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Mpeaucnosune

Lienu, OCHOBHbIE NMPUHLMMBI M OCHOBHOWM NMOPSAOK NPoBeAeHUs paboT No MEXroCyapCTBEHHOW CTaH-
Aaprusauumn ycraHosnensl FTOCT 1.0-92 «MexrocyaapcreeHHan cuctema craHgaptusaumm. OCHOBHbIE NOMO-
wenua» u FOCT 1.2 — 2009 «MexrocynapCcTBeHHas cucrema craHgaprtusaumu. CtaHaaptbl MEXTOCYAapCT-
BEHHbIE, NpaBuNa U peKoOMEeHAaLMM MO0 MEXroCyaapCTBEHHON cTaHaapTtu3auuu. MNpasuna pa3paboTku, npu-
HATUA, NPUMEHEHUs1, OBHOBMEHUS N OTMEHBI»

CeeaeHunAa o ctanpgapre

1 PASPABOTAH ®deaepanbHbiM rocyqapCTBEHHbLIM YHUTAPHBIM NpeanpusatueM «Bcepoccuinckui
Hay4HO-MCCNeaoBaTENbCKUIA LIEHTP CTaHaapTusanmm, nHopmaumum n ceptudmkaumm coipbsi, MaTepuanos
n sewect» (Pryr «BHALICMB»);

TexHu4yeckuMm komuTeToM no cradpgaprtusauumn TK 339 «be3onacHOCTb CbipbA, MaTtepuanoB U Be-
wectey denepanbHOro areHTCTBa Mo TEXHUYECKOMY PETYNIUPOBAHUIO U METPONOTUM;

deaepanbHbiM OI0KETHBIM YUYPEXAEHUEM 3APAaBOOXPAHEHUA «POCCUNCKUIT perucTp noTeHuuarnb-
HO ONACHbLIX XMMUYECKUX M Buonormyeckux Bellects» degepancHomn cnyxObl N0 HAA30py B chepe 3aLUThI
npae notpebureneii u Gnarononyuus yenoseka (PBY3 «Poccuiickuit perucTp NoTeHUManbHO ONacHbIX XU-
Muyeckux u Guonormyeckmx BeluecrTsy» PocnorpebHaa3sopa)

2 BHECEH ®eaepanbHbIM areHTCTBOM M0 TEXHUYECKOMY PEryfimpoBaHuio U MeTponorum

3 MPNHAT MexrocyaapCrBEeHHbIM COBETOM NO CTaHAApTU3auuKn, METPONOrMKU U cepTudmnkaumm
(npotokon Ne 61-N ot 5 HOsGpA 2013 1.)

3a npuHATUE NPOronocoBanu:

KpaTkoe HauMeHoBaHWe cTpaHbl Kop ctpaHbl no MK CokpalleHHOoe HauMeHOoBaHWe HaLUoHarLHOro opra-
no MK (MCO 3166) 004 — 97 (UCO 3166) 004 — 97 Ha No cTaHgapTusaunu

ApMeHus AM MuH3akoHOMUKM PecnyGnuku Apmenus
Benapycb BY lFoccraHpapt Pecnybnukn Benapycb

Kuprusus KG KbiproiactaHaapt

MongoBa MD MonpgoBa-CtaHgapt

Poccusa RU Poccrangapr

Tagxukucran TJ TagxukcTangapT

Y3bekucraH Uz Y3craHaapr

4 Mpukasom deaepanbHOro areHTCTBa N0 TEXHUYECKOMY PEryrIMPOBaHUIO M METPONOrMU OT 22 HOAGPA
2013 r. Ne 829-ct mexrocyaapcTBeHHblli cranaapt FOCT 32457—2013 BBegeH B AEWCTBUME B Ka4yecTse
HaumoHanbHoro craHgapra Poccuickon depgepauyum ¢ 1 asrycra 2014 r.

5 BBEJJEH BIEPBbIE

Unpopmayus 06 usMeHeHUsIX K HacmosiuemMy cman0apmy rnybnukyemcs 6 exe200HOM uHgpopma-
UYUOHHOM ykasamerne «HayuoHarnbHble cmaH0apmbl», @ MEeKCm U3MeHeHuUll U NornpasoK — 8 eXXeMeCsIYHOM
uHghopMayuoHHOM ykaszamene «HayuoHanbHblie cmaHlapmbi». B cnyyae nepecmompa (3ameHbl) unu om-
MeHbl Hacmosaweao cmaHlapma coomeemcmeyioujee ysedomneHue 6ydem OrybruKo8aHO 8 eXeMecsy-
HOM UHGhOPMaUUOHHOM yKa3amerie «HayuoHanbHble cmaHOapmbl». Coomeemcmeyiowias uHgpopMayus,
ysedomriieHue u meKcmbl pa3mMewalomest maike 8 UHhopmMauuoHHoOU cucmeme obwe2o rnonb3068aHus — Ha
ochuyuanbHom caiime ®edeparnibHO20 az2eHmemea 0 MeXHUYECKOMY pe2yriupoeaHulo u Memporsosuu 6
cemu IHmepHem

© Cranaaptuxdopm, 2014

B Poccuiickoin degepaumu HacTosLwui CTraHaapT He MOXET ObiTb MOMHOCTLIO UMW YACTUYHO BOC-
Npou3BEAEH, TUPAXXMPOBAH U PACMpOCTPaHEH B KavyecTBe odpuumanbHOro nsaavusa 6e3 paspewenusa depe-
panbLHOro areHTCTBa Nno TEXHUYECKOMY PErynmpoBaHuio U METPOSIOrnn
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M EXT FOCYAAPCTUBEHHUB 1 CTAHAAPT

®TANEBbLIA AHIVOPUA

OnpegeneHue coaepXaHus B BO3OYLWHOI cpee MeTOO40M ra3oBoi xpomartorpadumn — Macc-
CNeKTPOMETPUU

Phthalic anhydride. Determination in air

Hara BBeaeHns —2014—08—01

1 O6bnactb npuMeHeHus

Hacroswmin ctaHgapT yctaHaBnuBaeT npoueaypy ong)e,qeneHmn coaepxxaHus Tanesoro aHrnapu-
Ja B BO34YLIHON cpeae B amanasoHe ot 0,01 pgo 1,0 Mr/M” meTOAOM rasoBom xpomartorpadum — macc-
cnektpomeTpun (MFX — MC).

