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MNpepucnosue

Llenun, ocHOBHbIE NPVHLMMbI M 06LLME NpaBuia NpoBeAeHNS paboT No MeXrocy4apCTBEHHON cTaHAapTM3aLmmn
yctaHoBneHsl FTOCT 1.0 «MexrocygapcrBeHHas cuctema crtaHgaptmsaumm. OcHoBHble nonoxeHusa» n FOCT 1.2
«MexrocyiapcTBeHHas cuctema ctaHgapTusaumn. CtaHAapTbl MEXTOCYAapCTBEHHbIE, NpaBuia U pekoMeHaaumm
No MEXrocyAapCTBEHHO cTaHAapTu3auun. Mpasuna pa3paboTku, NPUHATUS, OGHOBNEHUS N OTMEHbI»

CBefieHusi o cTaHgapTte
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YUYHO-UCCnefoBaTelbCkMil LeHTp cTaHAapTu3aunn, nHdopMaumn n ceptudumkaunm cbipbs, Matepuasos K
BelecTts» (Pryrn «BHNLICMB»); TexHnueckum kommuteTom no ctaHgaptusaummn TK 339 «be3onacHoCTb Cbl-
pbs, MaTepuanos n BellecTB» PefepasbHOro areHTCTBa Mo TEXHWYECKOMY peryinpoBaHuio U METPOJIOTUN;
depepanbHbIM OIOMKETHBIM YUpexaeHem 34paBooxXpaHeHns «POCCUIACKNIA perncTp NoTeHUMasIbHO ONacHbIX
XUMUYECKNX U BUoNornyeckux BelecTs» degepasbHOi CAyx6bl N0 HaA30py B cdiepe 3awuTbl npas noTpe-
6uteneii n 6narononyums Yenoseka (PBY3 «Poccuiicknii perncTp NOTEHUMaNbHO OMNAaCHbIX XUMUYECKUX W
6uonoruyeckux BellecTs» PocnoTpebHagzopa)

2 BHECEH ®epepanbHbiM areHTCTBOM M0 TEXHUYECKOMY PeryipoBaHunio U MeTpoiornm

3 MPUHAT MexrocyaapCcTBeHHbIM COBETOM MO CTaHAapTM3auuu, MeTposiorum n ceptudumkaumm (npo-
ToKon oT 5 Hos6psa 2013 1. No 61-11)

3a NpuHATME NPOrosI0CoBasIN:

KpaTKoe HanMeHoBaHMe CTpaHbl KOA CTpaHbl No Coapau_leHHoe HanMeHOBaHWe HaunoHa/IbHOro opraHa

no MK (MCO 3166} 004 —97 MK(WCO 3166) 004-97 no ctaHgaprtusayunun
ApmeHuna AM MuH3aKOHOMUKM Pecny6nuku ApmeHus
Benapycb BY lFoccTaHgapt Pecny6nvku benapycb
Knprusnsa KG KbipreisctaHgapt
Mongosa MD Mongosa-CtaHgapT
Poccus RU PocctaHgapt
TagxXukucTaH TJ TamkukcTaHgapt
Y36ekncrtaH uz Y3ctaHgapTt

4 ﬂpVIKaSOM ¢e,qepaanoro areHTcTBa no TeXHN4YeCKoOMy perysimpoBaHUO N MeTponorun ot 22 HoS-

6psa 2013 1. Ne 829-cT MexrocyfapcTBeHHblli cTaHaapT FOCT 32457—2013 BBefieH B AelicTBME B kayecTBe
HaLMoHasbHOro ctaHgapTta Poccuiickoin depepaumm ¢ 1 asrycta 2014 r.

b BBEJIEH BMNEPBbIE

6 MEPEN3OAHUE. Maii 2019 .

MHopmaumsa o BBeAeHUN B AeiicTBMe (NpekpalleHun feiicTBNSA) HACTOSLWero ctaHgapra u nsme-
HEHWI1 K HEMY HA TEPPUTOPUN YKasaHHbIX Bbille rocyAapcTB Ny6nKyeTCcsa B ykasaTensx HauvoHabHbIX
cTaHAapTOB, M34aBaeMbIX B 3TUX rocyjapcTBax, a Takke B ceTun VIHTepHeT Ha caliTax CoOOTBETCTBY-
IOLLMX HALMOHA/IbHBIX OPraHoB No cTaHAapTu3auum.

B cnyyae nepecmoTpa, U3MEHEHNS UM OTMEHbI HACTOSAL ero cTaHgapTa COOTBETCTBYO LW as WH-
dopmauus 6yaeT onybankoBaHa Ha ouuMaibHOM MHTepHeT-caiTe MexXrocyaapCcTBEHHOro coseTa no
cTaHfapTusauum, MeTposoruu n ceptTudukaumm BkaTanore «<MexrocygapcTtBeHHble cTaH4apThin

© CraHpapTuHdopmM, ochopmieHune. 2014. 2019

B Poccuiickoii ®efepalmy HaCTOALWMIA CTaHAaPT He MOXET 6biTb NOMHOCTLIO WU
YacTMYHO BOCMPOM3BEAEH, TUPAXMPOBaH U PacnpocTpaHeH B KayecTBe onuUMaibHOTO
n3gaHus 6e3 paspelleHns deaepasibHOrO areHTCTBa Mo TEXHUYECKOMY PeryimpoBaHuto
¥ MeTposioriun
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M E X T OCUY A APCTUBETHH®bB W CTAHAOAPT

®TANEBbIN AHTUAPUL

OnpepeneHne cofepxaHus B BO3AYLWHOW cpefe MeTOA0M ra3oBoii xpomaTtorpagum —
Macc-cnekTpoMeTpum

Phthalic anhydride. Determination in air by gas chromatography — mass spectrometry method

Jata eBegeHuns — 2014—08—01

1 O6nactb NPUMeEHeHUA

Hactoswwmii ctaHgapT ycTaHaBnuBaeT npouefypy OnpegeneHus coaepxaHus (TaneBoro aHrugpu-
Ja B BO3AyLWIHOW cpefe B Anana3oHe oT 0,01 go 1,0 mr/m3 meTtoAom ras3osoii xpomartorpapum — macc-
cnektpomeTpun (MX—MC).

