. MNMpoBoAAT n3mepeHus
ans pByx o6pasuoB (anvMkBOT) ¢ 4O6aBKOW 1M nonyyalT pe3ynbTaT nsmepeHnii Ca.

PesynbTaT KOHTPONA cuUUTalOT YA0BNETBOPUTEbHbIM AN P = 0.90 npn BbINO/THEHUN YCNOBUSA:

KDjcn-C-N|/NI<Hn ()

rae Ha = 15%
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Y[OK 661.7:006.86:547.626 MKC 13.040

KntoueBble c/ioBa: napa-kpesos, BogHas cpefa, razoBas Xxpomartorpadgus - Macc-cnekTpomMeTpus
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