Ot60p npob6 BO3gyxa MPOM3BOASAT HA KacceTy, COAepXallylo ABa CTEKNOBOSOKOHHbLIX (UMbTpa.
O6bem oTOMpaemoii Npobbl AOMKEH COCTaBNATL HE MeHee 100 1, HeoOX0AUMO HE MEHEE ABYX UAEHTUYHbIX
npo6. Mpobbl CHabXaT STUKETKAMM, HA KOTOPbIX YKa3sbliBalOT HOMEP WM BUA Npobbl, AaTy U MecTo oTbopa.
Mpo6bl nocTynarT B nabopatopuio ¢ CONPOBOANTENbHBLIMU JOKYMEHTaMM.

2 HopMaTtuBHbI€ CCbINIKU

B HacTosLleM cTaHAapTe UCMONb30BaHbl HOPMATUBHBIE CCbISIKM HA CreayoLmMe CTaHaapTbl:

FOCT 12.1.005-88 Cucrema crangaptos 6esonacHocTv Tpyaa. Obwme caHMTapHO-rMrmeHn4Yeckne
TpeboBaHus K BO3ayXy paboueit 30HbI

FOCT 12.1.007-76 Cuctema craHgapTtoB 6esonacHocTu Tpyaa. BpeagHble Bewecrsa. Knaccuduka-
umsa u obwme TpeboBaHua 6e30NacHOCTU.

FOCT 12.1.019-2009 Cucrema craHaapToB GesonacHocTu Tpyaa. dnekrtpobesonacHoctb. ObLme
TpeboBaHMA M HOMEHKNaTypa BMAOB 3aLLMThI

FOCT 1770-74 Mocyaa MepHasi nabopartopHasi creknaHHas. LiunuHapbl, MeH3ypku, konbbl, Npo-
oupku. ObLLMe TEXHUYECKUE YCrOBUs

FOCT 4166—76 Peaktusbl. HaTpui cepHokucnbii. TexHUueckue ycnosmusa

FOCT 6709-72 Boaa auctunnupoBaHHas. TexHu4eckue ycrnoBus

FOCT 25336-82 NMocyaa u o6opynoBaHue nabopaTtopHbie CTEKNsHHbIE. TUNbl, OCHOBHLIE NapameT-
pbl 1 pa3mepbl

FOCT 29169-91 (MCO 648-77) Mocyna nabopatopHas cTeknsaHHasA. [NnNeTkn ¢ 04HON OTMETKON

MpumedaHnue —pu NONb3OBAHUW HACTOSALYUM CTaHAApPTOM Lieniecoobpa3Ho NPoBEpUTL AeicTBue cCbl-
MOYHBbIX CTAHAAPTOB B WHAOPMALMOHHOW cucTeMe obliero nonb3oBaHus — Ha oduumansHoM caite defaepanbHOro
areHTCTBa NO TEXHUYECKOMY PErynupoBaHUio U METPONOrMKU B ceTU MIHTEPHET UNKU MO eXerogHOMYy UHDOPMaLIMOHHOMY
ykasaTento «HaunoHanbHble cTaHAapThLI», KOTOPLIA onyBnuKoBaH No COCTOSHMIO HA 1 SiHBapsA TekyLero roaa, U no Bbi-
nycKam eXemMecavHoOro MHGOpMaLNOHHOro ykasaTens «HauwoHanbHble cTaHAapThi» 3a TeKyLWWid roa. Ecnun cebinovHbli
CTaHAAPT 3aMeHeH (U3MEHeH), TO NpU NONb3oBaHUWU HACTOALWUM CTaHAapTOM CnefyeT PyKOBOJCTBOBATLCSA 3aMEHsI0-
UM (M3MEHEHHBIM) cTaHAapTOM. ECNN CCbINOYHLIA cTaHAapT OTMeHeH 6e3 3aMeHbl, TO MOMoXeHWe, B KOTOPOM faHa
CChIfiKa Ha Hero, MPUMEHSETCA B YacTW, He 3aTparnBaloLLei 3Ty CChINKy.

3 XapakrepucTuKu NorpewHoCcT U3mepeHun
OTHOCUTENbHAs PAaCLUIMPEHHAs HeonpeaeneHHOCTb 3MepeHuii (Mpu koadduumente oxeata k = 2)
U, =15%.

