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CtaHaapTHbIM MeToA onpeaerieHUst coaepXxaHus
6eH3-a-nupeHa (BaP) B TexHn4yeckom yrnepoae

ASTM D7771 - 15

HacTtoawuin craHgapT nagaérca nod NocTosiHHbIM HOMepom D7771; yucrno, cregdylolee 3a HOMEPOM, YKasbiBaeT rof
nepBOHAYanbLHOrO MPUHATUS UKW, eCcrnv CTaHOapT nepecMaTpuBarncs, rog nocnegHero nepecmoTpa. Yucno B ckobkax
ykasblBaeT rog nocrnegHero yreepxaeHus. Hannune GykBbl "ancunoH" (€) ykasbiBaeT Ha pefaKLMOHHOE W3MEHEHWe Co
BPEMEHU NocneaHero nepecMoTpa Unu yTBepXXaeHUs.

1 O6nacTb NnpuMeHeHuUsA

1.1 [aHHbI MeToA UCMbITAHWUSA PAcNpPOCTPaHSETCA Ha ONpPederneHne KONMMYECTBEHHbIX M Ka4eCTBEHHbIX
nokasaTtenen, CBfA3aHHbIX C coAaepxaHnem OeHs-a-nupeHa (BaP), sBnsiowerocs crneynduryeckum
NOMNMUMKINYECKUM apomaTunyeckum yrrnesogopogom (PAH), Ha TexHuyeckom yrnmepoge. Metoa ucnbitaHus
BKITIOYa@eT aKCTparmpoBaHue Tonyonom B annapate Cokcneta u aHanvM3 npv MCMoNb30BaHUM rasoBOn
XpomaTtorpagpumn mn macc-cnektpomeTpum (GC/MS). Hactoawmn MeTon WUCnbiTaHMs He npeaHasHadeH Aans
OLEHKM COOTBETCTBUA Texyrnepoda, WCMNOMb3yemMoro B W3OENUsAX, KOHTaKTUPYLWMX C MULLEBLIMU
npogyktamu, TpeboBaHnsM AMepukaHcKoro YnpaBneHus no caHUTapHOMY HaA30py 3a KayeCTBOM MULLEBbIX
npoayktoB U megnkameHtos (FDA 21 CFR 178.3297).

1.2 CtaHgapTHbIMM cnefyeT cuuTaTb 3HaYeHMUs!, BblpaXeHHble B eanHuuax MexayHapoaHon cucteMbl
eavHuy (Sl). Hukakue gpyrve equHULbl MU3MepPEHUst He BKITOYEHbI B HACTOSALLUIA CTaHaapT.

14 Hacmoswul cmaHOapm He umeem uesnu pacCMOMpeHUs 8Cex 80rnpocos 6e3onacHocmu, C8si3aHHbIX
C €20 rpumeHeHueM, ecru makoebie umeromcs. [lonb3oeamerns Hacmosiwez2o cmaHOapma OOKeH
npedsapumersibHO ycmaHos8UmMb Hadnexaujue mepbi o obecrieyeHuro b6e3onacHocmu U oxpaHbi mpyda, a
mak>ke orpedeniume MPUMEHUMOCMb HOPMamMUBHbIX OgpaHU4YeHUU.

2 HopmaTuBHbIe CCbINKKU

2.1 CmaHdapmbi ASTM:2
D4483 MeToguka onpegeneHns MpeumMsnoHHOCTM CTaHOAPTHBIX METOAOB WUCMbITAHUA B
Pe3VHOBOV MPOMBILLIEHHOCTU M NPOMBILLIEHHOCTM TEXHUYECKOrO yriepoaa

2.2 Cma+dapm EPA:®

MeTog 8270D MMonyneTydune opraHu4eckne CoeauHeHUsl, OnpedensiemMble C MOMOLLb [a30BOW
xpomaTorpadum/macc-cnektpomeTpun (GC/MS)

2.3 ®eldeparbHbili cmaHOapm:

21 CFR 178.3297 MuwesBble  [00bGaBKM  KOCBEHHONO  OEWCTBUS:  BCMOMOrartesibHble  CpeacTea,
TexHonornyeckme pgobaeku, AesvHuMUMpylowmMe — cpeacTBa,  Kpacutenu - ans
nonvmepos.*

1 [aHHbIi MeTod UCMbITaHUA HaxoauTca B BeaeHun KomuTteta D24 no TEXHUYECKOMY yrrepody AMEpUKaHCKOro
obuiecTBa nNo ucnbiTaHnam n matepuanam (ASTM) u B HenocpencTtBeHHOM BegeHun lMogkomuteta D24.66 no oxpaHe
Tpyaa, 6e3onacHOCTU 1 3awmTe OKpyXKatoLLen cpeapl.

HacTtosuwee nsgaHue yreepxaeHo 1 sHBaps 2015 roga. Ony6nukoBaHo B deBpane 2015. [NepBoHayanbHO cTaHaapT
6bin usgaH B 2011 rogy. MNocnenHee npeablayuwlee usgaHne Obino yteepxaeHo B 2013 rogy noa Homepom D7771-13.
BykBeHHO-LMdpoBON naeHTUdMkaTop HacTosawero craHgapta (DOI): 10.1520/D7771-15.

2 CtaHgapTbl ASTM, Ha KoTopble JaHa CCbifka, MOXHO 3anpocuTb Ha Web-cainte ASTM (www.astm.org) unu yepes
cnyx0y okasaHusa ycnyr notpebutensam (service@astm.org). MiHdopmaumss o Homepax TomoB ExerogHuka ctaHgapToB
ASTM npegcTtaBneHa Ha CTpaHULEe CBOAHbIX AaHHbIX N0 cTaHAapTaM Ha Web-cante ASTM.

3 CTtaHgapT MOXHO MNomny4uTb, oBpaTuBLLMCL B AreHTCTBO Mo 3aluTe okpyxatwullein cpeabl (EPA), CLUA: Ariel Rios
Bldg., 1200 Pensylvania Ave., NW, Washington, DC 20004, http://www.epa.gov/epaoswer/hazwaste/test/new-
meth.htm#8270D.

4 CTaHaapT MOXHO NonyunTh, obpaTtuBLKch B FocygapcTeeHHyto Tunorpaduio CLUA: U.S. Government Printing Office,
Superintendent of Documents, 732 N. Capital St., NW., Washington, DC 20402-0001.
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3 TepmuHonorus

3.1 OnpedeneHust mepMuHos, crieyuguyHbix 07151 0aHHO20 cmaHdapma:

3.1.1 O6eH3-a-nupeH (BaP), wn3BecTHbIn Takke Kak 3,4-6eH3nupeH wnn 6eHs-a-nupeH, <SBnseTcs
cneundmyeckum  NOMMUMKNNYECKMM  apomartudeckum  yrmesogopogom (PAH)  wnm  nonusgepHbim
apomaTuMyeckMM  YrrmeBoAOpOodOM, COCTOSLMM W3 KOHOEHCUMPOBAHHbLIX apOMaTU4ecKux Korey, He
coAepallmx retepoaToM UM 3aMeLLatoLLyto rpynmny.

3.1.1.1 KommeHmaputi — PAHS, NCTOYHMKOM KOTOPLIX SBASIOTCSA Takve NPUpOAHble Matepuansl Kak HedTb,
KaMeHHbIM yronb M cmona, obpasyloTcsa B pesynbTare HernorHOro CKUraHus yrnesogopodos. MCToYHMKamu
PAHs mMoryT 6bITb 1 MHOMME Apyrue NpoayKTbl U npouecckl. BaP npegcrasnset cobon natuagepHsin PAH ¢
dopmynomn CzoHi2, KOTOPBIN CBA3AH C MMPEHOM NYTEM NPUCOEAMHEHUS rpynnbl heHuneHa B a-no3uuuu.

4 CywHoCTb MeToaa ucnbiTaHUs
4.1 O6paseL, TEXHUYECKOro yrnepoa 3KCTparMpytoT TonyonoMm B annapate CokcneTta B TeyeHue 16 u.
OKCTpakT, NOABEPrHYThIN KOHLEHTPUPOBaHUIO, aHanu3npyoT C NOMOLLBIO ra3oBon xpomaTtorpadum n macc-

cnektpomeTpun (GS/MS) Ha npegomer coaepxaHus BaP. KonunuyectBeHHoe onpepeneHve BaP
OCYLLEeCTBNAETCH NpU UCMNONb30BaHUN BHYTPEHHEro ctaHaapTa.

5 HasHa4yeHue U npumeHeHune

5.1 JaHHbln  MeToa  ucnbITaHMA  nNpefHasHayeH AN onpedeneHus  KoHueHTpauuu  BaP,
3KCTparMpoBaHHOro U3 TEXHUYECKOro yrrepoaa Tonyonom B annaparte CokcneTa.

6 Annapartypa

6.1 Skecmpakmop Cokcriema ¢ deghrieamamopom, BMecTumocTbio 50 cm® nnu 100 cve.

6.2 OKempakyuoHHbIE 2Usb3bl, CTEKNAHHbIE WM  LENoNo3Hble, BMECTUMOCTbIO NPUGM3NTENBHO
0 50 cm® oo 70 cm3. 3To MOXeT GbITb, HAaNpUMep, CTEKNAHHAA SKCTPAKLMOHHANA Mnb3a AnamMeTpoM 35 MM U
BblcOTOM 90 MM, C KpymHOW nopuctocTbio (nopuctocte oT 70 mkm go 100 mkm, nogobHasi mopucToCTy
3KCTPaKLMOHHOW rnnb3bl Ace Glass pasamepom C, nopuctocTteto B, Koa 14).

6.3 Haepesamerib, noaxoaswmii Ans Konobl, onncaHHom B 6.4.

6.4 Konbbl 0ns KurisiyeHuUs BMEeCTUMOCTbIO, Hanpumep, 250 cm® ana annaparta CokcneTa.

6.5 CmeknsiHHble wapuku pasmepom oT 180 mkm go 250 mkm (60/80 mels) B crniydae MCMNoOnb3oBaHUs
CTEKIMSAHHbIX 3KCTPaKUMOHHbIX nb3. Lapukm gomkHbl obnagaTe BbICOKOW CTEMNEHbK YUCTOThbl UNU GbITb

OKCTparmpoBaHHbIMWX TOJTYOJTIOM.

6.6 lMonumempaghmopamurneHosbie  UU  CMEeKNsHHbIe  Wapuku AnA  KUNAYEeHUs  AMaMeTpoM
NpuBnnanTensHo 3 MM.

6.7 Cmekrnosama C BbICOKOW CTEMEHBIO YACTOTbI UIN SKCTParMpoBaHHas TOYOrOM.
6.8 PomopHsbil ucrnapumersib, 060pyAOBaHHbIA BOAAHBIM TEPMOCTATOM C PErynimpyeMon TemnepaTtypon,
aBTOMaTUYECKNUM PErynaTopoM AaBreHus, 1 MeMOpaHHbIM BakyyMHbIM HacoCOM, CTOWKMM K BO34EWCTBUIO

pacTsopuTens.

6.9 Ycempodicmeo 051 npodyeKu cxambiM a30momM, CHabXEHHOe BOAAHLIM TEPMOCTAaTOM W PErynsiTOpoM
AaBrieHus asora.

6.10 pywesudHble Konbbl 05 POMOPHO20 Ucrapumess, BMECTUMOCTbIO, Hanpumep, 25 cm®, 50 cm® un
100 cm3,



6.11  [a3so08bil xpomamo-macc-criekmpomemp (GC/MS) ¢ aBToMmaTudeckum npobooTOOPHUKOM

6.11.1 Macc-cnekTpoMeTpuss C BO3MOXHOCTbIO arnekTpoHHoro yaapa (ElI) u pexumom OAHOMOHHOIO
MOHUTOpUHra (SIM).

6.11.2 [a3zoxpomamoepaghuyeckasi KanusnnspHas KosioHka — [Ona aHanu3a PAHS 06blMHO uncnonb3yoT
rasoxpomMaTorpadmyeckas KoroHka ¢ 5%-HbiM (hEHUNTMETUNCUTMKOHOBBIM MOKPLITUEM.

6.11.3 [esakmusuposaHHbIl npsmol bopocunukamHbil nadHep (8knadbiw) ¢ HebosbWUM KyCOYKOM
cmeknosambl — TakoW BKNagplll MOXET UCNonb3oBaTbCs [0 TeX TMop, MoKa paspelleHune
XpoMaTtorpadnyeckoro nuka oCTaéTcs yaoBNeTBOPUTENbHBIM.

6.11.4 AnbTepHaTUBHbIM NANHEPOM SIBMSIETCS HeOe3aKTMBMPOBAHHLIN JTAaHEep CO CTeknoBaTon (npsiMon
navHep BHYTPEHHUM guameTpom 4 MM) Ang pasgenéHHoro/HepasgenéHHOro MHXEKTMpPOoBaHMs Npoobl. Takon
naviHep nepea MCNoNb30OBaHUMEM [OMKEH MoABepraTbCs Oe3akTvBauuv CUNaHu3Mpylwmm areHtom. Eweé
OOHUM anbTepHaTMBHbIM MaHEpPOM SBMSeTCA nawHep ¢  TOpyrnepodbiMyM  YNAOTHEHUAMU  ANS
pas3genéHHoro/Hepas3genéHHoro  MHXEKTUpoBaHuA  npobbl.  JlanHep  nogoGHOro  Tuna  coaepxut
KOHAMLNOHMPOBAaHHYIO CUNaHU3NPOBaHHYIO cTeknosaTy. [pyrue nanHepsl MpUMMEHUMbI NPKY YCAOBUK, Y4TO MpU
MX UCMOSb30BaHNM MOXHO MOSYyYUTb NPUEMIIEMbIE pe3yrbTaThbl.

6.11.5 Tlo3ono4eHHOe yMrOTHEHWE Ansi razoxpamaTorpadmyeckoro MHXEKTOPHOro mopTta unu Kakoe-rnmbo
Apyroe nogo6Hoe nHepTHOE YNIoTHEHNKeE.