OT60p Npo6 BO3Ayxa NPOU3BOAAT Ha KacceTy, CofepxXallyto ABa CTEKNOBOMIOKOHHbIX hunbTpa. O6bem
oTbupaemoli Npobbl JO/MKEH COCTaBNATbL He MeHee 100 51, HEO6XOAUMMO He MeHee [BYX UAEHTWUYHbIX Npo6.
Mpobbl cHabXatT aTUKeTKaMu, Ha KOTOPbIX YKasblBalOT HOMEp W BUA Npobbl, AaTy n MecTo oT6opa. Npobbl
nocTynawT B NabopaTopuio C CONPOBOANTENbHBIMU [OKYMEHTaAMU.

2 HopMaTuBHbIe CCbIIKK

B HacToslem cTaHfapTe UCNO/b30BaHbl HOPMATUBHbIE CCbISIKMA HA C/eAyioLMe MeXrocyAapCTBEHHbIe
cTaHdapThbl:

OCT 12.1.005 Cuctema ctaHgapToB 6e3onacHocTu Tpyaa. O6Limne caHuTapHo-rurneHuyeckme Tpebo-
BaHWS K BO34yxy paboueil 30HbI

FOCT 12.1.007 Cuctema ctaHgapToB 6e3onacHocTu Tpyaa. BpegHble BewectBa. Knaccudukaums un
o6Lwme TpeboBaHMA 6e30MacHOCTH.

FOCT 12.1.019” Cuctema ctaHgapToB 6e3onacHocTu Tpyga. dnektpobesonacHocTb. O6wme TpeboBa-
HVS 1 HOMEeHKaTypa BUAO0B 3aliuThbl

FOCT 1770 (MCO 1042—83, NCO 4788—80) MNocyna mepHas nabopatopHas cTeknsHHas. LuamHapel,
MEH3YpKU, KoN6bl, NPobupkn. ObLLMe TEXHNYECKNe YCNoBUS

FOCT 4166 PeakTvBbl. HaTpunii cEpHOKMCbIA. TEXHUYECKe yCnoBus

FOCT 24104 Becbl nabopaTtopHble. ObLmne TexHnyeckme TpebosanHmnazl

FOCT 29169 (MCO 648—77) Mocyna nabopaTopHas cTeknsiHHas. MNunetkn ¢ 04HON OTMETKOM

NMpumeyaHue — TMlpy NOMb30BAHUN HACTOALLMM CTAHAAPTOM Lies1ecoo6pasHo NPOBEPUTL AeliCTBIUE CCbINIOUYHbIX
CTaHAAPTOB W KnaccuukaTopoB Ha onLManbHOM UHTEPHeT-caliTe MexrocyapcTBeHHOro coBeTa Mo cTaHgapTu3auum,
MeTponorun u ceptudukaumm (wwvv.easc.by) unm no ykasatensiM HauvoHaslbHbIX CTaHAAPTOB, W3J4aBaeMbIM B rocygap-
CTBaX. ykasaHHbIX B NPeANC/IOBUN, NN Ha OOULMASbHBIX CaliTax COOTBETCTBYIOLMX HALMOHANbHbIX OPraHoB No cTaHAapTyh-
3aumn. Ecnm Ha AOKYMEHT flaHa HeAaTUpOoBaHHAs CCbIka, TO CeAyeT UCMNO0/b30BaTh JOKYMEHT, AelCTBYOWMIA Ha TEKYLLUI
MOMEHT, C Y4eTOM BCEX BHECEHHbIX B HEr0 N3MeHeHWiA. ECnin 3aMeHeH CCbIOYHbIN JOKYMEHT, Ha KOTOPbI AaHa faTupoBaH-
Has cCblfika, TO CnefyeT UCN0b30BaTh YKa3aHHY BEPCUIO 3TOr0 JoKyMeHTa. ECn nocne NpuHATUA HacTosILLEero cTaHaapTa
B CCbI/IOYHBIN JOKYMEHT, Ha KOTOPbI/ faHa faTupoBaHHas CCbllka, BHECEHO U3MEHEeHWe, 3aTparusaollee nosoxeHve, Ha
KOTOpOE AiaHa CChlfKa, TO 3TO MOJIOKEHNE NPUMeHSIeTcs 6e3 yueTa AaHHOr0 U3MeHeHUs. ECnn fOKYMEHT OTMeHeH 6e3 3a-
MeHbl. TO MOJIOXEHWE, B KOTOPOM flaHa CCbl/IKa Ha HEero, NPUMEHSeTCS B YacTU, He 3aTparnBaioLleil 3Ty CCbisky.

1>fletictByeT FOCT 12.1.019—2017.

2>B Poccuiickoii ®epepauun geiicteyet FOCT P 53228—2008 «Becbl HeaBTOMaTuyeckoro geictens. Yactb 1.
MeTponoruyeckue n TexHmyeckne TpeboBaHus. VicnbiTaHns».

N3paHue oduynansHoe



FOCT 32457—2013

3 XapakTepucTuKM MOrPeLIHOCT U3MepeHuii

OTHOCWTENbHAA paclUMpeHHas HeonpeAeneHHOCTb M3MepeHuin (Npu koadpuuneHTe oxBaTa K = 2)
Woih-15 % -

MpuMmeuyaHne — YkasaHHas HEONPELENEHHOCTb COOTBETCTBYET rpaHnuaM OTHOCUTE/IbHOW CyMMapHoii no-
rpelwHocTyn + 15 % npu JoBepUTENbHON BEPOSTHOCTM P = 0.95.