MpumeuaHune — YkasaHHaA HEONPEAENEHHOCTb COOTBETCTBYET rpaHULiaM OTHOCUTENbHOW CyMMapHOW
norpeLLHocTy + 15 % npu goBepuTtensHoi BeposithocTn P = 0,95

U3paHue opuumansHoe
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4 OnncaHune metoaa

MN3mepeHne MaccoBOW KOHLUEHTpauuu dpranesoro aHruapuaa nposoaat merogom MX — MC ¢ uc-
nonb30BaHMEM BHyTpeHHero crangapra. Otbop npob BO3ayxa nNpou3BOAAT HA KacceTy, coAepXallyio ABa
CTEKIOBOSOKOHHBLIX hunbTpa. dTanesbliil aHIMAPKA IKCTParupyoT ¢ GunbTPOB AUXITOPMETAHOM. JKCTPAKTHI
KOHLIEHTPUPYIOT, A400aBnai0T M3BECTHOE KONUYECTBO BHYTPEHHEro craHagapra (nepaentepoHadhtanuHa) u
BBOAAT B Xpomarorpad), CHaOXXEHHbIN KanumnnspHOW KONoHkou. UnauBmayanbHble COEAUHEHUs, pa3faeneH-
Hble Ha XpomartorpaduMyeckon KOMOHKE B pexuMe nporpaMMMpoBaHUs TeMmnepaTtypbl, AETEKTUPYIOT Macc-
CNEeKTPOMETPOM, COEAUHEHHbIM C XpoMaTorpacdom.

WNaeHtndukaumio pranesoro aHrmapuaa OCyLIECTBAAIOT NPU CPABHEHWUM BPEMEH yAEpXUBAHUS U
MacC-CreKTPOB 3MEeKTPOHHOW MOHU3aLUK.

M3mepeHne mMaccoBoW KOHLIEHTpaUuu NMPOBOASIT METOAOM BHYTPEHHEro craHgapra: onpeaensior
nnowaan NukoB )TaneBoro aHMIMAPUAA U BHYTPEHHETO CTaHAapTa Ha Macc-xpomaTorpaMMax, MOCTPOEHHbIX
MO TOKY XapakTepUCTUYECKUX MOHOB ITUX COEAMHEHMUI. PacyeT konuyectsa pTanesoro aHruapuaa ocylue-
CTBMSAIOT UCXOAS U3 NNOLLAAEN 3TUX NMUKOB, MACChbl BHYTPEHHEro ctaHgapTa U hakTopos OTKIINKa pTanesoro
aHruapua no OTHOLUEHMIO K BHYTPEHHEMY CTaHAapTy.

Onsa rpagympoBku npubopa u pacyeta hakTopoB OTKNMKA rOTOBAT CEPUI0 rpagyMpoBOYHbIX pacTBo-
poB hTanesoro aHrmapuaa B AUXNOpPMeTaHe, COOTBETCTBYIOLMX YKA3aHHOMY AMAanasoHy KOHUEHTpauun u
coepaLlumx U3BECTHOE KONMYECTBO BHYTPEHHEro crtaHaapTa. BbMWUCNAIOT (hakTopbl OTKNMKA MCXOAA U3
Konu4yecTs hTanesoro aHrmapuaa U BHYTPEHHEro craHgapra B pacTsopax U nnowagen CooTBETCTBYIOLWUX
Xpomartorpaduyeckux nukos.

3akmnounTenbHbIN pacdHeT NPOBOAAT U3 NPEANONOXEHUA O KONUYECTBEHHOM U3BNEYeHUHU PpTanesoro
aHruapuga us Bo3gyxa m NOCTOSIHHO CTeneHn ero gecopbuum ¢ punbTpos, 4TO ObINO NOATBEPXKAEHO Npea-
BapuUTENbHBLIMU UCCIIEAOBAHUSIMU.

5 CpencrtBa usmepeHun, peaktuBbl U MaTepuarnbl

5.1 CpeacTBa usmepeHumn

5.1.1 XpomaTto-macc-cnektpometp Pegasus 4D dmpmbl Leco, CLLA, cocTosiLumii u3:

- xpomatorpaca 6890N cdupmbl Agilent Technologies, CLUA;

- KONOHKU XpomaTtorpaduyeckol CUNMKOHOBOM kanunnsipHon (anuHa 30 M, BHYTPEHHWW AnaMmeTp
0,25 MM, HenoaBwkHaA xmakaa dpasa SPB-5 TonwmHol 0,25 MkMm);

- cuctembl 0bpaboTku AaHHbix ChromaTOF co cnpaBo4HON 6GMONUOTEKOW Macc-CNekTpoB
EPA/NIST.

Jlonyckaetcs MpUMEHEeHMe ApYyrMxX XpoMaTo-Macc-CnekTpoMeTpoB (xpomartorpadoB € Macc-
CeneKkTUBHbIMU JAeTeKTopamMu), NO3BONSAIOLLMX NPOBOAUTL U3MEPEHUA B Anana3oHe macc ot 30 go 300 a.e.m.
(0a) B pexxmme aneKTPOHHOM MOHU3ALIMM NPU SHEPTUK JNEKTPOHOB 70 3B, Macc-cnekTpanbLHOM pa3peLueHnum
He Hke 0,5 a.e.m. ([ja) no Bceli Lkane Macc U NacnopTHON YyBCTBUTENLHOCTH Npubopa He Hwke 10 nr (no
oKTadhTOpHadbTanuHy, ANEKTPOHHaA MoHu3aums). [lonyckaeTca Takke NpUMEHEHUe Apyrux xpomarorpadu-
YECKUX KONOHOK, MO3BOMSIOLMX MPOBECTM OTAENEHUE onpeaensiemMblX COeANHEHUI OT APYrMX KOMMNOHEHTOB
npoGbl, M aHANOIMYHBIX CUCTEM 06PabOTKN AAHHBIX.

5.1.2 Becbl naGopartopHble anekTpoHHble Adventurer cpupmbl Ohaus Europe (LWBeiuapusi) 2-ro
knacca TouHoctn no FOCT P 53228 unu apyrue Becbl nabopaTopHbie BLICOKOTO Krnacca TOUHOCTHU.