6.11.6 ®nakoHbl U3 cTekna XEéNToro uBeTa € KpblKamMn ¢ TEOITOHOBLIM NOKPLITUEM, AN aBTOMaTUYECKOro
NpobooTOopHMKA ra3oBOro XpomaTo-mMacc-CnekTpoMeTpa.

6.11.7 OBGXMMHOW MHCTPYMEHT
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6.12  Peeynupyemsie Mukponunemxku BMectumMmocTbio 1000 mkr, 200 mksi, 20 Mkn.
6.13  Mukpownpuysl pasHol emecmumocmsio (Hanpyumep, 10 mkn n 100 mkn).

6.14  ®nakoHbl U3 cmekna XEnmoeao usema C KpbllKaMu M3 pesnHbl C TedrOHOBbIM MOKPLITUEM,
BMECTUMOCTbI0 4 cm3.

6.15  MepHbie konbbl u3 cmekna xénmoao usema, BmecTumocTbio 2 cm, 3 cm3, 5 cm3, 10 cm®, 25 cm® n
100 cm®.

6.16  Aranumuyeckue eecbi ¢ TOMHOCTbIO 0,01 Mmr.

6.17 Tepmocmam c epasumayuoHHOU KOHBEKyuel, B KOTOPOM MOXET MoAAepXMBaTbCs TemnepaTypa
40 °C + 10 °C, cnyxalumin ons sameaneHns oxnaxaeHus nabopaTtopHO CTEKNAHHOW nocyabl, N3BNeYEéHHON
13 MydenbHon neyun.

6.18 [leyb, B KOTOPON MOXET nopaepxusaTbcs Temnepatypa 500 °C + 25 °C, cnyxuT gns BbbKUraHus
OpraHM4yecknX 3arpsa3HAILLMX BELLECTB C MOBEPXHOCTU CTEKNAHHOW NOCyAbl.

6.19 MaHomemp ana namepeHns aaenenus B npegenax 5 klla + 0,3 kla.

7 PeakTuBbl 1 maTepmanbil

7.1 Hucmoma peakmusgog — Bo Bcex MCMbITaHUSIX OOMMKHbI MPUMEHATLCS XMMUKaTLI Kracca peakTUBOB.
B oTcytcTBMM OpyrMx ykasaHun uMMeeTcs B BMAY, YTO BCE peakTMBbl [OMKHbI COOTBETCTBOBATb
cneuncmkaumam KomuTteTa no peakTuBam Anst aHanmsa AMEpPUKAHCKOro Xumuyeckoro obuiectsa, rae
MMeloTCs Takue crneuudmrkaumn.® PeakTBbl OpYrnx KraccoB MpUMeHVMbl MpU YCroBUWM NpeaBapuTerbHow
NMPOBEPKM, UYTO AaHHbIA peakTUB MMeEeT OOCTaTOYMHO BbICOKYID YMCTOTY, NO3BOMSIOLLYIO €70 UCMONb30BaHUE
6e3 NOHWXKEHWNSI TOYHOCTU onpeaeneHus.

7.2 OTpenbHble UcxodHble CTaHOapTHble pacTBopbl BaP npvpoaHOro NMpoMCXOXAEHWUS U BHYTPEHHUWE
cTaHgapTHble pacTBopbl (BaP, oentepyMpoBaHHOrO unM mMedeHHoro msotonom C13) MOXHO npuobpectn B
rotoBOM BuAe. Takue pacTBOpbl FOTOBAT M3 TBEPALIX MaTepuarioB WM WHOMBMAYamnbHbIX PacTBOPOB
(Tabnwuua 1).

5 Cneundukaumm Ha peakTuBbl MOXHO npuobpecTu, obpaTuelumMck B AMepuKaHCKoe xumuueckoe oblecTso (American
Chemical Society Specifications, American Chemical Society, Washington, DC). PekoMeHZauuMnm No WUCMNbITaHUSIM PEeaKTUBOB, He
yKa3aHHbIX B peecTpe AMeprKaHCKOro xvmmmyeckoro obuiectBa, cM. B "AHanUTUYECKUX CTaHOapTax Afsi NnabopaTopHbIX XMMUYECKUX
peaktnBoB" (Analar Standards for Laboratory Chemicals; BDH Ltd., Poole, Dorset, U.K.), a Takke B cbopHuke ctangapToB "®apmakones
CLWA v HaumoHanbHbIn chapmakonormyeckuii cnpaBodHuk” (United States Pharmacopeia and National Formulary, U.S. Pharmacopeial
Convention, Inc. (USPC), Rockville, MD).

3



Ta6nuua 1 — NMpupogHble n AenTepupoBaHHble coeauHeHnAa BaP
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MpupoaHbin PAH Ne CAS [enTepupoBaHHbIN Ne CAS PAH, MmeyeHHbIn Ne CAS
PAH usotonom C13
beHs-a-nupeH 50-32-8 di2- BeHs-a-nupeH 63466-71-7 | 13C4-BeHs-a-nupeH HeT

7.2.1 PekomeHayemasi KOHUEHTpauuMsi UCXOAHbIX CTaHOApPTHbIX  pacTtBopoB BaP  npupogHoro
npovcxoxaeHus coctasnseT ot 80 Mkr/cm® o 100 mkr/cmd.

7.2.2 PekomeHayemas KOHUeHTpauus gevtepupoBaHHoro BaP (di-6eH3-a-nmvpeHa) n M30TOnoMevYeHHOro
BaP (13Cs-0eH3-a-nMpeH) B UCXOOHOM BHYTPEHHEM CcTaHgapTHOM pacTtBope (IS) Toxe cocTaBnser
oT 80 mkr/cm® oo 100 mkr/cms.

7.2.3 Bce npnobpeTéHHble cTaHOapTHbIE pacTBOpbl BaP, cTeneHb YMCTOTbI KOTOPbLIX AOMKHA ObiTb 98 % K
BblLLE, JOIMKHbI ObITb aTTECTOBaHbI MPOM3BOAUTENEM Ha NPegMEeT YMCTOThl M KOHUeHTpauun. CTaHaapTHble
pacTBOpbl HaANeXwuT XpaHUTb B COOTBETCTBUM C pekoMeHpauuen npoussoautens. Kak npasuno, Takue
coeAnHeHus 3awuLiaroT OT BO3OENCTBUS CBETa U nepuogudecks npoBepsaoT A8 BbISABMEHUS MPU3HAKOB
pasnoXeHnss u wucnapeHus. 3ameHy/MOBTOPHYHO aTTecTaumilo MCXOAHbIX CTaHAapTHbIX pacTBopoB BaP
HaanexvT BbINOMHATbL OAMH pa3 B rof, HO 3Ta npouegypa MoxeT ObiTb OCyLleCTBieHa paHblue, ecriu
CcpaBHeHue ¢ obpasuamu Ans KoHTpons kadectBa (QC) nokaxeT Hanuume npobnemsbl.

7.3 Tonyorn, nNpUMEHUMbLIN AN ra3oxpamaTtorpadMyeckoro aHanuMsa C  BbICOKOW paspeluaroLlen
cnocobHocTbio (uncroTa 99,99 %).

7.4 AuemoH npuUMeHWMbIN AOns  rasoxpamartorpaduyeckoro aHanusa C BbICOKOW paspeluaroLlen
cnocobHocThO (YncToTa 99,99 %).

7.5 lenud knacca peaktmea, npuMmeHumMbii ansa GC/MS.
7.6 A30m Knacca peakTvBa Angd aHanuTUyeckmx Lenemn.

7.7 KonoHku, 3anofiHeHHble cunukarenem, Ans W3BMEeYEeHUs MONSPHbIX COEAWHEHUA MeTOOOoM
TBépAodasHon akcTpakuum (SPE).

7.7.1 Kapmpudxu 0ns meépdogha3Hol 3KCmpaKyuu Ha OCHOBE cuslukazersisi, OQHOKPATHOro NPUMEHEHUS,
BMECTUMOCTbIO NpubnuautensHo ot 5 cm® go 10 cms.®

7.7.1.1 lNodzomoska kapmpudxa 0ns meépdogha3Holi IKCmpaKyuu Ha OCHo8e cusukazesns — KapTpuokun
NoAroTaBnMBalOT U WUCMOMb3YOT, cobniogasi MHCTPYKLUMIO npou3Bogutens. TUNMYHbIN cnoco® noaroToBKU
3aKMYyaeTcss B CMavvMBaHMU KapTpupka 3MIOMPYOWUM pactBopuTenem (TonyorioM), KOTopbii Gepétcs B
konuyecTse NpuénuanTensHo 10 cm3. CMaunBaoLwmin pacTeopuTenb yaansioT.

7.7.2 AnbmepHamusHbili mMemod SPE: ucnonb3oeaHue epagumayuoHHOU KOJIOHKU, 3arofIHEHHOU
adcopbeHmowm curnukaeersb/13% H20:

7.7.2.1 lNpueomosrneHue apcopbeHTta cumnukaeens/13 % H20 — Haceinawot 200 r cunukarens (Bblcokas
CcTeneHb 4ucToTbl, Tvn 60, pasmep 4actuy ot 0,063 mMm go 0,200 mMM) B CTEKMAHHbIA OrakoH C
3aBMHYMBaOLWENCH Kpbllwkon; pobasnsioT 30 r  OAEeMOHU3MPOBaHHOW BOAbl HebomnbWUMKU  NOPUUSMU
(Hanpumep, no 2 cm®), ucnonb3ys nuneTky. Mocne [noGaBneHUs Kaxzgon nopuuy Bogbl hnakoH c
cunuKarernieMm BCTPSXMBAOT A1 PaBHOMEPHOrO pacnpeferneHms cModeHHoro agcopbeHta. He gonyckaroT
arpermpoBaHusi 4acTul B npouecce BbIMNOMHEHUS 3TOW npouenypbl. Ecnv arpermpoBaHue npoucxoauT,
BCTPAXMBAKOT (prnakoH, noka He OydeT nonyvyeH OOHOPOAHbIN MaTepuan. B 3aknioveHue BCTpsixvBaloT
3aKPbIThIN OFIAaKOH B TeYeHMe 8 Y C MOMOLLbI0 BEPXHENPUBOOHOW Melanku. Npu Hagnexallem XpaHeHum
XOpOLUO 3aKpbITOro chrnakoHa agcopbeHT OCTaéTca NPUrogHbIM 4118 NCMOMNb30BaHMs HE MeHee 6 Mec.

7.7.2.2 lNodzomoska epasumayuoHHOU KOJIOHKU, 3arofiHeHHoU adcopbeHmom cunukazensil3 % H20 —
BcTaBnstoT NpobKy M3 CTEKNoBaTbl B HWXKHIOK YacTb HaKOHEYHMKa nuneTkn (Hanpumep, BHYTPEHHUM
avameTpom oT 8 mm Ao 10 mm 1 BMecTumocTbio 5 cm®). Momectus 1 r cunukarens/13 % H2O B KOMOHKY,
OCTOPOXHO MOCTYKMBAIOT NO KOMOHKe ANs ocefaHus cunukarens. 3akpbiBatoT crnoun agcopbeHTta npobkon n3
CTeKNoBaTbl, MOABEPratoT KOMOHKY NpeaBapuTenbHOMY 3MIOMPOBaHMI0 LIMKMOrekcaHoM B Konundectse 5 cmB.
YaanaT LMKIorekCaHoBbIN antoar.

6 Ha momeHT onybnunkoBaHWsa cTaHgapTa KOMUTETY Gbin M3BECTEH TOMbKO OAUH MOCTaBLUMK KapTpumken Sep-Pak: Waters, 34
Maple Street, Milford, MA 01757 (www.waters.com). [laHHble No ApYyrMM NocTaBLUMKaM criegyeT HanpaenaTb B WTab-keapTupy ASTM
International. OHM GyayT paccMOTpeHbl Ha 3acefaHV COOTBETCTBYIOLLEro TEXHUYECKOro KOMUTETa, Ha KOTOPOM 3asiBUTENb MOXEeT
npucyTCTBOBaTb.
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8 Puckn

8.1 BbInonHeHMe OaHHOro UCMbITaHUSA CBA3AHO C UCMOMb30OBaAHWEM OMAacHbIX MaTepuarnos, onepauuii un
obopygoBaHua. [aHHaa  npouedypa He WMMeeT LenM pacCcMOTPeHUs BCeX BOMPOCOB Ge3omnacHoOCTH,
CBS3aHHbIX C MpoBeAeHneM ucnbiTaHns. [lepcoHarn, BbINOMHAKLWMIA UCMbITaHWe, AOMMKEH NpoaHanMsnpoBaTb
pucku. Monb3oBaTento HeobxoaumMo NpPoBeCcT aHanu3 Bcex nacrnopTtoB 6esonacHocTu matepuanos (MSDS),
PyKOBOACTB, OnacHbIX Mpoueayp, NPVHSAB Hagnexawme mepbl 6e3onacHocTn. W3BeCTHO, Y4TO HekoTopble
coeavHernnsa PAH obnagatoT MmyTareHHbIMW, KaHLEpPOreHHbIMU U TepaToreHHbIM1 cBorcTBamu. o cylecTsy,
KOHLEHTPMPOBAaHHbIE 3KCTPAKTbl TEXHUYECKOrO yrnepoaa, cogepxaiume PAHS, Toxe moryT obnagatb Takumm
BpeaHbIMW CBOWCTBaMW. Vcnonb3dyemble B UCMbITAHMU pacTBOpUTENWN SBMSKOTCA roprounmn. Heobxogumo
npegycMoTpeTb Hagnexawue niamemayanbHble cpeacTsa 3awuTbl 4ns nepcoHana.