4 OnncaHne meToga

M3mepeHne MaccoBOi KOHUEHTpauun gTaneBoro aHrugpuga nposogat metogom MX—MC c ucnosb-
30BaHNeM BHyTpeHHero ctaHgapta. OT6op npo6 Bo3fyxa MPOM3BOAAT Ha KacceTy, COAepxallylo Asa cTe-
KNOBO/OKOHHbIX (hunbTpa. PTaneBblil aHrMapug aKCTparnpyT ¢ (OUIbTPOB AUXIOPMETAHOM. DKCTPaKThl
KOHLIeHTpUPYIOT, [06aBNSI0T M3BECTHOE KOMMUYECTBO BHYTPEHHEero crtaHagapTa (nepaelitepoHadtanvHa) u
BBOAAT B XxpomaTorpad), CHaGXeHHbIi KanunnspHoli KONoHKON. HAMBMAYaNbHbIE COeAVHEHNS, pa3feneH-
Hble Ha XpoMmaTtorpadMyeckoil KOMIOHKe B pexuMe NporpaMmmupoBaHusi TeMnepartypbl, AeTEKTUPYT Macc-
CMEeKTPOMETPOM. COEMHEHHBIM C XpomaTorpacom.

NaeHTUdbukaumio thtaneBoro aHrnapuaa ocyLwecTsAsioT NPy CPaBHEHUY BPEMEH yAepX1BaHUS N Macc-
CMNEKTPOB 3/1EKTPOHHOI MOHM3aLUN.

M3MepeHne MaccoBOi KOHLEHTpauMu NpoBoAAT MeTOAOM BHYTPEHHEro craHgapTta: onpeAenstoT no-
Waam nvkoB hTanesoro aHrMapuaa v BHYTPEHHEro cTaHAapTa Ha Macc-xpomaTtorpaMmmax, nMoCTPOEHHbIX No
TOKY XapakTepUCTUYECKUX MOHOB 3TUX COeAMHEHMiA. PacyeT konnyecTBa hTaneBoro aHrugpuaa ocylecT-
B/IAIOT UCXOAA U3 niowageii 3TMX NKoB, MacChl BHYTPEHHEro cTaHAapTa 1 (hakTopoB OTKAMKa (hTasieBoro
aHrmapuaa no OTHOLEHUIO K BHYTPEHHEMY CTaHAapTy.

Ons rpagyvmpoBku npubopa u pacyeta hakTopoB OTKMKA FOTOBAT CEPUI0 rPaslyMpoOBOYHbIX PACTBOPOB
hTaneBoro aHrnapuga B ANxnopmMeTaHe. COOTBETCTBYIOLLMX yKka3aHHOMY AnanasoHy KOHLeHTpauuii u cogep-
Xalmx n3BecTHOe KONMMYeCTBO BHYTPEHHErO CTaHAapTa. BbluncnsoT dhakTopbl OTKANKA UCXOASA U3 KOTMYECTB
(hTaneBoro aHruapuaa U BHyTPEHHEro cTaHjapTa B pacTBopax v nnowageli cooTBETCTBYOLWMUX XpoMaTorpa-
huyecknx nvKoB.

3akounTeNbHLIA pacyeT NPoOBOAAT U3 NPEAnoNIoKEHNS O KOMYECTBEHHOM W3BMEYEHUM hTaneBoro
aHruapuaa us Bosgyxa v NoCTOSHHOW cTeneHun ero gecopbuun ¢ unbTPoB, YTO GbiNo NOATBEPXAEHO Npea-
BapUTENbHLIMU UCCNEL0BAHUSAMM.

5 CpeAcTBa U3MEPEHWIA, peakTuBbl U MaTepuassbl

5.1 CpeacTBa UsmepeHuii

5.1.1 XpomaTo-Macc-cnektpomeTp Pegasus 4D dupmbl Leco, CLUA. cocTosAWwmii ns:

- xpomarorpada 6890N cwmpmbl Agilent Technologies. CLUA:

- KOMOHKN XpomaTorpadyuyeckoli CUAUKOHOBON kanunnspHoli (anvHa 30 M. BHYTpPEHHWI guameTp
0,25 MM. HenoABwxXHas xuakasa pasza SPB-5 TonwuHoli 0.25 MKm);

- cuctemMbl 06paboTkn AaHHbIX ChromaTOF co cnpaBoyHoO 6ubnmoTekol macc-cnektpos EPA/NIST.

[onyckaetca npuMeHeHWe [Apyrux Xpomarto-Macc-CnekTPpoMeTpos (XxpomartorpadoB € macc-
CeNeKTUBHLIMUK leTeKTopamMu), No3BOMAILMNX NPOBOAUTL U3MepeHus B Anana3oHe macc oT 30 go 300 a.e.m.
(Oa) B pexume 3/1eKTPOHHOI MOHM3aLUW NPY 3HEPrMKN 3/1eKTPOHOB 70 3B. mMacc-cnekTpaibHOM paspeLleHun
He Hwke 0.5 a.e.m. ([la) No Bceil LWKane Macc U NacnopTHOM YyBCTBUTENIbHOCTY Npubopa He Hwxe 10 nr (no
okTadpTopradTannHy, 3M1eKTPOHHasA MoHU3auus). [lonyckaeTcsa Takke nNpUMeHeHue Apyrux xpomarorpadu-
YeCKMX KOMIOHOK, MO3BO/IAIOLLMX NPOBECTN OTAENeHNe onpefensieMblX COeUHEeHN OT APYrnX KOMMNOHEHTOB
npoo6bl, N aHaNOMMYHbIX CUCTEM 06PabOTKM AaHHBbIX.