5.1.3 Wnpuybl aHanuTu4eckme BMECTUMOCTLIO 1, 10 n 100 mkn cpupmbl Hamilton (Liseiiuapus).

5.1.4 NMunetku ¢ ogHon otmeTkou (Mopa) 2-1-1 no MOCT 29169 ¢ norpewuHocTblo + 0,015 mn.

5.1.5 Lununapel mepHbie 2-50 u 2-1000 no MOCT 1770 ¢ norpeluHoctbio + 0,5 u + 10,0 Mn cooT-
BETCTBEHHO.

5.1.6 Kon6bl MepHble 2-25-2, 2-50-2 no MOCT 1770 ¢ norpewHoctbio + 0,05; + 0,08 u + 0,12 mn co-
OTBETCTBEHHO.

5.1.7 YuuBepcanbHasi uHgukatopHas oymara pH 0-12 (Yexus).

[HonyckaeTtcs npumMeHeHue Apyrux TMNOB CPeAcTB U3MepeHuii no 5.1.2-5.1.7, B Tom uucne umnopT-
HbIX, C METPOSIOTMYECKUMU U TEXHUYECKUMU XapaKTEPUCTUKAMU HE HUXKE YKA3aHHbIX.

5.2 PeakTuMBbI U MaTepuanbl

5.2.1 dTanesblit aHrMAPUA YUCTOTON HE MeHee 99 %, Hanpumep, komnanuu Sigma-Aldrich (CLUA).

5.2.2 MNepaentepoHadTanuH (aenTepoHadtanuH-ds) YMCToToN He MeHee 99 %, Hanpumep, KOmna-
Hum Sigma-Aldrich (CLLUA).

5.2.3 [uxnopmeTaH (METUNEH XIOPUCTBIN) YNCTOTON He MeHee 99 %, Hanpumep, X.4. AN Xpomaro-
rpachum no [1].

5.2.4 Cynbdar HaTtpusi 6e3BogHbIN kBanudukauum 4.4.a. no FOCT 4166.

MomuMo nepaenTepoHadiTanMHa B Ka4eCcTBe BHYTPEHHEro CTaHAAapTa MOXHO UCNONbL30BaTh ApYrue
coeAuHeHusl, 3aBeJOMO OTCYTCTBYIOLLME B aHanu3upyembix npo6ax; npu STOM pacCyYUTaHHbIE NO HUM OTHO-

2
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cuTenbHble PakTopbl OTKMMKA AOMKHbI HAaX0AUTLCA B AnanasoHe 0,1 — 10.

JonyckaeTca npuUMEHeHWe peakTUBOB, M3rOTOBIEHHBLIX MO APYro HOPMAaTUBHO-TEXHUYECKOW AOKY-
MeHTauumn, B TOM YUCMNE UMNOPTHLIX, C KBanNuduKaumuen YNCToTbl HE HUXKE YKa3aHHOW.

5.3 BcnomorartenbHble yCTPOUCTBA

5.3.1 BOpOHKa CO CTEKNSIHHLIM (PUNbTPYIOLLUM JHOM.

5.3.2 lWkad cywmnbHbIn ¢ TepmoperynsaTopom tuna CHOJ no [2].

5.3.3 Buanbl BMECTUMOCTbIO 5 M1 U3 CTEKNA, C CUITMKOH-TEIOHOBOIN CENTOMN.

5.3.4 dunbTpbl BymaxHbie 06e330MEHHbIE «CUMHSASA NeHTay no [5].

5.3.5 KacceTta ¢ ABymMsi CTEKNOBOMOKOHHbIMK hunbTpamu, cHabeHHas 3aBUHYMUBAIOLLENCH KPbILL-
KO 1 ABYMS KOHLIEBBLIMU 3arfyLuKkamu.

MpumedaHune —[onyckaeTca NpUMEHEHNE aHaNOMMYHOro BCNOMOraTensHoro OGOPyAOBaHVIFl C TEXHUYe-
CKUMU XapaKTepUCTUKaMn He HUXe YKasaHHbIX.

6 TpeboBaHua 6e3onacHOCTH

6.1 Mcnonb3yemble B paboTe peakTUBbl OTHOCATCS K BeLlecTBam 1-ro u 2-ro knacca onacHoctu. Mpu
paboTte ¢ HUMM Heobxoaumo cobniogatb TpeboBaHusi 6€30MacHOCTU, YCTAHOBIEHHbIE AnA PaboT ¢ TOKCUY-
HbIMW, €4KUMUW 1 nerkopocnnamMmeHsowmmmcs sewecrsamu no F'OCT 12.1.005.

Pa6oTy ¢ AuxnopmMeTaHoM, KOTOPbI OTHOCUTCS K 4-My KNaccy OMacHOCTW, NPOBOASAT B COOTBETCT-
Bun ¢ NOCT 12.1.007.

6.2 JkcnnyaTauma XpomaTo-Macc-CreKTPOMETpa U NPOBEAEHME COOTBETCTBYIOLUX U3MEPEHUI Tpe-
OyloT cobnoaeHus npasun anekrpobesonacHocTn B cootseTcTBUM ¢ FTOCT 12.1.019 u MHCTPYKUMEl NO JKC-
nnyartauuu npubopa.

7 TpeboBaHus K KBanudmkaumm nepcoHana

7.1 K NnpuroToBneHunto rpagympoBOYHbIX pacTBOPOB AONYCKAKOTCA nuua, umetowme ksanudukaumio
XUMKKA, UHXKEHEPA- UMM TEXHUKA-XMMUKA U ONbIT paboTbl B XumMu4yeckon naéoparopum.