9 MpurotoBneHne cTaHAAPTHbLIX PacCTBOPOB

9.1 [a3oBbIN xpomaTo-macc-cnektpomeTp (GC/MS) kanubpytoT, MCNOMb3ysa NATbL PAcTBOPOB NPUPOLHOro
BaP n BaP, cnyxawero B kayectBe BHyTpeHHero ctaHgapta (IS). PekomeHayemble KOHueHTpauun BaP
[OMMKHbl BbITe B npegenax oT 0,0125 mkr/cm® o 1,0 mkr/cm® (Yacteil/munnuvoH). Opyrve KOHUEHTpauuu
NpMMEHMMbI B 3aBUCMMOCTU OT 06nacTu npvMeHeHust maTepuana. KoHueHTpaumio BHYTPEHHero ctaHgapTa
NOAAEPXKMBAKOT MOCTOSAHHOW B KanubpoBoyHOM uWHTepBarne. [lpeanoyTnTenbHO, 4TOObI KOHLEHTpauums
BHYTPEHHEro cTaHAapTa npeacrasnsna cobon cpeaHee 3HayeHue B BbiIOpaHHOM kanMbpoBOYHOM MHTepBane
(Hanpumep, ot 0,3 Mmkr/cm® go 0,6 mkr/cm®). Bonee HM3Koe 3HayYeHWe KOHLEHTpauun BaP MoxeT 6biTb
MCMONb30BaHO B Cllyvae BbICOKOYMCTOrO TexHu4yeckoro yrrmepoga. KoHueHTpauusi BHYTPEHHero craHgapta
AOIDKHa noadepXuBaTtbcs Tak, YTobbl oTHOWeHWe S/N cocTaBnsano He meHee 15/1 B ycrnoBuax CTaHAapTHOroO
pexuma paboTtbl npubopa. OnucaHue npouenyp NPUroToBrneHnst Tpebyembix pacTBOPOB pasHOro Tuna
npueegeHo B 9.2 — 9.4,

9.2 lMpueomoesneHue cmaHdapmHbIX pacmeopos npupodHo2o BaP 0ra nposedeHusi Kanubposku —
HobaBnsas Tonyon B CTaHOApPTHLIV UCXOAHBLIN pacTBOp NpupoaHoro BaP, npvBedeHHbIN B 7.2, TOTOBAT NSATb
pacTBOpoB O0GBLEMOM He MeHee 10 cm® B KOHLEHTpauUWsX, yKasaHHbIX HuKe, B nabopaTopHoi nocyne w3
cTekna xénToro useta. NpuMeHUMbl 1 Apyrne KOHUEHTPauMmM, HO KOHLUEHTpaunst OOHOro YPOBHA He AOrkHa
npeBsbIllaTh KOHLEHTpauuio Apyroro ypoBHsa 6onee yem B YeTbipe pa3a. epen pa3baBneHnem pactsopa go
KOHEYHOro 0ObEMa [006aBnsoT B KaxAbld CTaHOApTHBIM pacTBOpP Haanexawmi oObEM MaTepuana
(Hanpumep, 10 MKn pacTBopa BHYTPEHHEro CTaHdapTa, O KOTOpPOM roBopuTcs B 9.3, MEPEHOCAT B MEPHYHO
konby BMecTUMoOCTbiO 10 cm®), 4TOBblI MOMYYUTb KOHEYHYI KOHLIEHTPaLMI0 BHYTPEHHEro aTasioHa
0,500 mkr/cm3. [pyrue anukBOTHbIE YacTW U KOHEYHble 06bEMBI MOTYT GbiTb UCMOMBL30BaHbI ANA AOCTUKEHUS
TpebyembIx KOHUEeHTpauun. PrakoHbl NAOTHO 3aKpbiBaloT, TWATENbHO BCTPAXUBAOT ONA NepemellnBaHus
COAEPKUMOTO N MaPKMPYIOT.

CraHgapTHbIV pacTBOp npupogHoro BaP 5 1,00 mkr/cm®
CraHgapTHbIV pacTBOp npupogHoro BaP 4 0,500 mkr/cm®
CraHpapTHbIN pacTBop npupogHoro BaP 3 0,200 mkr/cm®
CtaHpapTHbIN pacTBop npupoaHoro BaP 2 0,0500 mkr/cm®
CraHpapTHbIN pacTBop npupoaHoro BaP 1 0,0125 mkr/cm®
9.3 lpueomoeneHue pas3basrieHHO20 pacmeopa eHympeHHe20 cmaHOapma — Wcnonb3ys WUCXOLHbIN

pacTBOpP BHYTPEHHero craHgapTa, OnucaHHbIn B 7.2, roTOBAT He MeHee 10 cm® pasbaBneHHoro pacTeopa
BHYTPEHHEro craHgapTa, AobaBnsieMoro B nNpobbl U KanMbpoBOYHbIE CTaHOAPTHbIE MaTepuanbl. MoxeT ObiTb
ucnomnb3oBaHa nobas KOHeYHas KOHUEHTpauus B npegenax, NpMMEHUMbIX Ansg kanubposku (Hanpumep,
0,500 mkr/cm®). YToGbl NONy4YnuTb TaKyt) KOHEYHYI KOHLEHTpauuio, pa3GaBneHHblii pacTBOp BHYTPEHHEro
cTaHgapTa AomkeH GbiTh KoHUeHTpauuen 50,0 mkr/cm®. [lobasnas 10 Mkn pacTBopa BHYTPEHHEero ctaHaapTa
B KOHEYHbIN 06BEM, cocTaensowmii 10 cm3, nonyyatoT koHueHTpaumio 0,500 mkr/cme,

9.4 Bce Heucnonb3yemble cTaHOapTHbIE PaCTBOPbI AOMKHbI XPaHUTLCH B EMKOCTAX M3 XKENTOro CTekna B
xonoauneHuke (npu Temnepatype MeHee 6 °C). Heobxoaumo cneauTb 3a UCTEYEHWEM CPOKa rOOHOCTU
CTaHdapTHbIX pacTBopoB. OO6GHapyXvMB MPU3HAKN MOHMXEHMA KayecTBa MaTepuanoB, HeobxoauMmo
MPUrOTOBUTb HOBblE CTaHAAPTHbIE PacTBOPbI.
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10.1 Bcs naGopaTtopHas CTEKNIsiHHasi NocyAa, C KOTOPON TEXHUYECKUI Yriepos KOHTaKTUpYeT, He AOIHKHa
cogepxaTb BaP B npegenax KonvyecTBEHHOro onpegeneHusi. MNpu aHanuse BbICOKOYMCTOTO TEXHWUYECKOro
yrrnepoda M TexXHUYecKoro yrrepoga, B KOTOPOM Mpearonaraetcs Goree BbicOkoe coaepxaHue BaP,
HacTOATENbHO PEKOMEHAYIT UCMOoSb30BaTh OTAESIbHYIO 1abopaTopHyld Mocydy W SKCTPaKUMOHHbIE
ycTpoicTBa. HagnexuT perynsipHo NpOBOANUTb UCMbITAHUSI KOHTPOSTbHLIX 06pPa3LoB.

10.2  CreknsiHHyt0 nocygy HeobxoOoMMO OrnorackvMBaTh TOMYONOM W auUeTOHOM MOCHe WUCMOoNb30BaHMS.
O6paboTaHHyto nocyay cywiat B TepmocTate npu temnepartype 150 °C.

10.3 Tpu ucnbiTaHUM TEXHMYECKOTO yrrnepoda C HU3KUM colepxaHveM BaP pekomeHOylT BbIMOMNHATL
npeaBapuTenbHoe  3KCTparMpoBaHWE  3JKCTPAKLMOHHOW  YCTaHOBKM He MeHee 4 4. CTeKnsiHHble
9KCTPaKLUMOHHbIE TUIb3bl, HEe Mpolledlre TepMUYECKYl0 06paGoTKy B mneuu, kak onucaHo B 10.5, OOMKHbI
OblTb NMoABEpPrHyTHl NpeaBapUTENbHOMY IKCTparMpoBaHuio B TedeHue 4 4. LlenntonosHble aKCTpaKUMOHHbIe
MMnNb3bl Takke noanexaT NpeaBapuUTenbHOMY 3KCTparMpoBaHuio B TedeHue 4 Y. [Mocne npegBapuTenbHOro
3KCTparMpoBaHuUs MMnb3bl CyLLaT, HAaNpUMep, B BaKyyMHOW CyLUMIbHON Neyun, nepen UCTorb30BaHNeM.

10.4  YcTpoicTBa O4HOPA30BOro NCMOMb30BAHNUS TUMA LIeSITHONO3HbIX SKCTPAKUMOHHbLIX MSb3 NPOMbIBAOT
TOMYOnoM U cyluaTcs nepen UCronb30BaHNEM B BaKyyMHOW neun.

10.5 EcnM MHOrokpaTHble OYMCTKM M 3KCTparMpoBaHUS He COMPOBOXAAKTCA MOMyYeHUEeM YMUCTbIX
KOHTPOIbHbIX NPO6, HEKOTOPbIE CTEKMNSAHHbIE M3AeNnus MOryT ObiTb TOXe MOABEpPrHyTbl TepmMoobpaboTke He
MeHee 6 Y B Mneuyun npu Temnepartype, Hanpumep, 500 °C. TepmoobpaboTka NpUMEHUMa U ANA CTEKMAHHbIX
9KCTPAKLMOHHBIX TUMb3, €CNM OHU UCMoNb3yloTcs. HeobxoguMo BbISICHWTE Y NPOWU3BOAMTENS, MOMYT 5
CTEKISIHHbIE U3Oenus BbldepkaTb Temnepatypy TepmoobpaboTku. Hanpumep, manoBeposiTHO, YTo annapaT
CokcrneTa MOXET BblaepKaTb TaKylo TemnepaTtypy.

10.6  Ecnu vcnonb3yloT CTEeKNSHHbIE 3KCTPaKLMOHHbIE MMNb3bl, UX HEOBXOAMMO NPOBEPUTL Ha CKOPOCTb
BbITEKAHWSI XUAKOCTM MpWY KOMHATHOW TemnepaType, HanuB B 3KCTPAKUMOHHYL runb3y 50 cm® Tonyona.
Bpemsi BbiTekaHust 40 cM® XUAOKOCTU U3 SKCTPaKLMOHHOM rMnb3bl HE OOMKHO MpeBbiwaTth 95 ¢. B npoTBHOM
crny4ae runb3a AormkHa bbiTb 3abpakoBaHa. SKCTPaKUMOHHbIE MMib3bl CyLLaT YNCTbIM a30TOM.

10.7 B cTeKnsiHHble 3KCTPAKLMOHHBIE MMMb3bl, €CIN OHW UCMOMb3YHTCH, NMOMELLAOT CTEKNAHHbIE LUapUKn
pasmepoM 60/80 meLu croem TonwuHon 1 cM. [JonycTMMo UCnonb3oBaHue LLIAapUKoB APYrX pasmepos.

10.8 B BbICYLIEHHYIO 3SKCTPAKLMOHHYIO T[UNb3y B3BELUMBAKOT NPoOy TEXHUYECKOro yrrnepoga Maccon
10 r = 0,1 r c To4HOCTbLIO 0 1 Mr. PernctpupytoT To4HOEe 3HayeHne macchbl kak Wes.

10.8.1 MbINAWMIA TEXHUYECKUIA YrNepos nepes 3KCTparMpoBaHUeM O0MMKeH NoaBepraTbCs YMNOTHEHUIO NpuU
nucnonb3oBaHMM Tonyona. [Ons 3Toro B3BelMBAlOT TexHudeckun yrnepog maccom 10 r £ 0,1 r
B nabopaTopHbli CTakaH UM  [o6aBnsalOT  TOMyOn  anuKBOTHBIMM  4acTAMM,  COCTaBMISHOWLMMM
npubnuanTensHo 1 cm®. CMellnBaloT TEXHWYECKUIA Yriepod C TOMyonoM Lwnatenem nocne AoGaeneHus
KaXXOoW anukBOTHOM uYacTu. Takas npouedypa MNpUMBOAWUT K YNNOTHEHWUIO TEXHUYECKOro yrrepoga W
obpasoBaHuio rpaHyn. [JoGaBnsAwT TONyon B KOMMYeCTBEe, AOCTAaTOMHOM [Afis YNSIOTHEHUs BCEM Mpobbl C
obpa3oBaHMeEM MPUMUTUBHO MNPUrOTOBMAEHHBbIX rpaHyn. XMMUYECKMN CTakaH C TEXHUYECKMM Yrnepoaom
NMoMeLLaloT B BbITSXHOW LWKad Ha HOYb ANS McnapeHus pacteoputens. ocrne ucnapeHns pactBopuTens
paspyLuatoT Lwnatenem Hambonee KpynHble rpaHyrbl TEXHUYECKOro yrnepoaa. Beio npoby rpaHynmpoBaHHOro
TEXHUYECKOro yrnepoaa nepeHocsT B 3KCTPAKLUMOHHYIO MUIb3y.

10.9 [MomewatoT NpobKy M3 CTeknoBaTbl UMM CBOPAYMBAIOT BEPXHIOK 4acTb LENSIOMO3HOW rMNnb3bl Hag
npobon TexHudeckoro yrrnepona. Npobka n3 creknoBaTbl JOMKkHA ObiTb NOMeELLeHa Tak, YToObl CTekrnoBaTa
KOHTaKTMpoBana C TEXHUYECKMM YrrepoaoM nansi obecneveHus OPEeHUPOBaHUSi pacTBOpUTENst Yepes
CTEKNOBaTY B CINOW TEXHUYECKOTO yrrepoaa.

10.10 TllomeliaT HECKONMbKO CTEKNSAHHbIX LWAapPWKOB B YUCTYHO KOMBYy ONA KUNAYEeHWS BMECTUMOCTbIO
250 cm® n HanveatoT npubnuantensHo 150 cm® Tonyona. CoGupaloT 3KCTPaKUMOHHLIM annapat. Ons
nogaepXaHvus OAHOPOAHOM TemnepaTypbl B cucTeMe obopaumBatoT akcTpaktop Cokcreta u konby ans
KMNsYeHus  aniomMuvHueBon  conbroi.  PeructpupyoT  HOMep  no3uuum  akcTpaktopa  Cokcnera,
WMOEHTUMDUKAUMOHHbIE  OaHHblE  SKCTPAKUMOHHOW  runb3bl (B Criyd4ae  UCMNOMb30BaHWS  CTEKMSHHbLIX
SKCTPaKUMOHHbIX MMIb3) U AaTy BbINOIHEHWS 3KCTPAKLUK.
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10.11.1 Mpo6bl 3KCTparMpyoT B TeveHne 16 u.