5.1.2 Becbl nabopatopHble 3nekTpoHHble Adventurer copmbl Ohaus Europe (LUBeiiuapusi) 2-ro knacca
TouHocTu no MOCT 24104 wnwn gpyrve Becbl nabopaTopHblie BbICOKOrO Knacca TOYHOCTY.

5.1.3 Wnpuubl aHanuTnyeckne BMecTMocTbio 1,10 u 100 mMkn dompmbl Hamilton (LWBeiiuapus).

5.1.4 MNuneTkn ¢ ogHolA oTmeTKol (Mopa) 2—1—1 no FOCT 29169 ¢ norpelHocTbio + 0,015 mn.

5.1.5 LunuHapbl mepHble 2—50 1 2—1000 no FOCT 1770 ¢ norpelwwHocTbio + 0.5 n = 10,0 mn coot-
BETCTBEHHO.

5.1.6 Konbbl MmepHble 2—25—2, 2—50—2 no MOCT 1770 c norpelwwHocTblo + 0.05; £ 0.08 n + 0.12 mn
COOTBETCTBEHHO.
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5.1.7 YHuBepcanbHas nHgmkatopHas 6ymara pH 0—12 (Yexus).
[onyckaeTcs npyMeHeHVe Apyrux TUMOB CPeACTB U3MepeHuii no 5.1.2—5.1.7. B TOM YMC/ie UMMNOPTHbIX,
C METPOJIOrMYECKUMUN N TEXHUYECKMMUN XapaKTepucTUKaMm He HUXKEe YKasaHHbIX.

5.2 PeakTuBbl U maTepuanbl

5.2.1 dTanesblii aHIMAPUA YACTOTON He MeHee 99 %, Hanpumep komnaHum Sigma-Aldrich (CLUA).

b.2.2 MNepgentepoHatanvH (aeritepoHadTannH-88) UNCTOTON HEe MeHee 99 %, HanpyMep KoMnaHuu
Sigma-Aldrich (CLUA).

5.2.3 iuxnopmeTaH (MeTWU/IeH X/TOPUCTLINA) YNCTOTOW He MeHee 99 %, HanpuMmep X.4. 4719 XpomaTorpa-
chum no [1].

5.2.4 Cynbchat HaTpusi 6e3BoaHbIN kBanndukaumm yaa. no FOCT 4166.

Momnmo nepgeiiTepoHaTanMHa B kayecTBe BHYTPEHHEro cTaHAapTa MOXHO MCMOo/b30BaTh Apyrne co-
eiHeHns. 3aBefJOMO OTCYTCTBYIOLME B aHaNN3NPYyeMbIX Npobax: Npu 3TOM paccunTaHHbie N0 HAM OTHOCK-
TenNbHble (hakTopbl OTKANKA AOMKHbI HAX0AMTbCA B Anana3oHe 0.1—10.

JlonyckaeTcs npyMeHeHVe peakTMBOB, U3rOTOBIEHHbIX MO APYrOi HOPMATUBHO-TEXHUYECKON AOKYMEH-
Tauuu, B TOM Yncne UMNOPTHbIX, C KBa/IMrKaumnen YNCTOTbl He HWXe YKa3aHHOI.

5.3 BcnomoraTtenbHble ycTpolicTBa

5.3.1 BOpoHKa CO CTEKNAHHbIM (PUILTPYIOLWUM LHOM.

5.3.2 Wkad cywmnbHblii ¢ Tepmoperynatopom tuna CHOIM no (2).

5.3.3 Brasibl BMECTUMOCTbIO 5 M1 U3 CTEKNA, C CUIMKOH-TEh/IOHOBOI CENTONA.

5.3.4 dunbTpbl 6yMaxHble 06€330/1eHHbIE «CUHASA IeHTa» o [3].

5.3.5 KacceTa c ABYMSl CTEKN0BO/TIOKOHHbIMU (OUNbTPaMu, CHabXeHHas 3aBUHUYMBAIOLLENCA KPbILLKONA 1
[BYMS KOHL,EBbIMU 3aryLUKamu.

MpumevaHne — [onyckaeTcs NPpUMEHeHWe aHaIorM4yHOro BCrnoMoraTesibHoro oﬁopy,qoeaHMﬂ C TEXHUYEeCKUMU
XapakTepucTtnkamMmum He HMXe yKa3aHHbIX.

6 TpeboBaHua 6e3onacHOCTU

6.1 Micnonb3yemble B paboTe peakTuBbl OTHOCATCS K BellecTBam 1-ro U 2-ro knaccos onacHocTu. Mpu
paboTe ¢ HUMK HeobxoAnMMO cobnogaTe TpeboBaHnsa 6e30NacHOCTH, YCTaHOB/IEHHbIE A5 PabOT C TOKCUYHBI-
MWU. eKUMU U flerkoBocniameHsowmmncs sewectsamu no NFOCT 12.1.005.

PaboTy ¢ guxnopmeTaHOM. KOTOPbIA OTHOCMTCS K 4-My Kiaccy onacHOCTU, MPOBOAAT B COOTBETCTBUU
c FOCT 12.1.007.

6.2 SkcnnyaTauus XpomMaTo-Macc-CnekTpoMeTpa 1 NpoBeAeHne COOTBETCTBYHOLMNX U3MepeHuii Tpeby-
10T cobnofeHns npasun anekTpobesonacHocTn B cootseTcTBUM ¢ FTOCT 12.1.019 1 MHCTPYKLUMEeR no akcnny-
aTaumm npubopa.