7.2 K BbINONHEHUIO M3MEPEHWNIA J0MNYCKaOTCA nNuua, uMeowme Ksanudukaumio He HUXe UHXeHepa-
XUMMKA UMW XMMUKA, NPOLLEALUNE COOTBETCTBYIOLLUME KYyPChbl OBYYEHUA U CTAXMPOBKY B nabopaTtopusx, ak-
KPEAUTOBAHHBIX HA BbIMOJIHEHUE aHANU30B C MPUMEHEHUEM HACTOSILLErO CTaHAapTa.

7.3 Becb nepcoHan AOMKEH NPOWTU NPOBEPKY 3HAHUM MO TeXHMKke 6e30nacHOCTU, B TOM YuChe Npu
paboTe B XxMMU4eCKon nabopatopuu, BKrovas obuine npasuna paboTbl C €4KMMM U TOKCUYMHBIMM BELLIECT-
Bamu, NpaBuna noxkapHoi 6e30nacHOCTU U NPOMBILLIIEHHOW CAHUTaPUMN.

8 YcnoBus BbINOSIHEHUS U3MEpPEeHUI

Mpu NpUroToBNEHNU PacTBOPOB, NOATOTOBKE NPOG U BLIMOMHEHUN U3MEPEHUI CODMIOAAIOT creayio-
Luve ycrnoBUs: TemMnepatypa okpyxatoLiero sosayxa (20 + 5) C; atrmocdepHoe aasnenue 84,0 — 106,7 klMa
(630 — 800 MM pT.CT.); OTHOCUTENbHAA BNAXHOCTb BO3ayXa npu 25 C Huwxke 85 %; HanpsbkeHWe B CETU Mu-
TaHWA nepeMeHHoro Toka (220 + 22) B; KOHUEHTpauMyM MeLLaloLmuX onpeaeneHnio n arpeCCUBHbLIX KOMIMO-
HEHTOB B BO3[yXE€ HE JOSKHbI NPEBbILATL NPEeAEnbHO AONYCTUMBIX KOHLIEHTPaUMin Ans BO3ayxa pabouen
30Hbl.

Opyrue ycnosus M3mMepeHuii 4OMKHbI COOTBETCTBOBATb MHCTPYKLMM MO 3KCnnyaTtauum npubopa.

9 MoaroroBKa K BbIMOJIHEHUIO U3MEPEHUNA

9.1 NMoaroToBKa nocyabl

cnonb30BaHHYIO CTEKMAHHYIO MOCYAY nepea AanbHEMnM ynoTpebneHneM ononackmpaioT npume-
HABLLMMCS pacTBOPUTENEM U TLUATENbHO MOIOT ropsyei Bo4o0M C CoA0M, ONONackuBaloT BOAONPOBOAHON, a
3aTeM AWCTUNNMPOBAHHOW BOAON.

9.2 NpuroToBneHue pacTBoOpoB

MpuroToBneHne pacTsopoB NPOBOASAT B BhITSHXKHOM LUKadpy Npu TemMneparype OKpyXaloLero Bo3ay-
xa 18 °C - 22 °C.

9.2.1 UcxopHbll pacTBOp (pTaneBoro aHrugpuaa

Haeecky (pranesoro aHruapuga (50 = 1) mMr nomewaloT B MEPHYIO KONOy BMECTUMOCTbIO 50 mn,
pacteopstoT B 10 — 20 mn guxnopMetaHa, 4OBOAAT A0 METKM 3TUM e pactBoputenem. MaccoBasi KOHLEH-
Tpauua )Tanesoro aHruapuaa B nonyvyeHHom pacreope 1,00 mr/mn. XpaHsT B 3alUULLEHHOM OT CBETA MeC-
Te npu Temnepatype MuHyc 10 °C unu Huxe.

9.2.2 PacTBOP BHYTPEHHEro cTaHAapTa nepaenTepoHadTanmia

B mepHyto konby BMecTMMOCTLI0 25 Mn nomewatoT (250 + 1) Mr nepaenTepoHadTanuHa, pacTeo-
psoT ero B 10 — 15 Mn guxnopmeTaHa v 40BOAAT A0 METKM 9TUM Xe pacTBoputeneMm. MaccoBas KOHLEH-
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Tpauus nepaenTepoHadpTanuHa B nony4eHHom pacresope 10,0 mr/mn. XpaHAT B 3aLMLLEHHOM OT CBEeTa Me-
cTe npu Temnepartype MUHYC 10 °C unun Huxe.

9.2.3 MpaaynpoBoOYHbIe pacTBOPLI (pTaneBoro anrnapuaa

PacTBOpbI rOTOBAT B CTEKMAHHLIX BUANax BMECTUMOCTbIO 5 mn (5.3.3). fo6aBnsaoT paccuMTaHHoe
KONMM4YeCTBO pacTeopa cpranesoro aHrmapuaa u 1 mkn (0,001 mn) pactBopa BHYTpeHHero craHaapra. B Tab-
nuue 1 npuBeaeHbl AaHHbIE, HEOOX0AUMbIE ANSI NPUrOTOBNEHUS rPaayUpPOBOYHLIX PACTBOPOB C 3aA4aHHBIM
3HayeHuem obLiero konu4ecTsa ONpeaensAeMoro BeLlecTBa. YKa3aHHbIe anukBoTbl OTOMpAIOT COOTBETCT-
BYIOLMMU MUKpOLUNpUUammn no 5.1.3.