NMPUMEYAHUE 1 — Uccnegosatens Hamm u ero konnern’ nokasanu, 4to 16 4 gocratouHo ans ot6opa 95 % BaP,
3KCTparnpyemMoro B TedeHue 48 4 U3 TEXHUYECKOoro yrrepoaa ¢ OTHOCUTENBLHO BbICOKMM copepXaHnem PAHS.

10.11.2 BkntovatoT nogadvy Bodbl. PekomeHayloT, YTobbl pene pacxoga BoAbl, CONMEHOWAHbIA KnanaH Ans
BKIIOYEHUS UMW BLIKMIOYEHUSA Modauu BoAbl U TaiMep ObINMM CMOHTUPOBaAHbLI Tak, 4YTOObLI 06ecnevnTb
BbIMNOSTHEHNE HUXKEYKa3aHHbIX AEeACTBUNA.

10.11.2.1 MpepbiBaHne nogayn BoAbl OOMMKHO MPUBOAUTL K OCT@HOBKE TaWMepa, BbIKMHOYEHMIO
HarpeBaTensi U CONIEHOMAHOro KnanaHa.
10.11.2.2 OTkNtoYeHE MoAaun INIEKTPOSHEPIMN OOIMKHO COMPOBOXAATLCHA MpeKpalleHneM OencTBust

TanmMepa W BbIKNKOYEHMEM COSMIEHOMAHOrO KnamnaHa, He [Jonyckas CcaMOonpou3BOSIbHOE BKIOYEHME
HarpesaTesia nocle BOCCTaHOBJI1EHNA NoAayn J1EKTPO3HEPTrun.

10.12 AS30T JormkeH HenpepbiBHO NOCTynaTb No Tpybke, COeANHEHHOW C KOHAEHcaTopamMu, Ha NpoTSXeHUn
BCEr0 BPEMEHM JSKCTParMpoBaHUA MpU O4YEeHb HM3KOM pacxode, COCTaBnsalLWeM npubnuanTenbHO OT
10 cr.cM¥mMuH po 15 ct.cM®/M. B crnyyae u3GbITOMHO BBLICOKOrO pacxofa as3oTa MOXEeT MPOUCXOAUTb
ncrnapeHune Tonyona u3 annaparta Cokcnerta.

10.13 BknovaroT HarpesaTeslb, yCTaHOBMB HaCTpOVIKy TeMnepartypbl Ha HU3KOE 3HaA4YEeHNe.

10.14 o wucteyeHun oT 5 MmMH Ao 20 MWH cogepXxumoe Konbd [OMMKHO OblTb Ha rpaHU 3akuMnaHus.
OCTOpOXXHO BCTPSIXMBAKOT annapaT ANd WHULUMMPOBaHUS 3akunaHus Tornyona. Kak TOnbko TOMyos 3akumnuT,
yCTaHaBNMBalT TeMrnepaTypy HarpeBa Ha 6onee Bbicokoe 3HadeHue. Yepes 30 MMH NPOBEPSIOT, YTO TOMYOr
KanaeT u3 KoHgeHcaTtopa.

10.15 T[lo ucTteyeHun He MeHee 4 4 IKCTparnpoBaHUA MPOBEPSIOT U PErynupyroT HarpeeaTenb TaK, YTobbl
obecneunTb JOCTUXEHMNE HUXKEYKA3aHHBIX YCITOBUNA.

10.15.1 NpoaomKkMTenbHOCTL LUKNa, BbINOMHAEMOro B KaxaoM annapaTte CokcreTta, COCTaBnsieT MeHee
6 MuH (NpubnuantenbHo 10 umknos/v). B TeueHwe aTOoro BpemeHu annapaT CokcrneTa 3anoriHsAeTcs W
pacTBopuTENnb OTKadMBaeTcs 4epe3 cudoHHyto Tpybky. CnegyeT vMmeTb B BuAy, YTO 3TO BPEMS He
pacnpocTpaHsieTcs Ha crnvB pacTeBopuTens. Bpemsa cnvea pactsoputens onucaHo B 10.15.2.

10.15.2 Enn ncnonb3yTCca CTEKMSHHbIE 3KCTPaKLMOHHbIE TUIb3bl, BPEMSA CnuBa pacTBOPUTENS U3 TUMb3
OOMMKeH cocTaBnsaATb MeHee 15 mMuH. Bpems cnvBa MamMepsieTcs B YCIOBUSX MOHWKEHWUsI TemnepaTypbl (4ns
npekpaweHus  KanaHus  pacTBopuTens U3  KOHAeHcatopa) MyTéM  BuU3yanbHOro  onpegeneHuvs
NPOAOIPKMTENBHOCTY crnvBa 6oMblUen YacTu pacTBOpUTENS M3 SKCTPaKUMOHHOW rmnb3bl. Ecnn Bpems cnmea
He COOTBETCTBYET BbllUeyKa3aHHOMY BPEMEHU, 3KCTPAKUMOHHYIO MMMb3y 3aMEHSIIOT U MOBTOPHO BbINOMHAOT
3KCTparmpoBaHue.

10.16 3kcTparmpytoT Npobbl HENPEPLIBHO B TeyeHue 16 4, nepmoanyeckn NpoBepsisl YPOBEHb TOMyorna Ha
npeaMeT MoTeHUManbHbIX MNOTEPb B pe3ynbTate ucnapeHus. Ytobbl npegoTBpaTuTh  Aerpagauuio
aKCTparnpoBaHHoro BaP B pesynbTaTe M30ObITOMHOTO HarpeBa CTEKMsIHHbIX CTEHOK, B KOnbe [OOrmKeH
OCTaBaTbCH TOMyON B AOCTAaTOYHOM KOMMYECTBE, B YaCTHOCTW, Ha aTane, korga annapaT CokcneTa 3anosiHeH
N pacTBOpUTENb HaYMHaeT OTKaunBaTbLCS.

10.17 Ecnu o6bEM OCTaBLUErocsi pacTBOpPUTENS OKasblBaeTCA W3GbLITOMHO MasbiM, 3KCTparmpoBaHue
[OJIKHO ObITb MpepBaHo ¢ AoGaBrneHeM CBEXero Toryorna B 3KCTpakTop nocrie oxnaxaeHus. MNogayy asoTa
HagNeXUT KOHTPONMpOBaTb W  perynupoBatb B Ccrly4ae HeobxoaMMOCTM. 3aTeM 3KCTparMpoBaHue
BO30GHOBIMAOT, 3aBepLuas npoLeaypy No MctevyeHun TpebyemMoro BpemMeHn aKCTpaKLmm.

7 Xamm u konnerw, “MIcCrienoBaHUsi  MUPALMOHHOMO MOBEAEHWSI W SKCTPArUpOBaHWSI MONMULMKIMYECKAX apOMaTUYECKNX
yrnesogoponos (MAY) wu3 cmeceli BYNKaHW30BaHHOW pe3WHbI, COAEpXaluX TEXHUYECKWA Yrnepod B KavyecTBe YCUIUBAIOLLEro
HanonHuTens”, Xumusi u mexHosioeusi pesuHbl, TOM 82, Bbinyck 2, 2009. Hamm et al, “Investigations on the extraction and migration
behavior of polycyclic aromatic hydrocarbons (PAHs) from cured rubber formulations containing carbon black as reinforcing agent,”
Rubber Chemistry & Technology, Vol 82, Issue 2, 2009.
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11.1  OnucaHue AByx npoueayp nogrotoBkn akctpakta (Mactb A n Yactb B) npuBegeHo Huxe. Jiobas n3
3TUX Npoueayp MoxeT BbiTb MCnonb3oBaHa.

Yactb A

11.2 Tlo WCTeYeHWM YCTaHOBIIEHHOTO BPEMEHU SKCTParvpoBaHWs oxnaxpalT annapaTt CokcreTta u
N3BMEeKaloT rmnba3y.

11.3  TlonyYeHHbIA TONYONbHbLIA 3KCTPAKT NEPEHOCHAT B POTAUMOHHBIN MCHaputenb N KOHUEHTPUPYIOT A0
06béma npubnuautensHo 10 cm®. B poTauMoHHOM uchnaputene AomkHa OblTb YCTaHOBIIEHa TemnepaTypa
40 °C £ 2 °C v Bakyym 5 klMa + 0,3 kMa. 3T napameTpbl OOMKHbI TLLATENbHO KOHTPONMPOBATLCA Ha BCEX
aTanax ucnapeHus, T.K. MoryT NnpousonTn notepun BaP. AnbTepHaTUBHbIE UCMAPUTENU UMW APYrMe HACTPONKK
Temnepartypbl/Bakyyma imbo Toro 1 Apyroro MoryT ObITb MCNOMNb30BaHbl MPU YCAOBUM, YTO UX NPUMEHMMOCTb
Oblna nogTBEpXaeHa NPUEMEMbIMU pe3ynbTaTaMu NCCIegOBaHNUN.

11.4 TlepeHOCAT 3KCTPaKT B MEpHYI0 KonbBy M3 KEMTOro crekna, BMecTumocTbio 20 cmi. Ononackusaiot
KoNnby Ans KUMsSYeHUs He MeHee TPEx pas, ucnonb3ysa npuénuantensHo 2 cM® cBexero Tosyona, crnvBas
TOMnyon B MepHyto konby. [oBoaatT o6bEM 3KCTpaKkT Tonyona TouHo Ao 20 cm3, HagoéxHo 3aKpbiBaloT Konoy,
TWAaTeNnbHO MEepeMeLLnBalOT COAEPXMMOe U MapkupytoT konby. Ecnn  OGepyT anukBOTHyH 4acTb
KOHLIEHTPMPOBAHHOIO 3KCTpakTa, Tor4a ucxoaHbli 06bEM akcTpakTa (Vi) coctaensaeT 20 cms.

MPUMEYAHUE 2 — WcnbiTaHus ¢ onpefesieHUeM KOHLEHTpauuin npu ucrnonb3oBaHum 200 cm® pacTBOpoOB Tonyona,
copepxawmx 50 Hr BaP, nokasanu, 4To HMKaKux M3MepvMbIX MOTEPb HE MPOMCXOAUIO AaXe NpW YMeHblUueHnM obbéma
pacTBopa Ao 5 cm® (Temnepatypa BoasHou 6aHu 40 °C n gaeneHue 5 kMa).

11.5 B 3aBucMMOCTU OT npegnosiaraemMoro coaepxaHms BaP B TEXHNYECKOM yrnepoae aHanuanpyrT BeCb
9KCTPaKT MMM ero anukBOTHYIO YacTb. [Mpu HM3KkuX ypoBHAX BaP MoxeT 6biTb ncnonb3osaHo 100 % wnm 50 %
akcTpakTa. Ecnv npegnonaratoT BblicOKuin ypoBeHb BaP, anukBoTHble yacTu, coctasnsowme 10 % nnn 1 %
3KCTpaKTa, 4oNyCcTUMbl ANns onpegenerHus BaP. Mcnonb3oBaHne anvkBOTHLIX YacTel MeHbLlero o6bema npu
aHanmMse TexHWYecKkoro yrnepoga c ©Oornee BbICOKMM copepXaHvem BaP HecomMHeHHO nosBonsieT
perynupoBaTtb KOHLeHTpauuio BaP B KOHeYHOM pacTBope Ans NpoBeJeHUs U3MepeHun [0 AuanasoHa
kannbposkn GC/MC 6e3 gononHuUTenNbHbIX 3TanoB pasbasneHus.

MPUMEYAHWE 3 — XoTsa Tpy4HO NPOBOAUTL OLEHKY, ONMPAasiChb, rMaBHbIM 06pa3oM, Ha NPUOBPETEHHBIN OMNbIT, CYMTALOT,
YTO NPY UCMbITAHWU BbICOKOYMCTOrO TEXHUYECKOro yrrepoaa nonyyarT 6ecuBeTHbIe SKCTPaKThbl, KOTOpPbIE MOTYT UMETb
cnabblii OTTEHOK XENTOro LBeTa. QKCTpaKkTbl, MNOly4YaeMble MpU UCMbITaHUM TEXHUYECKOTO yrriepoda ¢ Gonee BbICOKUM
copepxaHvem BaP umeloT OT XénToro o opanxesoro useta. Kak npasBuno, B crniyyae GecLBETHbIX 3KCTPaKTOB
aHanuanpytoT 100 % unn 50 % akcTpakTa. ECcnm aKCTpakT UMmeeT XENTbI UNn OpaHXeBbl LBeT, And aHanusa bepyt
Tonbko 10 % wnn 1 % aKkcTpakTa.

11.6  Tpebyemble nopuumn aKkcTpakTa obbIYHO OTOMPAOT C NOMOLLLIO MEPHbLIX MUMETOK UNKN PerynmpyembIx
MuKponuneTok. YTobbl yaanuTe n3 obpasua vyactuubl TBEpAOW hasbl, B anMKBOTHLIA 00BEM (Va), B3ATLIN ANA
aHanusa, 0o6aBnAlT pa3baBneHHbI BHYTPEHHWI CTaHaapTHbIA pacTBop no 9.3 1 AoBoaAT o6bém Ao 1 cmS.
HyHas koHUeHTpaunst MoXeT OblTb JOCTUTHYTa NPY MCNOMb30BaHUM POTOPHOMO MCMAPUTENS UK annapaTa C
NPOAYBKOW a30TOM.