7 TpeboBaHVA K KBanndukaumm nepcoHana

7.1 K NpuroToB/IEHUIO TPaAyMPOBOYHbIX PACTBOPOB AONYCKAKTCA NMLA, UMEIOLWMNE KBANUGUKALMWIO X1-
MUKa. VHXEHepa- W TEXHWKA-XMMIKKA 1 OMbIT paboTbl B XMMUYECKO naGopaTopuu.

7.2 K BbINO/IHEHWIO M3MEPEHWI AOMYCKAIOTCA ML, UMeloLe KBaIMUKALMIO He HIXe UHXeHepa-Xu-
MUKa UK XMMKKA, NPOLLEALLME COOTBETCTBYIOLLME KYPChl 0GYUYEHUS U CTAXUPOBKY B la6opaTopusix, akkpeau-
TOBaHHbIX Ha BbINOSIHEHWE aHA/IN30B C NPUMEHEHNEM HACTOSILLEro cTaHaapTa.

7.3 Becb nepcoHan fo/HKeH NPOiTU NPOBepKy 3HaHUIA NO TeXHVKe 6e30MacHOCTM, B TOM YMcne Nnpu pa-
60Te B XMMUYECKOI1 nabopaTtopun, BkIouas obLive npaBuaa paGoTbl C e4KUMU U TOKCUYHLIMK BeLLecTBaMu,
npasuia noxapHoii 6e30MacHOCTY U NPOMbILLMIEHHO CaHUTapU.

8 YCcnoBus BbINOSIHEHUA N3MEPEHUA

Mpy NpMroToBNeHUN pacTBOPOB, NOArOTOBKE NPO6 M BbIMOMHEHUN N3MepeHnil cobnogaoT cneayto-
Lne ycnoBus, TeMmnepaTtypa okpyxatouwero sosgyxa (20 £5) 4C; atmocgepHoe gaBneHue 84,0—106.7 kMa
(630—800 MM pT. CT.); OTHOCUTENbHAsA BNAXHOCTb Bo3gyxa npu 25 °C Huxe 85 %: HanpsxeHue B ceTu
NUTaHUA nepeMeHHoro Toka (220 + 22) B: KOHUeHTpauuu Mellawlmnx onpefeneHno N arpecCuBHbIX

3
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KOMMNOHEHTOB B BO34yXe He [O/KHbl MPeBblaTh NpefenbHO AONYCTUMbIX KOHUEHTpauuii gna Bosgyxa
pabouei 30HbI.
[pyrue ycnoBus n3MepeHuii AO/MKHbI COOTBETCTBOBATb MHCTPYKLMW MO 3KCniyaTauuy npuéopa.

9 lMoAroToBKa K BbINOMHEHWIO U3MEPEHMUI

9.1 MoparoToBka nocypabl

Mcnonb3oBaHHY CTEK/ISIHHYO Nocyay nepej fanbHeilmm ynotpe6aeHnemM ononackuarT NpYMeHsB-
LUIMMCS pacTBOpUTENEM U TWATENIbHO MOKT ropsiueli BOAONM C COA0N, OnonacknsatT BOLOMNPOBOAHON, a 3aTeM
AVCTUNNNPOBAHHOW BOAOIA.

9.2 NMpuroTosneHne pacTsopos

MpuroToBneHve pacTBOPOB MPOBOAAT B BbITSXXHOM LWKady npu TemnepaTtype OKpyXalLlero Bo3gyxa
18 °C — 22 °C.

9.2.1 NcxopHblii pacTBOp (hTaneBoro aHrugpuaa

Hasecky thranesoro aHrugpuga (50 = 1) Mr nomeLLarT B MEPHYIO K016y BMeCTUMOCTbI0 50 mn. pac-
TBOPAOT B 10—20 Mn gux/iopMeTaHa. [0BOAAT 40 METKU 3TUM Xe pacTBoputesieM. MaccoBas KOHLEeHTpauus
(hTanesoro aHrugpuga s nosyyeHHom pactsope 1.00 mr/mn. XpaHaT B 3alluMLEeHHOM OT cBeTa MecTe npu
TemnepaTtype MuHyc 10 °C unu Hnxe.

9.2.2 PacTBOp BHYTPEHHEro cTaHgapTa nepgelitepoHadrtaninHa

B MepHyt K016y BMecTMMOCTbI0 25 M nomellarT (250 + 1) Mr nepaeiitepoHadptannHa. pacTBopsitoT
ero B 10—15 mn guxnopmMmeTtaHa u fOBOAAT O METKM 3TUM Xe pacTBoputesieM. MaccoBas KOHUeHTpauus
nepaeitepoHadTanvHa B nofydyeHHom pactsope 10.0 mr/mn. XpaHAT B 3aljueHHOM OT cBeTa MecTe npu
Temnepartype muHyc 10 °C nnu Huxe.

9.2.3 'pagynpoBOYHbIE PacTBOPbLI PTaNeBOro aHrngpuaa

PacTBOpbI rOTOBAT B CTEK/SAHHLIX Banax BMecTuMocTbio 5 M (5.3.3). lo6aBnsaioT paccyMTtaHHOe Konu-
4yecTBO pacTBopa pTanesoro aHrugpuga n 1 mkn (0,001 mn) pactBopa BHyTpPeHHero ctaHgapTa. B Tabnuue 1
npusefeHbl AaHHble, HeobXoAuMble 4717 NPUrOTOBEHUS TPaAyVPOBOYHbLIX PACcTBOPOB C 3afaHHbIM 3Haye-
HVem obLero KonnyecTsa onpefenseMoro BelecTsa. YkasaHHble aiMkBoTbl 0TOMPaloT COOTBETCTBYOLVMU
MUKpoLunpuuamu no 5.1.3.

Ta6nuya 1— XapaKTepucTuku rpafyMpoBOYHbIX PACTBOPOB (ITANeBOro aHrapuaa

O6bem ucxogHoro pacteopa
(TaneBoro aHrugpuga, u «r.