Ta6nuuya 1 —XapakTepucTuki rpagympoBOYHbLIX PacTBOPOB (PTaNeBoro aHruapnuaa

Ne Obbem ncxoaHoro pacteopa ra- Obbem guxnopmeta- | Konuvectso dpTanesoro aHrngpu-
pacTBopa neBoro aHruapuaa, MKn Ha, Mn Aa B npobe,
MK
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 NoaroToBka NpuOOpPa K BbINOSIHEHUIO U3MEPEHUN

BknioyaloT u HacTpauMBaloT XpOMAaTO-MacC-CMEeKTPOMETP B COOTBETCTBUM C MHCTPYKLUMEW MO IKC-
nnyarayum M onucaHueM, npunaraembim K npubopy. YcraHasnusaioT paGoune napamerpbl, HeobxoauMblE
Ana npoBefeHna usmepeHnin. Paboune napametpbl NPUGOPOB AOMKHBLI ObITb NOCTOSHHBIMKM NPU U3MEPEHUU
BO BCEM [1MaNa3oHe KOHLUEHTPAaLMiA.

Xpomatorpacd

Temnepatypa ucnapurtens: 240 °C.

Tun nHxekTopa: 6e3 pasgeneHusi noToka.

O6bem BBOAUMOro pacrtsopa (akctpakra): 0,1 — 1 mMkn.

Pexum nporpamMmmpoBaHns TemnepaTypbl KONOHKM:

- HavanbHas Temnepatypa 50 °C (2 MuH);

- ckopocTb Harpesa 10 °C B MUHYTY;

- KOHeYHas TemnepaTtypa 280 °C (10 MUH).

Macc-cnektpomeTp

TemnepaTypa UCTOYHUKaA MOHOB: 250 °C.

[nana3soH ckaHupyemblx macc: 29 — 250.

CkopocTb cOopa AaHHbIX: 10 CNekTpoB B CEKyHAY NO BCEMY AManasoHy Macc.

9.4 N'pagyupoBka

pagynposky npubopa OCYLUECTBRSAIOT HEMOCPEACTBEHHO mepea U3MepeHusMu no pasaeny 11.
MpoBoAAT OBYKPATHble U3MEPEHUs KaX4oro U3 NSATW rpagyMpoOBOYHbIX PACTBOPOB (MX IKCTPAKTOB, CM.
9.2.3).

9.4.1 OnpeaenaioT nnowjaau NUKOB HaA MAacC-xpPoOMaTorpaMMax, NOCTPOEHHbIX ANs )TAaneBoro aH-
rMapuaa no TOKy XapakTepucTU4ecknx MOHOB ¢ m/z 148, Ana BHYTPEHHEro ctaHaapta (nepaelitepoHadra-
NMHA) MO XapakTepucTu4eckoMy MOHY ¢ m/z 136.

[ns kaxaoro nusmepeHns paccunTeiBatoT chaktop otknuka RFi no chopmyne

RFi = SM.MiS /Sis MM! (1)

roe Sy— nnowaae nuka Tanesoro aHrmapuaa, NOCTPOEHHOTO MO TOKY XapaKTepuCTUYECKUX WOHOB
c m/z 148;

Ms — Macca gobaBneHHOro BHYTPEHHEro ctaHaapTa;

Sis — nnowagb NMka BHYTPEHHEro ctaHgapTta, MNOCTPOEHHas MO TOKY XapaKTepuCTMYECKOro MoHa C
m/z 136;

M, — macca dpranesoro aHruapuaa B 1 M rpagyupoBOYHOIO pacTeopa.

B pganbHewmx pacyetax MCnonb3ylT CpeaHeapudMETUHECKOe 3HadYeHue RF,, oTHOCAWEeca K
MOMHOMY AManasoHy U3MePSAEMbIX KOHLEHTpaLUN:
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RF ==—0) (%))
rae n — obuwee ynucno usmepenun (10).

Mo dopmynam (3) u (4) paccunTbIBaIOT CpeHeKBaapaTudeckoe (ctaHgapTtHoe) oTknoHeHue (CKO) u
COOTBETCTBYIOLLEe oTHocuTenbHoe CKO:

(©)

OTHocUTENbHOE CKO=C—KO-IOO %. )
RE,

3HayeHusa oTHocuTenbHoro CKO He aomkHbl npesbiwartb 10 %.

9.4.2 OMKCUPYIOT BpEMEHa yAepXuBaHuUA ANA NUMKOB (pTanesBoro aHrmapuaa Ans BCEX Xpomaro-
rpamMm. BbiGupaloT cpegHee 3HaueHuMe BPEMEHU yAEpXMBAHUSA, T.e. 3HayeHune, Haubonee Gnuskoe Kk cepe-
AuHe 3adMKCUPOBAHHOIO UHTEPBarna U3MEHEHUs1 3TON BENUYUHLI. TUNUYHOE 3HAYEHME BPEMEH yaepXuBa-
HUA B MCMOMb30BaHHBIX XpOMaTorpadpuyeckux ycnosusaix AnAa ranesoro aHrugpuga (543 + 3) c.

3aperncTpmpoBaHHbie MOSHLIE MAacc-CnekTpbl pranesoro aHrmapuaa (2 — 3 cnekrpa) BBOAST B
CcnpaBOYHYO0 GMBNMOTEKY Macc-CneKTpoB.

10 NoaroroBka o6pasuLoB AN U3SMepPeHUn

KacceTy cHabxaloT rotoBbiMu (punbTpaMu, 3aKkpbiBalOT U NEPEHOCAT Ha MecTo oTbopa npobbl. C
KacCeTbl CHUMAIOT KPbILLKY M BbIHUMAIOT KOHLUEBYIO 3arnyLwwky u3 gHa. C nomMoLblo rubkoro LinaHra npucoe-
OVHSAIOT K KacceTe Hacoc Ans otoopa npo6. Monyunswmiics npo600TOOPHUK NOMELLAIOT B UCCIIEAyeMylo
30HY Tak, YTOObl OTKPbITAA NEPeAHNAs YacTb kacceTbl Obina nepeBepHyTa BHU3.