11.6.1 Ecnu o6bEéM 9aKCTpakTa, OTOGpaHHOrO AOnA adHanusa, npesbiaeT 1 cMS, anuMKBOTHYI 4acTb
yMeHbLLAT NpubnuanTensHo Ao 1 cm® nepea ctagmein OYMCTKM OT YacTul, TBépOon dasbl. B aTom cnydae
pobasnsAwT 10 Mkn pa3baBneHHOro BHYTPEHHEro CTaHOapTHOro pactBopa Mo 9.3 B rpyweBngHyo Komby
POTOPHOro mMcrnaputens, 4o6aBnNsOT anNUKBOTHYIO YacTb 9KCTpakTa, OTOOpaHHOro AN aHanv3a, OCTOPOXHO
BCTPAXMBAIOT PacTBOP M KOHLEHTPUPYHOT NpubnuautensHo 4o 1 cm3, cobnogasn TpeboBaHus kK TemnepaTtype
M Bakyymy B MUCMapuTene, 0 KOTOPbIX FOBOPUIIOCH Bbille. ECnin Ha cTagumn KOHUEHTPUPOBAHUSA UCNONb3YIOT
annapar ¢ npoaysBkon a3oTtoM, 10 Mkn pa3baBneHHOro BHyTPEHHEro CTaH4APTHOrO pacTBopa U anuMKBOTHYIO
YacTb 93KCTpaKTa, BbIOpaAHHOro ANs aHanusa, MNEepPeHOCAT B LEHTPUYKHYID CTEKMAHHYH EMKOCTb C
KOHM4Yeckum OHoMm. PacTBop TwiaTenbHO nepemelimBaloT M goBoaAaTr Ao 1 cm®, cobniogas Tpebyemble
ycrnoBusi npoayeBku (Hanpumep, gaeneHune 28 klMa + 2 klMa u Temnepatypa 40 °C + 2 °C). PeructpupytoT
KOHEYHbIN 06BEM (V).



11.6.2 Ecnu uccnegyloT TEXHUYECKUI Yrrepos C BbICOKMM codepxaHmem BaP, moryT 6biTb MCNOMb30BaHbI
nopumMn 3KcTpakTa o6béMoM MeHee 1 cm®. Takue HeGornbluMe MopuuM 3KCTpakTa (perncTpupyemMble Kak
arnuKBOTHBIN O6BLEM V) TOXE NEPEHOCAT B LEHTPUYKHYIO CTEKMAHHYI0 EMKOCTb C KOHUYECKUM AHOM Mocne
pobaenexnns 10 mMkn pas3baBneHHOro BHYTPEHHEro CTaHOapTHOrO pacTBoOpa B LEHTPUMYXKHYIO MPOOMPKY.
O61bém pacTBopa AoBoaaT 1 cm3, fo6aBnss CBeXMii TONyon, 1 TWaTenbHO NepeEMELLMBALOT.

11.6.3 PeructpupytoT 06bEM MnopuMM IKCTpakTa, oToOpaHHOM Ana aHanm3a (Va) U 06bEM BHYTPEHHEro
CTaHAapTHOro pacteopa, 406aBNeHHOro B 9Ty anMKBOTHYIO YaCTb SKCTpakTa.
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11.7  OumcTKa nopumm 3KCTpakTa MOXET ObITb OCYLLECTBNEHA NPW NCMONb30BaHMN UMEIOLLMXCS B MPOAAXE
KapTpuaxken ansa TBEpaodasHon IKCTpakLumM Ha ocHoBe cunukarens (kaptpuaxmn SPE no 7.7.1). CobnogatoT
WHCTPYKUMIO MPOU3BOAUTENS AONA yaaneHus nonspHbIX COeAMHEHUW U3 TONyoribHOro akctpakta. [lo
anbTepHaTMBHOMY MeTOA4Yy MOryT ObiTb MCNOMNb30BaHbl CaAMOCTOATENbHO MOATOTOBMIEHHbLIE CUNMKareneBble
KOMOHKM, Kak onucaHo B 7.7.2. B oboux criyyasx antovpyowas cnocobHOCTb KOMOHKM B OTHOLWeHuM BaP
Oo/mkHa OblTb NOATBEPXKAEHA pe3ynbTaTamu uccnenoBaHuii 3MEKTUBHOCTN KaXaoro u3 metogos. B 7.7.2
npuMBeAEéH MpUMEP OYUCTKM IKCTpPaKTa MpuU  UCMONb30BAHMU PaABUTALMOHHOW KOMOHKW, 3anoSfIHEHHON
apcopbeHToM cunukarens/13 % H20. MNpurotoBneHne TBEpaon asbl cunukarens/13 % H20 onucaHo B
7.7.2.1. NoaroToBka KONOHKMK, UCMONb3yeMou B npumepe no 11.7.1, onucaHa B 7.7.2.2.

11.7.1 [nSa BbINOMHEHUSI OYUCTKM IKCTPaAKTa MpPU UCNONb3OBAHUN TPaBUTALMOHHOW KOMOHKK, 3anofiIHEHHOM
agcopbeHTom cunukarens/13 % H20, onmcaHHOW B 7.7.2.2, NEPEHOCAT KOHLEHTPUPOBAHHBIA SKCTPAKT MMM
3KCTPaKT CKoppeKTupoBaHHOro o6béma (NpubnuantensHo 1 cm®) B BEPXHIOK YaCTb KOMOHKW, 3arofiHEHHOW
agcopbeHtom cunukarens/13 % H20, koTopas npegBapuTenbHO 3MiOMpoBaHa M OCTAETCAd CMOYEHHOMN
umMknorekcaHom. [lpombiBalOT rpyWIEBMAHYK KOMOy pOTAUMOHHOIO wWCnaputenss Wnn LEHTPUDYKHYIO
CTEKMSAHHYI0 EMKOCTb C KOHWYecKUM OHOM 3 pasa uukriorekcaHom B konudectse 0,5 cm® u pgoGaensioT
NPOMbIBOYHbIE PacTBOPbLl B BEPXHIOW YaCTb KOMOHKM TBepOoasHOoro akcTparmpoBaHus. 3ateMm anoupyoT
dpakumio PAH 13 KOnoHku TBepaodasHOro aKCTparMpoBaHus, ucnonbsya 9 cm® uuknorekcaHa. CoGupatoT
BeCb aMaT B HOBYI LEHTPUDYXKHYIO CTEKNAHHYI0 EMKOCTb C KOHMYeCKMM AHOM U AoBoAaAaT obbém o
0,25 cm®, NpuMeHsi annapaT C NPOAYBKOW a30TOM MpW Hagnexalux YCroBusix (Hanpumep, OaBrieHve
28 klMa + 2 kMa n Temnepatypa 40 °C + 2 °C).

11.8 TlepeHocAT MOMHbIN 0OBLEM KOHLEHTPMPOBaAHHOIO 3fata BO (OlakoH W3 KENTOoro cTekna Ans
GC/MS, ononackvBasi LEHTPUMYKHYIO CTEKMsIHHY0 EMKOCTb C KOHWMYECKMM [OHOM 3 pasa TONyosioMm B
konuyecTBe npubnuantensHo 0,25 cm®. KoHeuHblii 06bEM pacTBopa, npedHasHa4YeHHOro ANs NpoBeaeHUs
nsamepeHuin (Vi), gosodar oo 1 cm®, HagéxHo 3akpbiBaloT U MapkupytoT. MpoGa rotoea AnA BBeAeHUA B
annapar.

11.9 Tllocne aHanu3a npobbl M BbLINOMHEHUS BbIYMCNEHUN, K3NoxeHHOM B Pasgene 14, nnowagb
xpomatorpaduyeckoro nuka (Asap) U KoapduumeHT oTknmkoB (Rr = Asar/Ais) AOMKHbI BbITb B npegenax
KanubpoBoYyHOro gvanasoHa u3 Pasgena 9. B HekoTOpbIX criyyasx AonycTUMO Hebonblloe OTKMOHEHME OT
atoro TpeboBaHus. Ha Hucnapgatowen 4actu KpMBOW MOXeT ObiTb JOMYCTUMO 3HaveHue, cocTaBnswollee
MOMOBMHY CaMOro HW3KOro KanmbpoBOYHOro 3HayeHus. Ha Bocxopsulen 4vacTu KpuBOW MOXeT ObiTb
AonycTUMO 3HaveHve, B ABa pa3a npeBsblLLaoLee camoe BbICOKOe KanmbpoBOYHOE 3HaYeHUe.

11.10 Ecnu 371 ycnoBus He BbINOSTHEHBI, MOBTOPSAIOT NPOBeAeHMe aHanusa, HaumHas ¢ 11.5, koppekTnpys
COOTBETCTBYIOLLEE pa3baBneHne nnm KoaPUUNEHT KOHLEHTpaUNK.

YacTtb B

11.11 Mo wcTeveHun YCTAHOBJIEHHOIO BpPEeMEeHU 3KCTparnpoBaHUA annapart Cokcrneta oxnaxgawT U
N3BJ1IEKAKT 3KCTPAKUMOHHYIO TUIb3y.

11.12 OnpeaensoT 06bEM 3KCTPaKTa C TOMHOCTbIO A0 + 0,5 cm3. PernctpupytoT o6bEM Kak Vi (MCXoaHbIii
00BEM 3KCTpakTa) U nepexogaT K npouenype, onuncaHHon B 11.15. Mo anbTepHATUBHOW METOAUKE 3KCTPaKT
MOXET ObITb KOHLIEHTPMPOBaH C MocrneaylwyM aoseaeHveMm ero obbéma o 100 cm®, mucrnonbaysa konby
BMecTUMocTbio 100 cm®, kak onucaHo B 11.13.

11.13 KOHUEHTPUPYIOT TONYOIbHbIA 3KCTPakT B POTALMOHHOM ucnapuTtene oo obvéma npnbnusmtensHo
50 cm® B konbe AN KunsyeHwus. PoTauuoHHbIA ucnapuTens [OOMKeH OblTb HACTPOeH Tak, 4YToGbl
MakcvMmarnbsHas TemnepaTypa BoasHoi GaHu coctasnsna 40 °C + 2 °C, a Bakyym gocturan 5 klMa + 3 klMa.
OTu napameTpbl OOMKHbI TLATENbHO KOHTPONMpOBaTbCA BO u3bexaHwe notepb BaP. AnbTepHaTuBHblE
ncnapuTenu unu gpyrme HacTpoviku TemnepaTypbl/Bakyyma nubo Toro n Apyroro MoryT ObiTb MCMOMNb30BaHbI
Mpu YCNOBUMK, YTO MX MPUMEHMMOCTb NOATBEPXKAEHA NPUEMeMbIMM pe3ynbTatamun UccnegoBaHuin.
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11.14 TlepeHOCAT 3KCTPaKT B MepHyl Konby W3 cTekna XEnToro LuBseta, BMecTUMocTblo 100 cmd.
OnonackuBaloT Konby AN KANAYEHWUSI HE MeHee TPEX pas, ucnonb3ys npubnuautensHo 10 cm® ceexero
Tonyona, cnveas Tonyon B MepHyto Konby. [oBoaaT o6bEM 3KCTpaKkT Tonyona TouyHo Ao 100 cm®, HaaéxHo
3aKpbIBalOT KOMNOy, TWaTenbHO NepemMeLLnBaloT COAePXKMMOe U MapKUpyrT Konby. PernctpupytoT McxoaHbin
06BbEM akcTpakTa (Vi) kak 100 cm3.
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11.15 Ha gaHHOM aTane MOXeT NoTpeboBaTbCHA KOHLEHTPUPOBATL UK pa3daBuUTb IKCTPAKT B 3aBUCUMOCTHU
OT cofepxaHus BaP B akcTpakTe. YpoBeHb BaP, BBeOEHHOro B rasoBbli XpOMaTO-Macc-CneKTpoMeTp,
OOIKeH ObITb B Npefernax, ykasaHHbix B 11.9.

11.15.1 PelleHne OTHOCUTENBHO HEOOXOOAMMOCTU KOHLEHTPUPOBAHUS UNn pas3baBrieHust 3KCTpakTa MOXHO
npvHUMaTh, HanpuMmep, Ha OCHOBE MpeablayLero onbita paboTbl C aHaNU3MpPyeMOon Mapkon TEXHUYECKOro
yrnepoga. LIBeT akcTpakTa ToxXe MOXeT CnyxuTb B kavyecTtBe opueHtupa (NMPUMEYAHUE 4).

MPUMEYAHME 4 — LlBeT nony4eHHOro akcTpakTa MOXeT ObiTb Mnokasaternem npegnonaraeMoro ypoBHsA BaP. Xots
TPYOHO MPOBOAUTH OLEHKY, OMNMpPasicb, rMaBHbIM OOpasoM, Ha NPUOGPETEHHBIA OMbIT, CYATAIOT, YTO MPU UCNbITAHWK
BbICOKOYMCTOrO TEXHUYECKOrO yrrepoga nony4vatoT GecuBeTHble 3KCTPaKTbl, KOTOpble MOryT MMeTb crabblii OTTEHOK
XKENTOro LBeTa. QKCTpaKTbl, Nony4aemble Npy UCMbITAHUM TEXHUYECKOro yrnepoaa ¢ 6onee BbICOKMM copepxaHnem BaP
UMEIOT OT XENTOro Ao opaHxeBoro useta. Kak npaBuno, 6ecuBeTHble 3KCTpPakTbl HEOOXOOUMO KOHLEHTpUpoBaTh. [ns
9KCTPAKTOB HACLILLEHHOTO XXENTOro MM OpPaHXeBOro LBeTa, AN KOTOpbIX, 0ObIMHO, HEe TpPebyeTcsl KOHLIEHTPUPOBaHUE,
MOXET BO3HUKHYTb HEOOXOANMOCTb pa3baBneHus.

11.15.1.1 Ecnu ypoBeHb BaP cocTaBnsieT Hwke MNOMOBWMHbI 3HAYEHWs B HU3LIENA TOYKe KanubpoBOYHOW
KPMBOW, 3KCTPaKT HeoOXOoAMMO KOHLIEHTpUpoBaThb, 4TOObI JOBeCTU codepxaHne BaP po npuemnemoro
AnanasoHa. B aTom cnyyae nepexogsT K npoueaype, onucaHHon B 11.16.

11.15.1.2 Ecnu ypoBeHb BaP B gBa pasa npeBbillaeT 3Ha4YeHVe B BbICLUEWN TOYKE KannMbpOBOYHOW KpUBOW,
3KCTpaKT HeobxoamMmo pa3baBuTb. B aTom cnyvae nepexoddaT K npoueaype, onncaHHon B 11.18.

11.16 BbINOAHAT npouenypy, ONUCaHHY B OAHHOM MOAMYHKTE, €CnM MNOoSlydYeHHbIM aKCTpakT no 11.15
TpebyeTcs KOHLEHTPMPOBATD.