KonnyecTBo hTaneeoTo aHrugpuga

Ne pacTtBopa s np06e MXT

O6bem guxaopmeTtaHa. Mn

1 1.00 5 1.00
2 2.00 5 2.00
3 5.0 5 5.0
4 20.0 5 20.0
5 100 5 100

9.3 MoproTtoBka Npub6opa K BbINOSTHEHUIO U3MEPEHNUIA

BkntovaloT 1 HacTpanBaloT XpOMaTo-Macc-CNeKTPOMETP B COOTBETCTBUMN C UHCTPYKLMER no akcnayaTa-
Lun 1 onucaHuem, npunaraembsiM K npubopy. YctaHasnmealoT paboune napameTpbl, HEO6X0AUMbIE A5 NPO-
BeAeHnss usmepeHuin. Paboune napameTpbl NPMG0OPOB AOMKHbI ObITb NOCTOSHHLIMW MPU U3MEPEHUW BO BCEM
Anana3oHe KOHUeHTpauui.
Xpomatorpad:
- Temnepartypa ucnapurtens: 240 °C.
- Tvn nHxekTopa: 6e3 pasfeneHns noToka.
- O6bem BBOAMMOrO pacteopa (3kcTpakTa): 0.1— 1 mMkn.
- Pexum nporpammunpoBaHust TemnepaTtypbl KOJTOHKW:
- HayanbHasa Temnepatypa 50 °C (2 MuH);
- cKopocTb Harpesa 10 BC B MUHYTY;
- KOHeYHas TemnepaTypa 280 °C (10 MUH).
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Macc-cnektpomeTp:

- Temnepartypa UCToYHuKa MoHOB: 250 °C.

- Anana3oH ckaHnpyemblx macc: 29—250.

- CKkopocTb cbopa AaHHbIX: 10 cnekTpoB B CeKyHAy Mo BCEMY Auana3oHy Macc.

9.4 TpapyupoBKa

pagyvpoBKy npnbopa OCyLLeCTBAAT HENOCPEACTBEHHO Nepes n3mMepeHusmmn no pasgeny 11. MNposo-
OAT ABYKPaTHbIE N3MEPEHUS KaXXA0ro U3 NATU rpagynpoBOYHbIX PACTBOPOB (MX IKCTPaKToB, cMm. 9.2.3).

941 OnpegensioT nnowaamn NUKoB Ha Macc-xpomartorpaMmmMax, NOCTPOEHHbIX A5 (hTaneBsoro aHrnapu-
[la no TOKy XapaKTepucTuyecknx NoHoB ¢ m!z 148. ana BHyTPeHHero cTaHgapTa (nepgevitepoHadtanmHa) no
XapakTepuctuyeckomy MoHy ¢ m/z 136.

[ns kaxaoro namepeHus paccuntbiBaloT hakTop oTkavka RFt no dhopmyne

RFASAMJS A, (5]

rge Su — naowaap nuka htanesoro aHrMapyaa, NOCTPOEHHOTO MO TOKY XapakTepucTUYecKMX NOHOB ¢ m/z 148;
MIS — macca fo6aBneHHOro BHyTpPEHHero ctaHzapTa,;
SN — nnowaab N1ka BHYTPEHHEro cTaHJapTa, NOCTPOEHHas Mo TOKY XapakTepucTUYecKoro noHa ¢ m/z 136;
My — macca pTasnieBoro aHrngapmaa B 1 ma rpagympoBOYHOro pactasopa.
B ganbHeliwmnx pacyetax NCNonb3yloT cpegHeapudgmMeTnyeckoe 3HaveHne RFcp, oTHocsLLeecs K NOHO-
My Anana3oHy n3mepseMbiX KOHLeHTpaLii:

n
(2)

roe n — obuwee yncio namepeHuii (10).
Mo dhopmynam (3) n (4) paccunTbiBalOT cpefHekBagpaTnyeckoe (ctaHgapTHoe) oTknoHeHne (CKO) un
COOTBeTCTBYIOLLEee oTHOCUTenbHoe CKO:

XK.-rO!

ckon . (o)

oTHOocuTesnbHoe CKO = cKo 100%. @)

3HayeHna otHocuTesibHoro CKO He fo/xHbI npesbiwats 10 %.

9.4.2 PUKCMPYIOT BpeMeHa yaepxusaHua 418 NuKos oTanesoro aHruapuga 41s BCeX Xpomarorpamm.
BbibupaloT cpefHee 3HavyeHue BPeEMEHW YAepxuBaHus, T. €. 3HayeHue, Hanbonee 651u3Koe K cepefnHe 3a-
dhMKCUPOBAHHOIO UHTEpBasIa M3MEHEHUSA 3TOW BENMYMHbLI. TUMMYHOE 3HAYEeHWEe BPEMEH YAEepXMBaHUS B UC-
Nosib30BaHHbIX XpomMaTorpaduyeckux ycnosusx ana ranesoro aHrugpuaa (543 + 3) c.

3apernctpupoBaHHble MOJIHbIE MacC-CNeKTPpbl hTaneBoro aHrngpuaa (2—3 cnekrpa) BBOAAT B CNpaBoy-

HY 6M6BINOTEKY MacC-CNeKTPOB.

10 MoaroToBka 06pasLOB A1 U3IMEPEHNIA

KacceTy cHabxatoT roToBbIMW (OUIbTPAMU, 3aKPbIBAIOT 1M NEPEeHOCAT Ha MecTo oT6opa npobbl. C kacce-
Tbl CHAMAIOT KPbILIKY W BbIHAMAOT KOHLEBYH 3arnyLiky 13 gHa. C nomMoLLbio rMBKOro WwaHra NpucoeavHsioT
K KacceTe Hacoc fns ot6opa npob6. Monyumsniics Npob600TGOPHMK NMOMELLaT B UCCNEAYEMYIO 30HY Tak,
YTOObI OTKpbITAA NepeaHsst 4acTb KacceTbl Gblia NnepeBepHyTa BHU3.