Bosgyx ¢ o6bemHbIM pacxogom 1,0 n/MuH acnupupyioT Yepes npobooTGopHUK. Becero nponyckaioT
100 n Bo3ayxa. B kawgon Touke oTOMpaloT He meHee AByx nNpob Bosayxa. MNocne oTGopa npobbl kacceTy
OTCOEAWHAIOT U 3aKPbIBAIOT KPbILUKOW. [IHO M KPbILLKY KACCETbl 3aTbiKalOT ABYMSI 3arnyLUKaMu.

Bce o6pasupbl cHabxaloT 3TUKeTKamMM, Ha KOTOPbIX yKa3blBaloT HOMep U Bua npobbl, AaTy U MECTO
oTbopa, a TaKkKe yKkasbiBaloT NoTeHUManbHbIE NOMEXN ONpeaeneHns, 3ameveHHble B xoae otbopa npob.

OB6pasLbl kak MOXXHO Ckopee nocre B3sTusi npobbl OTNPaBNAOT B NabopaTtopuio AnsA aHanusa. Ecnu
06pasLbl He MOTYT ObITb OTNPAaBMEHbI B TOT Xe A€Hb, X XPaHAT NPU NOHWXKEHHOI TeMneparype.

®dunbTpel CkNaaelBalOT nononamM unu Takum obpasom, 4robbl 06pa3oBaTh NapannenbHble CKNaKu.
Kaxxabll unbTp NEPeHOCAT B OTAESbHbIN (PnakoH u npunueatotT no 5,0 mn akcTpareHTa. B kayecTBe 3KcT-
pareHTa ucnonb3yT AuXIopMeTaH. 3akpbiTbie (DNaKoHbl BCTPSIXMBAIOT HA MEXAHMYECKOM BCTPSIXUBATErNe B
TeyeHue 1 4. Jo6GaBnAOT pacTBOpP BHYyTPeHHero craHaapta (1 mkn).

11 BbInOnHeHWe U3mMepeHum

M3MepeHuss npoBoaAT B TEX XE YCNOBUSX, B KOTOPbIX NpoBeAeHa rpagyuposka npubopa (9.4). Ona
NoAroTOBMEHHbIX 06pasLoB NPOBOAAT U3MEPEHUs1 BENWUYMH, NOATBEPKAAIOLIMX WAEHTUMHOCTL (OTANEBOro
aHrugpuaa (11.1).

11.1 OnpeaensoT BpeMeHa yaepXuBaHus, OTBeYaLLue nukamMm Ha xpoMatorpaMmmax Bénuau cpea-
Hero 3Ha4yeHuss BpeMeHu yaepxuBaHusa nuka pranesoro anruapuaa. CpaBHUBAKOT MOMHbIE MaCC-CNeKTPbl CO
crekTpaMu otanesoro aHrnapuaa B cnpaBoyHon Gubnuoteke. OnpeaensieMoe COEAUHEHNE CUUTAIOT U EH-
TUULMPOBAHHBIM KaK (pTanesbli aHrMapua npu yCroBusix:

- BpeMs yaepKuBaHusl paccMaTpuBaemMoro COeAUHEHUst OTNMYAETCA OT CPEAHEro 3Ha4YeHust 9TOl
BENUUMHLI No 9.4.2 He Bonee yem Ha 3 C;

- MoKasaTenb CXOACTBA AKCMEPUMEHTANbHbLIX CMIEKTPOB CO CNPaBOYHbIMK CMEKTpaMu hTanesoro aH-
rmapuaa He Hmxe 94 %.

11.2 OnpegensioT nnoLlaan NMKOB Ha Macc-xpoMaTorpamMmax, 3apermcTpupoBaHHbix no 9.4.1. Mac-
COBYIO KOHLIEHTpauuio ditanesoro aHrugpuaa C,; B oaHou u3 npob (i-a npoba, i-in obpaseu) npu j-m Msme-
peHun, Mr/m”, pacc4uTbIBaloT No chopmyne

CM,ij= SM,\j'MiS,i/SiS‘\j'RFCp. V, (5)
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rae S, j — nnowaab nuka pranesoro aHrnapuaa, ycn. ed., Ha j-ii macc-xpomatorpamme, NoOCTPOeH-
HOI N0 TOKY MOHOB ¢ M/z 148 (ana dbTaneBoro aHruapuaa), i-ro odpasua;

M i — Macca BHYTpEHHero craHaapTa, Mr;

Sisj — MNOLWaab NUKa BHYTPEHHEro CTaHAapTa, yon. ed., Ha j-1 macc-xpomaTorpamme, NOCTPOEHHOI
no TOKy MOHOB ¢ m/z 136, i-ro obpasua;

RF¢, — ycpeaHeHHsbll hakTop OTKnuka [(popmyna @71

V — 06bem npokayaHHoro Bosayxa, n (V=0,1m )

Misi=Visi'Cis, Visi — 00BbEM pacTBOpa BHYTPEHHEro craHpgapta, Mr, Ao6aBneHHoro k npobe (pasaen
9);

Cis — MaccoBas KOHLEHTpauua pacTBopa BHYTPEHHEero craHgaprta, Mr/Mi, MPUroTOBIIEHHOrO Mo
9.2.2.