11.16.1 MonNHOCTLI0 MEPEHOCHAT aNMKBOTHYIO YacTb IKCTpaKTa U3 MepHOW Konbbl BMecTumocTbio 100 cm® B
CTEKNSAHHYI0 H6aHKy C KpbILLKOW U3 TehNIOHOBOW pe3uHbl. PerncTpmpyloT anvkeoTHbIN 06bEéM, Va. Hanpumep,
€CInu anuKBOTHYIO YacTb, cocTaBnstolyio 50 cm3, nepeHocaT B MepHyto konby, To Va = 50 cvm®. [JoGaensioT
TouyHo 50 MKN pa3baBneHHOro pacTtBopa BHYTPEHHEro cTaHgapTa, MPUroTOBIIEHHOro Kak, onucaHo B 9.3.
BaHKky 3akpblBalOT M BCTPSAXMBAKOT ANS TWATENbHOIO CMELLEHUS pacTBopa BHYTPEHHEro craHgapTta U
3KCTpakTa.

11.16.2 OnonackuBaloT kapTpuok SPE Tonyonom B KonudectBe 10 cm®, KOTOpbIM 3aTeM ydansioT Kak
HEHYXHbIN. [ponyckaloT cogepXMMoe CTeKnsiHHOW OaHkm yepe3 kapTpugk SPE B konby poTaumMoHHOro
ucnaputens. MpoMbiBaloT CTEKNAHHYI0 GaHKy TpExkpaTHO, WUCMoNb3ys Kaxabl pas no 10 cm® Tonyona.
Kaxgbin cMbIB nponyckatoT Yyepea kapTpuax SPE n cnusatoT B KONOy poTaumMOHHOro ucnapuTens.

11.16.3 KOHUEHTPUPYIOT anuKBOTHYIO 4YacTb OKCTpakta [0 npubnuantenbHo 2 cM®, noadepxusBast
TemnepaTtypy M Bakyym B POTaLMOHHOM ucnaputene, Kak ykaszaHo B 11.13. [Mocne BbINOMHEHUSA KaXKAoro
aTana B Kkonbe [OIKeH OcCTaBaTbCA 3KCTpakT B KonuyectBe He meHee 1,0 cm®. Ecnm Bo Bpems
KOHLEHTpMpoBaHUs HabnpgaeTcda obpasoBaHMe Ocafka Ha CTeHKax Konbbl pOTauMOHHOrO wucnaputens,
NpoLLeCC KOHLEHTPMPOBaHUS criedyeT OCTaHOBUTb M JOBECTM 3KCTPaKT A0 Hanbonee nogxoasiiero obbéma.
Ha atom aTane BMeCTO pOTaLMOHHOrO McCnaputens MoXeT ObiTb MCMONb30BaH annapart ¢ NPOAYBKOW a3oToM
C OCYLLECTBIEHNEM KOHLEHTPUPOBAHWUSA C TMpUMEHEHWEM BoAsHOW GaHu npu Temnepatype 40 °C un
npuemnemMoro pacxoga asoTa.

11.16.4 MMonNHOCTBIO NEPEHOCAT KOHLEHTPUPOBAHHLIN 3KCTPAKT B MEpHy Konby u3 XENToro cTekna
BMECTUMOCTbI0O 5 cMm3, ononackueasi Konby poOTALMOHHOMO WCMapuTens He MeHee TPEX pa3 CBEXUM
Tonyonom. [JOBOAST TOMNYOSNbHbIA 3KCTPaKT A0 TOYHOIO YCTAHOBIEHHOrO O6bEMA, HaAEXHO 3aKpbiBaloT,
TWAaTenbHO BCTPSAXMBAIOT A4S NepeMeLlunBaHns Matepvana u MapkupyloT. PernctpupyloT KOHEYHbIN OOBbEM
akcTpakta (Vi = 5 cm®). Kak 1 B npumepax, KacalolumMxcs CTaHOapTHbIX pacTBopos BaP ana kanubposku no
9.2, MepHas konba 13 XEnToro cTekna BMecTuMocTbio 5 cm® gomkHa cogepxatb 0,500 MKr/cMm® BHYTPEHHero
ctangapta (CIS = 0,500 mkr/cm®).

11.16.5 NepexoasaT k npoLeaype, onucaHHon B 11.18.

11.17 BbInonHAT nNpoueaypy, ONWCaHHYy B [AHHOM pasfene, ecnu akcTpakt, no 11.15 Tpebyetcs
pa30aBuTb UM ECNN €ro He HYXXHO HU KOHLEHTpUpOBaTh, HM pa3baBnaTe. B gaHHOM pasgene paccMoTpeHa
npouegypa CMeLleHWs anuMKBOTHOW YacTW SKCTpakTa C BHYTPEHHWUM CTaHOapToM MyTém nponyckaHus
3KCTpaKTa Yepes kapTpumx SPE, ¢ nocrnegylLlmm ero KOHLUEHTPUPOBAHNEM U MEPEHOCOM MOSTHOro 06bEMa B
MepHYto Konby BMecTUMOocTbio 5,0 cm3,
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11.17.1 NepeHocaT nuneTkon poBHO 50 Mkn pasbaBneHHOro BHYTPEHHEro CTaHA4apTHOro pacTBopa,
NPUroTOBNEHHOrO Kak onucaHo B 9.3, B CTEKMNSAHHY0 Npobupky BMecTumocTbio 20 cm® (c NpoBKkol U3 peauHbl,
NOKPbITON TePIOHOM).
11.17.2 ANMKBOTHYIO YacTb 3KCTpakTa HeobXoaMmo A06aBUTb B CTEKNSAHHBIN doakoH BMECTUMOCTb0 20 cm3,
B KOTOpoW cofepxutca 50 Mkn pasbaBneHHOro BHYTPeHHero ctaHgapTHoro pacteopa. O6bEéM anvMkBOTHOW
YacTu 9KCTpakTa [JOfKeH ObiTb BbiOpaH Tak, 4TOObI nNpu pas3baeBneHnn [o Tpebyemoro o0OBEMA,
coctaenaioulero 5,0 cm®, koHeyHas KoHUeHTpauus BaP Gbina B avanasoHe 3HayYeHuin KannmGpoBOYHOW
KpuBoi. Ecnn pasGaeneHune He TpeGyeTcs, 5,0 cM® akcTpakTa 4o6aBnsioT BO oriakoH BMECTUMOCTbIo 20 cme,
Ecnn aKkcTpakT, NpuUroToBneHHbIN, Kak onucaHo B 11.15, Heob6xoamumMo pa3daBuTb B 3HAYUTENBbHOW CTEMNEHW,
pPEeKoOMeHAYT BbINOMHUTE ABYyx3aTanHoe pasbaeneHue. Hanpumep, B cnydae Heobxogmmoctn 100-kpaTHOro
pa3baBneHus aKcTpakTa cHadana pasbasnawoT 1 cm® B 10 cm®, a 3atem 0,5 cm® pasBasnsawoT B 5 cm.
PernctpupytoT anmkBOTHbIN 06BbEM, Va, kak apdeKkTuBHBLIN 06bEM aKCTpakTa, A40BaBNEHHOro B CTEKMSHHBIN
donakoH BMecTUMOCTbI0 20 cm®. [Jo6aB/B anuKBOTHYIO YacTb 3KCTPaKTa, 3aKpbiBatoT ¢priakoH, BCTPSIXHYB ero
ANS CMeLLeHUs annKBOTHOM YacTu 3KCTpaKTa C BHYTPEHHUM CTaHOApPTHbLIM pacTBOpOM. Huke npuBeneHbl Tpu
npumMmepa onpegenexHus Va:

(1) Ecnun 5,0 cm3 akcTpakTa fo6aBneHo BO hnakoH BMecTumocTbio 20 cm3, Va = 5,0 cm3.

(2) Ecnun 1,0 cm?® akcTpakTa fo6aBneH Bo chnakoH BMecTuMocTbio 20 cm®, Va = 1,0 cm®.

(3) Ecrim 1,0 cm® akcTpakTa cHavana pasGasneH go 10,0 cm®, a 3atem 0,5 cm® pgo6aBneHo Bo

donakoH BMecTumocTbio 20 cm®, Va = 0,05 cm®.
11.17.3 OnonackuneaioT KapTpugx SPE Ttonyornom B Konudectse 10 cwm®, KOTOpbI 3aTeM yaansioT Kak
HeHyXHbI. [ponyckaloT coaepuMoe drnakoHa BmecTumMocTbio 20 cm® uyepes kapTpuak SPE B konby
poTauuoHHoro nucnaputens. MNpomblBaloT PrnakoH BMECTUMOCTbI0 20 cM® TPEXKPATHO, UCMONb3ysa Kaxabli pas
no 5 cm® Tonyona. Kaxabii cMbIB NponyckarT yepes kapTpumk SPE v cnvBatoT B Konby poTaumoHHOro
ucnapuTens.
11.17.4 KOHUEHTPMPYIOT  anuKBOTHYO 4YacTb 9KCTpakTa QAo npubnusutensHo 2 cm®  nogaepxkueas
TeMnepaTtypy ¥ Bakyym B POTaLMOHHOM ucnaputerne, Kak ykazaHo B 11.13. lMocne BbINONHEHUA OAHHOro
aTana B konbe JoMmKeH 0CcTaBaTbCA SKCTPaKT B KONUYecTBe He MeHee 1,0 cms.
11.17.5TonNHOCTBIO NEPEHOCAT KOHLEHTPUPOBAHHLIA 3KCTPAKT B MEpHyH Konby u3 XENToro cTekna
BMECTUMOCTbI0O 5 cMm3, ononackueasi Konby poOTALMOHHOMO WCMapuTens He MeHee TPEX pa3 CBEeXUM
Tonyonom. [JOBOAST TOMNYOSibHbIA 3KCTPAKT A0 TOYHOIO YCTAHOBIEHHOrO OObEMA, HaZEXHO 3aKpbiBaloT,
TWAaTenbHO BCTPSXMBAKOT AN MEPEMELUNBAHUS U MapPKUPYIOT. PermcTpmpytoT KOHeYHbIn O6bEM 3KCTpakTa
(Vi = 5 cm3). Kak 1 B npumMepax, KacalLlmxcsa cTaHaapTHbIX pacTeopoB BaP ans kanu6posku no 9.2, MepHas
konGa u3 XEnToro cTekna BMecTMMocTbio 5 cm® gomxkHa cogepxatb 0,500 mkr/cm® BHyTpeHHero cTaHgapTa
(CIS = 0,500 mkr/cm3).
11.17.6 MNepexoaaT K npoueaype, onvcaHHom B 11.18.
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11.18 [lepeHocsT He MeHee 1 cM® 3KCTpaKkTa, MOMyYEeHHOro Ha 3Tanax, onucaHHbiX B 11.16 u 11.17, BO
hnakoH M3 XENTOro CTekrna ra3oBOro XpomaTo-Macc-CrneKTpoMeTpuyeckoro npubopa. HagéxHo 3akpbiBatoT U
mapkupytoT. [poba rotoBa Ans BBeAeHUA B annapar.

11.19 Tocne aHanmM3a npobbl U BLINONMHEHUS] BbIYMCIIEHWUIA, M3MOXeHHOM B Pasgene 14, nnowagpb
xpomatorpadgmyeckoro nuka (Asap) M KoacpdpuumeHT oTknmkoB (Rr = Asar/Ais) OOMMKHbI OblITb B npeaenax
KanubpoBOYHOro guanasoHa u3 Pasgena 9. B HekoTopbIX criydyasx AonycTUMO HeBGOonbLloe OTKIIOHEHME OT
aToro TpeboBaHus. Ha Hucnagatowien 4actm KpuBOM MOXET ObiTb AOMYCTUMO 3HA4YeHWe, COCTaBnsiloLlee
MOSIOBMHY CaMOro HM3KOro KanvMbpoOBOYHOrO 3HayeHus. Ha Bocxogsdwiern 4actu KpuBOWM MOXeT ObiTb
[OonycTMMO 3Ha4eHue, B Ba pa3a NpeBbILLaloLee caMoe BbICOKOE KannbpoBOYHOE 3HaYEHME.

11.20 Ecnu aTK ycnosus He BbIMOSHEHbI, NOBTOPSIOT NpoBeAeHne aHanusa, HadmHas ¢ 11.15, koppekTtupys
Ko puUMeHT Haanexallero pasbaBneHns UNM KOHLEHTPUPOBAHMS.