Bo3fyx c 06beMHbIM pacxofom 1.0 n/MUH acnmpupytoT yepe3 Npo600T60pHUK. Beero nponyckatoT 100 n
Bo3Ayxa. B kaxaoli Touke oT6MpatoT He MeHee AByX Npo6 Bo3ayxa. MNocne oT6opa Npobbl KacceTy oTcoean-
HAIOT 1 3aKPbIBAIOT KPbILWKOW. [JHO U KPbILLKY KACCeTbl 3aThbIKalT ABYMS 3arnyLlKamu.
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Bce o6pa3subl cHabXatoT 3TUKeTKaMn, Ha KOTOPbIX yKa3blBatoT HOMeP U BUA Npo6bl, AaTy U MecTo 0T60-
pa. a Takke yka3blBaloT NOTEHUMabHbIE NOMEXN OnpefesieHnsi, 3aMeyeHHble B XoAe oT6opa npob.

O6pasubl Kak MOXHO CKopee nocre B3TMsA Npobbl 0TNPaBNAT B nabopaTopuio 415 aHanusa. Ecnvm 06-
pasubl He MOTYT OblTb OTNPABNEHbI B TOT X€ A€Hb, UX XPaHAT NpU NOHWXEHHOI TeMnepaType.

dunbTpbI CKNaAbIBaKT NoMnosiam uam TakuM 06pa3om, YTo6bl 06pa3oBaTh NapassiesibHble cknagkm. Kax-
AObl UNbTP NEpPeHOCAT B OTAENbHbIA (hnakoH 1 npuamBatoT no 5.0 M akcTpareHTa. B kayecTBe akcTpareHTa
MCNONb3YHT ANXNopMeTaH. 3akpbiThle ()NakoHbl BCTPAXMBAIOT HA MEXaHUYECKOM BCTPSIXMBaTesie B TeYeHue
1y4. lo6aBnAT pacTBOP BHYTPEHHEro ctaHaapTa (1 Mk).

11 BbINOMTHEHUE M3MEPEHWUIA

M3mepeHns NpoBOAAT B TEX e YC/IOBUSX, B KOTOPbIX NpoBeAeHa rpagyvnposka npubopa (9.4). Ana noa-
rOTOB/IEHHbIX 06Pa3L0B NPOBOAAT U3MEPEHNS BEIUYMH, NOATBEPXKAANLUNX NAEHTUUYHOCTL (DTANeBoro aHru-
apvga (11.1).

11.1 OnpefensoT BpeEMEHA YAEPXNBaHNA, OTBeYaloLMe nnkaMm Ha xpomaTorpammax B6113n cpefHero
3HayYeHNss BpEMEHU yAepXnBaH/a nuka dptanesoro aHrugpvga. CpaBHVBaOT NOSHbIE MACC-CMEKTPbl CO Chek-
Tpamu hTaneBoro aHruapuga B cnpaBoyHol 6ubnunoteke. OnpegenseMoe coevHEHNE CUMTaloT AEHTUU-
LMPOBaHHbIM KakK (hTaneBblil aHrngpug, Npu ycnoBusx:

- BPeMS yAepXvBaHMs paccMaTpuBaemMoro CoeguHeHUs oTanyaeTcs OT CpefHero 3HayeHns aToin Besnu-
Y/HbI N0 9.4.2 He 60nee yeMm Ha 3 C;

- nokasarte/ib CXOACTBA 3KCMEePUMEHTa/IbHbLIX CNEKTPOB CO CMNPaBOYHbIMU CrieKTpamun TasieBOro aHru-
apvaa He Huxe 94 %.

11.2 OnpepgensaioT naoLlaamn NMKOB Ha Macc-xpomaTtorpamMmmax, 3aperncTpupoBaHHbix rno 9.4.1. Macco-
BYIO KOHLEeHTpauuio htanesoro aHrugpmaa Cu m ogHoli u3 npo6 (‘ma npo6a. /*i obpaseL) npu>M n3mepeHnu.
Mr/mM3, paccunTbiBaloT No hopmysie

C,. =S, " M,s.;'Sis..RFep V. (5)
roe SMy — nnowagb nuka dTaneBoro aHrugpuaa, yen. eq, Ha >-ii macc-xpomarorpaMmme, no-
CTPOEHHOI MO TOKY MOHOB € M/z 148 (ans dTanesBoro aHrmapuaa), iro obpasua;
Mis/ — macca BHYTPeHHero ctaHgapra, Mr;
S, 4— nnowagb nuka BHYTPEHHEero ctaHjapTa, yen. ed.. Haj- i macc-xpomaTtorpaMmmMe, no-
CTPOEHHOI N0 TOKY MOHOB € m/z 136. tro obpasua;
RFcp — ycpeaHeHHbI dpakTop oTknnka (popmyna (2)];
V — 06beM npokayaHHoro sosgyxa, 1 (V =0.1 m3);
MUi~WUsi' c,s'vism 06beM pacTBOpa BHYTPEHHEro ctaHgapTa, M. fo6aBneHHoro kK npobe (paszen 9):
— MaccoBas KOHUEHTpauus pacTBopa BHYTPEHHEro craHgapTa, Mr/Mna, npuroToBieH-
Horo no 9.2.2.
BbluncnaoT cpefHee 3HavYeHne MaccoBOl KOHLEeHTpauun qotaneBoro aHruapuga Ans kaxgoro obpas-
ua. mr/m3

I e,
M
- (6)
roe/ — 1n2;
N — KO/JIMYECTBO napasnenibHbiX n3mepenuii (2 unu 3).
1 OTHOCUTE/IbHOE pacxoxaeHuve d., %. pesynbTaToB AN 3TUX 06pasLos
Cc.__—cC
T »mJi
/K mJn 100. (7)

roe C;|nex m C/min — cOOTBETCTBEHHO HanbOsbLIEe N HaMMeHbluee 3HaYeHne MacCoBOl KOHLeHTpaumuu npu
napasnnefibHbiX U3MepPeHnsX AN Kaxgoro obpastia.
PesynbTathl napannenbHbIX M3MEPEHUI NPU3HAIOT NPUEMIEMbIMU, ecn d, He npeBbiwaeT 10 % (n = 2)
unn 12 % (n = 3) npu BeposTHocTn P= 0.95.