Bbl‘-IMCJ'IFIIOT cpeaHee 3Ha4yeHMe MaCcCOBOM KOHLUEHTpauuu PTanesoro aHrmgpuaa Ans kaxaoro o6-
pasua, Mr/m>:

> C..
. 1
C = g
.= , 6
; B, ®)
raei—1un2;
N — KONMYeCTBO napannenbHbiX U3MepeHuii (2 unu 3), U oTHocuTenbHoe pacxoxaeHue di, %, pe-
3ynbTaToB A 3TMX 06pasLoB:

d» _ Cimax _Cimin .100
C

1

: )

rae Cimax U Ci min — COOTBETCTBEHHO HaubonbLUEEe U HAUMEHbLLEEe 3HAaYEeHUe MacCOBOW KOHLEHTpa-
UM Npu napannesnbHbIX U3MEePEHUsX Ana kaxaoro obpasua.
PesynbTaTtbl napannenbHbiX U3MEPEHUIA NPU3HAIOT npueMnembiMu, ecnu d; He npesbiwaetr 10 %
(n=2) nnn 12 % (n=3) npn BeposiTHoCcTU P=0,95.
BblMKucnsoT cpeaHme 3HavyeHus MaccoBOI KOHUEHTpauum btaneBoro aHruapuaa no obemm npotam
aHanuaupyemoro obpasua
c =G - ! ®

M OTHOCUTENbLHOE pacxoxaenue D, %, pe3ynbTaToB ANa AByX Npos

D=w-100. ©

Pe3ynbTaTbl Npu3HalOT NnpueMnemMbiMu, ecnu D He npesbiwaeT 15 % npu BepositHocTn P=0,95. MNMpu
BbIMOMHEHMU 3TOTO YCINOBUSA CPeAHee 3HAYEHUE KOHUEHTpauuii C NPpUHUMAIOT B KavecTBe pesynbrata us-
MEPEHUN.

12 OchopmMmneHune pe3ynbLTaTtoB U3SMEPEHUN
PesynbTaT usMepeHusi MaccoBOil KOHLIEHTpauuu hTaneBoro aHruapuaa npeacraBnsaioT B cneayio-
em suae:
(Cop £ 0,15-Cep) MM, (10)
Mpumepsl 3anucu: < 0,01 mi/m°, (0,010 + 0,0015) Mr/m>, (0,24 + 0,04) mr/M°, (0,72 £ 0,11)
Mr/m°.
13 KOHTpONb NOrpewHocTun

13.1 MpoBepka YyBCTBUTESNIbHOCTN XPOMaTO-MacCC-CrneKTrpomMeTpa

Mpu nogo3putenbHbIX pesynbTaTtax U3MEPEHUA UMW PE3KOM YMEHbLUEHUN PErucTpupyembiX CUrHa-
NoB NPOBEPSIOT YyBCTBUTENBHOCTL NPUOOpa No rpagyMpoBOMHOMY PacTBOPY ¢ HAUMEHbLLUUMM MacCOBbIMM
KOHLUEHTpauusaMu ctanesoro aHruapuaa (tabnuua 1) B ycrnoBusix M3MepeHuid, ykasaHHbix B 9.4. OTHoLue-

6
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HWe curHan/Luym Ana onpefensemMbiX COeAMHEeHUI 4OIDKHO ObiTb He MeHee 10:1. YyBCTBUTENBHOCTL NPUGO-
pa BOCCTaHaBNMBAIOT B COOTBETCTBUU C PEKOMEHAALMAMK, N3MOXKEHHLIMU B PYKOBOACTBE MO €ro 3Kcnnya-
Tauuu.

13.2 KoHTponb nomex no pesynbTaram XOnocToro onbita

X0nocTon onbIT NPOBOAAT C YUCTLIM PUNLTPOM Yepes kaxwabie 20 — 30 npo6, 4Tobbl yoeauTbes B
OTCYTCTBUMW 3arpsA3HEHUN M NMOMEX, UCTOYHMKAMM KOTOPbIX MOTYT ObiTb M3MepUTENnbHas CUCTEMA, PeaKTUBbI
u matepuansl. B cnyyae obHapyXeHus 3arpsasHeHui, NPOABAAIOWMXCA B NOSIBIIEHUM CUTHana npy 3agaHHbIX
3HAYEHUAX MACC MOHOB U BPEMEHU YAEePXMBAHUA G OTHOLLUEHMEM curHan/wiym, npesbiialowmm 3:1, onpe-
AensiioT UCTOYHUK NOMEX, KOHTPONUPYA UCMOMb3yeMble peakTUBbl U NPOBEpPsisl YCHOBUSI MOATOTOBKW Npo6 u
npoBeAeHUs U3MEPEHUN.

13.3 KoHTpOnb npaBUNILHOCTU METOAOM A06aBOK

KoHTponb NpaBuNbLHOCTU NPOBOASAT B LEMNAX OLEHKA BO3MOXHOCTU NpuUMeHeHus Hactoswen MBU
Ansa obpasuoB, paHee He NoABEPraBLUMXCA aHaNU3y, a Takke NP COMHEHUN B pesynbTarax U3MEpEeHuiA.

Ona koHTpona ot6upaioT Tpu npobbl. M3mMepsiloT MAcCOBYIO KOHLUEHTPaLMIO B ABYX naparenbHbiX
u3MepeHusx AByx Npo6 u nonyvatoT pe3ynbLTaT usmepenuii C. B TpeTbio Npoby BHOCAT A06aBKY MCXO4HOIO
pacTsopa (pTanesoro aHruapuaa, npuyeM MaccoBas KoHUeHTpaums aobasku [ aomkHa ObiTh B UHTEpBane
0,8-1,2)-C, Mr/m>, MpoBoaAaT usmepeHusn Ans TpeTber Npobbl ¢ 40OABKOA U NOMyYaloT pesynbTaT usmepe-
HUM Cﬂ.

PesynbTaT KOHTPONS NPU3HAETCS yA0BeTBOpUTENbHLIM (ans P=0,90) npu BbINOMHEHUM YCNOBUS

100|C, = C = J|/J1 < my, (1)

rae H = 15 %.
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