12 lNMpoBeaeHne ncnbiTaHnA

12.1  Pabouue ycrnosusi 2a308020 xpomamo-macc-criekmpomempa (GC/MS)

12.1.1 TlockonbKy CyLeCTBYIOT pasHble XpOMaTO-MacC-CreKkTPOMETPUYECKNEe CUCTEMbI, HET BO3MOXHOCTU
nogpobHoro onucaHus pabouero pexuma GC/MS npu npoBegeHUM OaHHOro aHanusa. HwpkeykasaHHble
YCINOBUSA BbINOSTHEHNST XPOMaTO-Macc-CNEKTPOMETPUN MNpeAcTaBreHbl B KavyecTBE MPUMEPOB, HO Kaxablv
nonb3oBaTenb [OIDKEH OTPEerynupoBaTb W HACTPOUTb CBOW COGCTBEHHbIV annapaT Ans OOCTMXKEHUS
TpebyeMoro paspeLueHnst xpomaTorpadmnyeckmx NMKoB U KONIMYECTBEHHOIO onpeaeneHus BaP.
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12.1.2 T[lpumep paboyux ycrosul 2a308020 xpomamoepacha

12.1.2.1 Ma3-HoCUKTENb: renui

12.1.2.2 TlocTtosiHHoe paBneHue: 70 kla (cooTBeTCTBYKOLWEE FMHENHOW CKOPOCTM, COCTaBMsoLWEN
npnonuautensHo 40 cm/c)

12.1.2.3 Temnepatypa uxxektopa: 300 °C

12.1.2.4 NnxekTop: 6€3 pasgeneHus, ¢ N030/104EHHbIM YNIOTHEHNEM, 1,5 MK

12.1.2.5 UcxoaHas Temnepatypa B Tepmocrare: 75 °C

12.1.2.6 NcxogHoe Bpems yaepxusaHus: 0,1 MUH

12.1.2.7 CkopocTb U3ameHeHusa Temnepatypbl: 120 °C/muH ao temnepatypsl 180 °C; 3atem 8 °C/MuH o
Temnepatypbl 240 °C; satem 50 °C/muH go temnepaTtypsl 300 °C

12.1.2.8 KoHeyHas Temnepatypa: 300 °C

12.1.2.9 KoHe4yHOe Bpems ygepxuBaHus: 5 MWH MnM OO Tex nop, noka He 6yayT anoupoBaHbl Bce
opraHuyeckue coeamHeHus

12.1.2.10 Bpemsa aHanusa: npubnumantensHo 30 MUH.

12.1.3 UdeHmucgpukayus PAH u onpedeneHue spemeHu ydepxxueaHusi

12.1.3.1 OGecneumBaloT HaCTpOMKy crekTpomeTpa Ha pexum SCAN B COOTBETCTBMM C MHCTPYKUMEN
npoussBoauTens

12.1.3.2 Tpn 3anycke nporpaMmMmbl UCMbITAHUA U B Clydyae 3aMeHbl rasoxpomMaTtorpaguyeckon KONOHKU
BbIMOMHAOT aHanu3 KanmbpoBOYHOTO CTaH4APTHOIO pacTBoOpa, MPUrOTOBIIEHHOrO, Kak onuMcaHo B 9.2, u
3KCTpaKkTa TEeXHWYEeCKoro yrnepopa, noaroToBfeHHOro kak onmucaHo B Pasgene 10, B pexume SCAN.
IMpoTokon, coctaBrneHHbIn B pexunme SCAN, ucnonb3yeTcs He OS5 KONMYeCTBEHHOro onpeaeneHns BeLLecTs,
a Ang KayeCTBEHHOro aHanusa M onTMMM3auMu paspelleHus Xxpomartorpaduyeckux nukos. PAHS pasHoro
TMNa JOMMKHbI OblTb NOABEPrHyThl XpomaTorpadumyeckomy pasgeneHnio u naeHtudukaumm Ha OCHOBE UX
NOJIHBIX MACC-CMEKTPOB, COOTBETCTBYIOLLMX ONpPeaenEHHbIM 3HAYEHUAM BPEMEHN YOEPKUBAHMS.

ASTM D7771 - 15

(1) Temnepatypa B nepegatoLeit nuHum: 280 °C.

(2) Temnepatypa uctouynmka: 230 °C.

(3) Temnepartypa kBagpynons: 150 °C (ecnu nmeeTcs).

(4) OHeprusa anekTpoHoB: 70 B (HOMWHanbHas).

(5) Pexxum nonusauum: El.

(6) OnanasoH monekynsipHon maccel: oT 50 a. e. M. go 350 a. e. M., JaHHbIE MOJTy4YEHHbIE B PEXMME
SCAN.

(7) Bpems ckaHMpOBaHUS: He MeHee NATU CKaHOB/MWK BO n3bexaHue npeBbiweHns 0,5 c/ckaH.

(8) 3apepkka pacTBopuTens: 8 MUH (4115 3aWMTbl Macc-4eTekTopa).

12.1.3.3 NasoxpomaTtorpacunyeckne napameTpbl No 12.1.2 AomkHbl 6bITb ONTUMN3MPOBaHbLI Ans obecneyeHus
Hagnexallero paspelleHns rasoxpomarorpadpudeckoro nuka BaP (ana craHgaptHoro pactBopa BaP
NPUPOOHOro NPOUCXOXAEHNS U B Cllyvae pacTBopa BHYTPEHHEro ctaHaapTa).
12.1.3.4 Ecnu paspelleHue nuka yaoBNeTBOPUTENBHOE, PErUCTPUPYIOT 3HAYEHUSI BPEMEHWU YOEepPXMBaHWUS,
npeacTaBnAwLLMe UHTEPEC, N ONpeaenstoT OKHO BpeMeHU, NpeacTasnstoLliee NHTepec.
12.1.4 Kanubposka maccel 8 QuHamu4eckom pexxume (DMC):
12.1.4.1 B kayecTBa MHCTPYMEHTa ANs OONONHUTENBHOW ONTUMM3aLUMM MacC-CNeKTPOMEeTPUYECKOro curHana
peKoMeHAylT NCnonb3oBaTb NpoTokort DMC gns macc-CnekTpoMeTpoB € pa3peLuaroLlen cnocobHOCTbIO He
meHee 0,1 a. e. m.
12.1.4.2 HacTpamBalOT MacC-AETEKTOP Ha pPEeXUM CENEeKTUBHOITO MOHUTOpPUHra MoHoB (SIM) cornacHo
WHCTPYKUUKN NpOM3BOaUTENS.
12.1.4.3 BeinonHawoT metog DMC, ncnonb3ysi cTaHAapTHbIA KanMbpOBOYHbIN pacTBOpP, NPUTOTOBIEHHbIN MO
9.2, cobnogas HkeyKasaHHble YCnoBUS:
(1) MasoxpomaTorpacumyeckne napameTpbl: NapaMeTpbl, ONTUMU3MpoBaHHbIe B pexnme SCAN no 12.1.3.4
(2) Macc-cnektpomeTpuyeckme napamMmeTpbl: napameTpbl, ykasaHHble B 12.1.3.2, uckniodas nonyvyeHuve
JaHHbIX, Kacaowmxea SIM.
(3) Macchl noHoB: 263,8; 263,9; 264,0; 264,1; 264,2 aonsa gewTtepupoBaHHoro BaP; 251,8; 251,9; 252,0;
252,1; 252,2 ona BaP npnpoaHoro nponcxoXxgeHus.
12.1.4.4 BegyT HabnogeHne 3a Macc-CNeKTpoOM KaXaoro 4eTEKTMPOBAHHOMO ra3oxpoMaTtorpadnuyeckoro nmka
N PErMCTPUPYIOT TPU CaMbIX BbICOKMX MacCbl MOHOB (C MakCMMaribHbIM CUrHamnoMm) ¢ ToyHocTelo o 0,1 a. e. m.
MepexoasaT K BbINOSIHEHUIO NpoLueaypbl, onMcaHHon B 12.1.5.
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12.1.5 Pexum cenekmugHo20 MOHUMOpUHaa uoHos (SIM) g konuvyecmeeHHo20 onpedeneHusi BaP:
12.1.5.1 MNpoTokon SIM ocHoBaH Ha rasoxpomaTtorpaduyeckmnx M Macc-CNnekTPOMETPUYECKMX NapameTpax,
npumeHsemblx ang DMC no 12.1.4, uckniodasi MacCc-CnekTpoMeTpuyeckyto KoHdurypaumo SIM, B koTopon
MCMONb3yITCA TOMbKO TPUM CaMble BbICOKME MacCbl WMOHOB (C MakcuMMarbHbIM curHanom). OTnuyue
KOHpurypauum SIM ot DMC nposiBnsieTcd, Hanpumep, B TOM, 4YTo, ecrniu DMC He ncnonb3yeTtcd, TO TOMbKO
HOMWHarbHbIE LiENEBbIE MOHbLI AOMMKHbI MPUMEHSITLCS ANst BaP npMpogHOro NnpovcxoxaeHns n BblOpaHHOro
BHYTPEHHero ctaHgapTa.
(1) Macchbl noHoB: 263,8; 263,9; 264,0; 251,8; 251,9; 252,0.

MPUMEYAHWE 5 — NoHbl 57, 92 n 182 6binn 06Hapy»eHbl B TOMNYOrbHbIX 3KCTPaKTax TEXHUYECKOro yrnepoaa (M3omepbl
6utonuna v yrnesogopodbl). MOHUTOPWHI 3TUX MOHOB MOXET CIYXXWUTb B KayecTBe QMarHOCTUHECKOro CpeacTBa B criyyae
BO3HUKHOBEHMS npobnem. [lpegnoytntensHo, 4TOOblI NaboOPaHTbI-XMMUKU  BbIMOSHANM  KOHTPOSb  XapaKTepHbIX
hbparmeHTapHbIX MOHOB Ans kaxpgoro PAH npupogHoro npoucxoxaeHws. [pucyTcTBMe Takux MOHOB W MpUEMIeMbIA
Ko pMuMeHT hparmeHTaumMm MoXeT NOMOoYb naeHTudmLmMpoBaTts PAHS B cnyyae BO3HWKHOBEHUS MHTEpdEPEHLIMIA.

12.1.5.2 Ecnn meTtog DMC 6bin BbINOMHEH, HE crieQyeT HacTpavMBaTb Macc-OeTeKTop, T.K. 9TO NpPUBEdET K
NOBTOPHOMY 3arnycKy KanubpoBK/M Macchl.

12.1.6 UHmMeepuposaHue 2aszoxpomamoepachudeckoeo rnuka
12.1.6.1 Kak Tonbko 3aBepluaeTcs antompoBaHne BaP M3 KONOHKWU, MPOUCXOAUT MHTErpupoBaHMe nrowaan
XpomaTorpagumyeckoro nuka MonekynsapHoro noHa.
12.1.6.2 HekoTopble rasoBble XpoOMaTO-MacC-CNeKTPOMETpUYECcKMe annapatbl 000pyaoBaHbl BCTPOEHHbLIM
aBTOMaTUYeCKUM MHTerpatopom. Hwke gns npumepa npeacTaBreHbl napameTpbl Ans uHTerpaTopa Agilent
RTE. 31 gaHHble ykasaHbl TOMbKO AMs MHOPMMPOBaHUSA MONb30BaTENleN HAcTosAWero crtaHgapTa U He
OOIMKHBbI  paccMaTpuBaTbCs B KavyecTBe pekomeHgauumn. MoryT ObiTb MCMOMb30BaHbl 3KBMBASNEHTHbIE
YCTPOWCTBA, €CN OHM MO3BOMAIOT NOSYYUTb aHANOMMYHbIE pe3ynbTaThl.

(1) OeTtekTtopHas TouevHas Bblbopka: 2

(2) OeTtexktupytowmnii couneTp: 7

(3) MNoporoBoe 3HayeHwue npu 3anycke: 0,060

(4) MNoporoBoe 3Ha4yeHue npu octaHose: 0,03

(5) BocctaHoBneHue 6asmcHon nuHum: 0

(6) MuHnmansHas nnowaak: 250 oTcyéToB

(7) PaameLlleHne nuka: BBEPXY.

13 NMoarotoBKka KAaNMOPOBOYHBLIX KPUBLIX

13.1  BemnonHstoT npoTtokon SIM no 12.1.5, ncnonb3ys nNaTb KanMbPOBOYHbIX PACTBOPOB, NMPUrOTOBIIEHHbIX,
Kak onncaHo B 9.4.

13.2 KanubpoBouHass kpmBass — HaHocAT Ha rpaduk BblMMCNEHHbIN ko3hduumeHT oTknuka (Rr) B
3aBMCUMOCTU OT KO3 duLMeEHTa KoHLeHTpaumm (Rc), MCNonb3ys NATb KanMbpoBOYHbLIX pacTBOPOB.

Rr = Agar/Ais Q)
Rc = Cgar/Cis (2)
rge:
Agap = UHTEIPUPOBaHHas NroLaab Nuka BaP (eauHuULbl NNoLaam Nuka);
Ais = MHTEerpnpoBaHHaA nnowanb nNnmka BHyTpeHHero ctaHgapra (eﬂ,MHMLI,bI nnowagun rlI/IKa);
Cegap = KOHLIEHTpaLMs BaP B rasoxpomatorpacduyeckoM dnakoHe (MKr/cm3);
Cis = KOHLEHTPaLWsi BHyTPEHHEro cTaHaapTa B rasoxpomatorpadmnyeckoM drnakoHe (MKr/cm3).

13.3  Kpumepuu npuemnemocmu KanubpogoyHoU Kpueol

13.3.1 JlvHelHas perpeccus, Npoxoasias Yepes Havano KoopAanHart, ucnonb3yeTcs ans nogbopa KpMBow.
13.3.2 KoathbuumeHT koppensuum (R?) gormkeH 6biTe He MeHee 0,95.

13.3.3 OtHoweHune curHan/wym (oTHoweHue S/N, onpegeneHne KOTOPOMY [aHO HWXKE) B cnyyae
HavMeHbLUen nnowaan nvka, NofyYeHHOro Afs HavMeHee KOHLEHTPMPOBAHHOro CTaHAapTHOro pacTteopa
BaP (BbluucrneHHasi koHueHTpaums BaP 1, 0,010 wmkr/cm®) gomkHo ObiTe Gonblue 15:1. 3TO OTHOLEHUE
CMYXMWT AN KOHTponsi pyHKUMOHMPOBaHMA npmbopa.
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13.3.4 OtHoweHue S/N BbMMCASIOT, Kak onucaHo Huxe (cMm. PucyHok 1 n PucyHok 2):

Cpegtuin wym (Na) = cymma wyma/umcno pesynbtatoB 06paboTku gaHHbIX 3)
KoppektupoBaHHbi curHan (Sc) = Beicota (Hp) — Na (4)
LLlym (Hn) = Nmax— Nimin (5)
SIN = Sc/Hn (6)

13.3.5 Ecnu ycnosus, ykasaHHble B 13.3.2 n 13.3.3, BbINOSIHEHbLI, PEMMCTPUPYIOT Yron HakroHa MpsiMoWn
nnHuK.

13.4  [lpumep Kkanubposo4YHoOU Kpueol

13.4.1 TMapameTpbl, UCNONBb30BaHHbIE ONA NOCTPOEHUSA KannMbpOBOYHOW KPUBOW Ha OCHOBE FMNOTETUYECKUX
nnowanen nukoe ans BaP n di>—BaP, npeactaeneHsbl B Tabnuue 2. KanvbpoBodHas KkpyuBas JOJKHA UMETb
BUA NPSIMON NNHUMK, NPOXOASALLEN Yepes Havano KoopanHar.