6



FOCT 32457—2013

BbIUNCASIOT CpefiHMe 3HAUYEHUSI MACCOBOl KOHLEHTpauuu TaneBoro aHrugpuga no obemm npobam
aHanusmpyemoro o6pasua

C=
2 (8

1 OTHOCUTESbHOE pacxoxaeHue O. %. pe3ynbLTaToB A5 ABYX NPo6

©)

PesynbTartbl NpusHaloT npuemnemsimMu, ecnu D He npesbiwaeTt 15 % npu BepoATHocTM P - 0.95. Mpu
BbINO/THEHUW 3TOTO YC/I0BUA CpefHee 3HauyeHne KoHueHTpauuii C NpyH1MaloT B KayecTBe pesynbTata u3me-
peHWIA.

12 OdhopmneHne pesynbTatoB U3MeEpPEHNI

PesynbTar usmepeHnss MaccoBOi KOHUEeHTpauuy TaneBoro aHruapuaa npeacTasisaioT B cregyoLlem
Buae

(Ccp+0,15  Ccp) Mr/m3. (10)

Mpumepsbl 3anucu: < 0.01 mr/m3, (0.010 + 0.0015) mr/m3, (0.24 £ 0.04) mr/m3, (0.72 + 0.11) mr/m3.

13 KoHTpO/b NorpeLwHocTyn

13.1 MpoBepka YyBCTBUTENILHOCTU XpOMaTo-Macc-cnekTpomeTpa

Mpy Nopo3pUTENBHBLIX pesynbTartax U3MEpPEHUA NAN Pe3KOM YMEHbLUEHUN PEerncTpUpyeMbIX CUrHaIoB
NpoOBEPSAIOT YYBCTBUTE/ILHOCTL Npubopa No rpafyvpoBo4YHOMY PacTBOpY C HAUMEHBLLUMMW MacCOBbIMU KOH-
LueHTpauuamu Tanesoro aHrngapuaa (tabnuuya 1) B ycnoBuax M3MepeHuii, ykasaHHbiXx B 9.4. OTHoOLeHWe
curHan/wym ans onpegensieMbix coeAUHEHUn fOMKHO BbITb He MeHee 10:1. YyBCcTBMTENBbHOCTb Npubopa
BOCCTaHaB/NBAKT B COOTBETCTBUW C peKOMeHAaUMUAMN, U3NTOXKEHHBIMU B PYKOBOACTBE M0 ero aKcnayataumm.

13.2 KOHTpONb NOMEX Mo pe3ynbTaTaM X0/10CTOro OnbiTa

XonocToli onbIT NPOBOAAT € YNCTbIM (hUNLTPOM Yepes Kaxable 20—30 npob, 4Tobbl y6eanTsCcs B OT-
CYTCTBWU 3arps3HeHni i 1 MomMex, UCTOYHUKAMN KOTOPbIX MOTYT GbiTb M3MepuTenbHasa CUCTEMA, PeakTUBbl U
martepuasnbl. B cnyyae obHapyXeHWUa 3arpsi3HeHuin, NposBAAILWMNXCA B NOABAEHUN CUTHaNA NpU 3afaHHbIX
3HAaYeHUAX MacC MOHOB W BPEMEHU yAepXMBaHUS C OTHOLUEHWEM curHan/wym. npesbiwatwowmm 3:1, onpe-
[enslT UCTOYHMK NOMEX, KOHTPONMPYS MCMO/b3yeMble peakTVBbl ¥ NPOBEPSAS YC/I0BMA NOATOTOBKWA Mpo6 u
npoBefeHNs N3MepeHui.

13.3 KoHTpOoNb NpaBuIbHOCTU METOAOM J06aBOK

KOHTpO/Ib NpPaBWNLHOCTM NPOBOAAT B LENAX OLEHKN BO3MOXHOCTV NpUMEHeHns HacTosawein MBU gna
06pasLoB, paHee He NojBepraBLUMXCA aHann3y, a Takke Npu COMHEHUW B pesy/ibTatax U3mMepeHui.

[na KoHTponsa oTéupatoT Tpu Npoodbl. VI3MepsoT MaccoBylo KOHLEHTPALMIO B ABYX napasiefibHbiX u3-
MepeHusiX AByX Mpo6 W nonyvalT pesynbtat usMepeHuit C. B TpeTbio npoby BHOCAT f06aBKy WCXOLHOroO
pactBopa (pTasIeBOro aHrnapuaa, npuyem mMaccosas KOHUeHTpauus fobasku [ fo/mkHa 6biTb B UHTepBase
(0.8—1.2) « C. mr/m3. MpoBoAAT n3MepeHnsa ansa TpeTbeli npobbl ¢ 406aBKOV 1 NonyyatoT pesynbTar usMepe-
Huii Ca.

PesynbTart KOHTPONS NpU3HaeTCa yAo0BAeTBOpPUTENbHbIM (4151 P = 0.90) Npy BbINO/HEHWW YCNOBUSA

1001 —C—A | / 4 SHg, (11)

rae Ho = 15 %.
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