13.4.2 KannbpoBo4Has KpuBasi B BUAe NpsIMO NIMHUW, NOCTPOeHHast ans BaP, nokasaHa Ha PucyHke 3.

Rr = 1,348 Rc (2 = 0,9999) @)

2500

2000 4

1500 -

1000 -

OTHOCUTENnbHOE coaepxaHue

500 4

U T T T T - T |
325 327 329 331 333 335 337

Bpems, MuH

PldcyHOK 1- Onpep,enel-me CUrHana xpomaTorpachqecKoro nukKa
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30Ha wyma

»Nmax

508 -
503 -
498 4
49.3 1

b

Ir"‘-—v

488
483 A
478 4
47.3 1

OTHOCUTenbHOe coaepxxaHue

I

U Na " |

J

K len

A J

468

Hn

3444

49

3454 3459 3464

Bpems, MuH

34.69 M4

PucyHok 2 — OnpepeneHue napameTpoB LWyMma

Ta6bnuua 2 — BennuunHbl, MICNOSIb30BaHHbIE
B UNNIKOCTPATUBHbLIX BbIYNCIIEHUAX

479

beHs-a-nupeH

di>-BeHs-a-nnpeH

KoadpdpmumeHTsl A

Cgar Agap Cis
(mkr/cm?®) (mkr/cm®) Ass Re Rr
Bbluncnenve gns BaP 1 0,773 654 056 0,300 182 404 2,58 3,586
Bbluncnenve ons BaP 2 0,255 170 169 0,300 144 156 0,85 1,180
Bbluncnenve ans BaP 3 0,082 62 868 0,300 167 139 0,27 0,376
Bbluncnenve ans BaP 4 0,027 20 264 0,300 157 126 0,09 0,129
Bbluncnenune gns BaP 5 0,009 7 252 0,300 163 637 0,03 0,044
A RR = Asap/Ais; Rc = Cgar/Cis
4.0
g 35 ¢
g 3.0
25
= W
° =1.3477x
: 20 I
3 15 R =0.9999
& 'S
g 1.0
o
4
0.5 .
0.0 ¢
0.0 0.5 1.0 1.5 2.0 25 LU

KoadcpmumeHT koHUeHTpauum (Rc)

PucyHok 3 — NMpumep kann6poBOYHOWN KPUBOWM
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14 AHanus npoO6bl 1 BblYNCNEHUe

141  YctaHOBMB KannbpOBOYHY CUCTEMY, NPOBOAAT UCMbITAHWE IKCTpakTa Npobbl, MPUrOTOBEHHOMO B
cooTBeTcTBMM € Pasgenom 11, ncnonbaysa npotokon SIM, onucaHHbIn B 12.1.5.

14.2  OnpegenstoT nnowaaun nuka anst BaP (Agap) M AeTEpMPOBAHHOIO BHYTpeHHero ctaHaapTa (Ass).

14.3 BbluncnisoT Rrg:
Rr = Agar/Ais (8)

14.4  BbrucnsawT Re:
Rc = Rrlyeon HaknoHa 9)

14.5  BbluMCnAT KOHLEHTpaLUuo BaP B rasoxpomMatorpaduyeckoin npobupke (Mkr/cmd):
Ceap = RcXx Cis (20)

14.6 BbluucnsawT  koHueHTpaumiw  BaP B nmpobe  TexHudeckoro  yrmepoga  (Ceapcs) MO
HuXenpeacTaBneHHOMY YpaBHEHUIO.
14.6.1 Ecnu aKcTpakT roToBUNU Ans aHanusa cornacHo Pasgeny 11:

Cgar.ce = (1000 x Vi x Vi X Cgar)/(Va X Wces) (MKa/ke unu 4/mMuniinuoH) (11)

roe:
V't = KOHEYHbIN OGBEM IKCTPaKTa;

Vi = UCxogHbIN 06 BEM IKCTPaKTa;

Va = anuKBOTHasA YacTb 06 bEMA IKCTPaKTa;

WcB = Macca TexHu4eckoro yrnepoga (B rpammax), akcTparnpoBaHHoro B annapaTe Cokcneta no 10.8;

14.6.2 Ecnu anukBOoTHas YacTb Obina B3siTa U3 UCXOOHOIo 06 bEMa 3KCTpakTa, TO 3HadeHust Vi n Va paBHbl 1.

14.7  Tlpumep 8bI4UCIEHUS:
14.7.1 Wcnonb3ys KannbpoBOYHYHO KPWMBYH, MOKa3aHHyto Ha PucyHke 1 (Tabnuua 3), BbLINONHAOT
HWXeyKa3aHHble BblYUCIEHME:!

Rr = Agar/Ais: Asar = 362524; Ais = 182506; cnegoBaTtensHo Rr = 1,986

Rc = Rrl/yeon HaknoHa: Rr = 1,986; yeosn HaknoHa = 1,348; cnepoBaTensHo Re = 1,473

Csar, = Rc x Cis: Re = 1,473; Cis = 0,33 mkr/cm®; cnegoBatenbHo Ceap, = 0,486 MKkr/cm®

Wee = 10,024 r; Pa = 50 %; Vi = 5 cm®; cnepgosatenibHO Ceap.ce = 485 yacten/MUnnmoH

Ta6bnuua 3 — BennuunHbl, MICNOSIb30BaHHbIE
B UNNIKOCTPATUBHbIX BbIYUCIIEHUAX

BeHs-a-nvpeH di2>-BeHs-a-nupeH KoadpbpuumeHTsi
Cgar Agap Cis
(mkr/cm?®) (mkr/cm®) Ass Re RR
Mpoba 1 Heu3BecTHoe 362524 0,330 182 506 HeuaBecTHoe 1,986
3HayeHune 3HaveHune

14.8 [leproan4eckn MOXHO MPOBOANUTL XOIOCTbIE UCMBbITAHUA B LIENSAX KOHTPONS KayecTBa pe3ynbTaToB
ucnbiTaHnin. KOHTpOrnbHblE 3KCTPaKTbl TOTOBAT, Kak onucaHo B Pasgene 10, Ho 6e3 TexHUYeckoro yrnepoga.
CnepfoBble KonuyecTBa HeKoTopbiXx PAHS MoryT 6biTb 0GHApYXeHbI B KOHTPOIbHbIX 3KCTpaKTax no npuynHe
MHOIMX (DaKTOpOB TUMa CIEeAoBOro 3arpsi3HeHUst NabopaTOpHON CTEKMsSIHHOM nocydbl U HegoCTaTO4YHOM
YNCTOTbI AENTEPUPOBaHHBIX BHYTPEHHNX CTaHOapTOB. YpoBeHb BaP B KOHTPOSbHbLIX 3KCTPAKTax He OOMKEH
npesbIWaTh 5 Hr/cm® BO GoriakoHe, UCMosb3yeMoii B ra3oBOM XpOMAaTO-Macc-CreKTPOMETPUMN.
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15 MpoTokon

15.1 T[poTokon AOMMKeH BKIoYaTh HUXKeyKasaHHY MHopMaLmIo:

15.1.1 Hagnexaluyo ngeHTudunkaumnio npobbl TEXHUYECKOrOo yrnepoaa.

15.1.2 TpopomKknMTenbHOCTb 3KCTparnpoBaHus B annapaTte Cokcneta (16 u).

15.1.3 CopepxaHue BaP B TEXHNYECKOM YINepoae B YNCITOBbIX 3HAYEHUAX, OKPYITEHHbIX 40 TPEX 3HaYaLLMX
undp, B HacTax/MunnmoH (MKr/kr).

16  MpeunsnoHHOCTb M OTKNOHeHue?

16.1 Hacrtoawwmin pasgen no NpeunusmMoHHOCTN U OTKITOHEHUIO NOArOTOBIIEH B COOTBETCTBUM C METOAMKOWN
ctaHgapTta D4483, B KOTOpOM npuBeAeHa TEPMUHOSIONA U APYrne CTaTUCTUYECKUE OaHHbIE.

16.2  PesynbTaTbl N0 NPELM3NOHHOCTM B HACTOSALLIEM pasferne OalT OLEHKY MNPeuu3nOHHOCTM OaHHOro
MeToda WUCMbITaHUA MPWU UCMONb30BaHUN MaTepuanos, NPUMEHSBLUMXCA B MexnabGopaTopHoi nporpaMmme,
onumcaHHon Huxe. MapameTpbl NPELN3NOHHOCTU He A0MKHbI MPUMEHATLCS AN UCMbITaHWUSA C Lienblo NpUemKu
Wnu oTKasa B Npuemke MnobGoi rpynnbl MaTepnanos 6e3 4OKyMeHTanbHOro NoATBEPXKAEHNS UX MPUMEHMMOCTU
K 9TMM KOHKPETHbIM Martepuanam W crneumanbHbIX NPOTOKOMNOB WCMbITaHW Mo AaHHoOMYy meToay. Jlioboe
noaxogsliee sHaveHne 13 Tabnuubl 4 MOXeT GbITb UCMOMb30BaHO.

16.3 BbinonHeHa MexnabopaTopHasi nporpaMma UCMnbITaHUIM No Npeum3noHHocTn Tuna 1. CxogumMocTb U
BOCMPOM3BOAMMOCTb MpeacTaBIeHbl AN KPATKOCPOYHbIX UcnbiTaHuiA (gHu). B kaxgonm nabopatopum,
NpUHUMaBLLEN ydYacTue B nporpaMmme, ABa onepaTtopa BbIMOMAHANN MO OOHOMY UCMbITAHUIO B KaXObIN U3 OBYX
OHen (Bcero 4 wcnbiTaHus). PesynbTaT uvcnbiTaHWa npeacTaBnsieT cobow 3HayeHue, MNonyyYeHHoe Mpu
OfHOKpaTHOM onpegeneHun. [lpuemnemble 3HA4YeHWsS pacxoxaeHuss He oueHuBanu. KomnoHeHTa
M3MEHYMBOCTM MpU TMPOBEOEeHUN WCMbITaHUA pas3HbiMKM  onepaTtopamu BKMOYEHa B  BblYUCIIEHHbIE
3HayYeHusa r n R.

16.4 PGSyJ'IbTaTbI BblHUCIEHUA NPeyn3NoHHOCTN AaHHOIro MeTtoga UcnbiTaHnA npeacrtaBrieHbl B Tabnuue 4
C YKa3aHuem matepumanos B Nopsaake Bo3pacTtaHUA cCpegHero ypoBHA.

Ta6nuua 4 — NMapameTpbl NPEeUU3NOHHOCTM MeToAa ucnbiTaHnAa D7771 — OnpegeneHne cogepXxaHus
BaP B TexHun4yeckom yrnepoge (MpeunsmoHHoctb Tuna 1)

Yucno Cpennmin
Matepuan naGopaTopuii YPOBEHb, Sr r (6] SR R R)
YacTen/MUInoH

CB1 5 6,9 2,2 6,3 91,9 2,4 6,8 100,0
CB2 5 8220,8 374,2 1058,9 12,9 1904,3 5389,0 65,6
CB3 5 18080,8 929,8 2631,2 14,6 3257,7 9219,2 51,0
CpegHee no
CpefHVM YPOBHSIM 8769,5
YcpeaHeHHble
3HaYeHUs! 578,6 1637,6 18,7 2178,6 6165,4 70,3
16.5 Cxodumocmb — YcpeoHeHHasi OTHOCUTENbHas CXOAMMOCTb, (I), AAHHOrO MeToda WCMblTaHus

ycTaHoBneHa kak 18,7 %. Jlioboe gpyroe nogxogsiiee 3HadeHve u3 Tabnuubl 4 MOXeT OblTb UCMNOSNb30BAHO
ONs  OuUeHKM cxoaumocTu. PasHoCcTb Mexay [ABYyMSA pesynbTaTaMu  OLHOKPATHbIX MUCAbITAHWUA  (Unu
onpeneneHun), BbINOMHEHHbLIX MPU MUCMOMb30BaHUU UAEHTUYHBIX UCMbITbIBAEMbIX MaTepuanoB B YCMOBUAX
CXOAMMOCTM, YCTAHOBIEHHLIX A4S JAHHOIo UCMbITaHMS!, MOXET NpeBbIaTh CXOOUMOCTb B CpeaHeEM He Gonee
opHoro pasa u3 20 criy4yaeB npv TOYHOM BbIMOSTHEHMM METOAA UCMbITAHWUA B HOPMarnbHbIX ycnoBusax. Ecnv
pa3HOCTb MexAy ABYMsi pe3ynbTaTamy OOHOKPATHbIX MCMbITAHWMA MpEeBbILLIAeT COOTBETCTBYIOLLEE 3HAYEeHne
n3 Tabnuupl 4, TO 3TO MOXET CBMAETENbCTBOBATb O TOM, YTO OHM ObIW MOMy4YEHbl NPU UCMONb30BAHUM
pasHbIX COBOKYMHOCTEW. B aTOM crnyyae npuHMMaloT Hagnexalime Mepbl.

NMPUMEYAHVE 6 — lNMoa HagnexawyMmy mepamu umeeTcs B BUAY MpoBepka MpaBUibHOCTU BbIMOMHEHUS Mnpoueaypbl
UCMbITaHWs!, NPaBUIMbHOCTY (DYHKLMOHMPOBAHUS annapaTtypbl UK CTENEHWN MAEHTUYHOCTM ABYX MaTepuanos, o6pasLoB 1
T.M., UICNOMb30BaHHbIX A5s NOMYyYEHUst ABYX Pe3ynbTaToB UCMbITaHUS.

7 VccnepoBaTtenbCckuin OTHET OXMAaeTCs.
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16.6  Bocnpouseodumocmbs — YCpeAHEHHas OTHOCUTENbHasi Bocnpou3BoanmocTb, (R), AaHHOro metoaa
ncnblTaHusa yctaHosreHa kak 70,3 %. Jlioboe gpyroe 3HaveHne n3 Tabnuubl 4 MoXeT BbiTb MCNONb30BaHO
ANs OLEHKU BOCMPOM3BOAMMOCTU. PasHOCTb Mexay AByMS pesynbTaTaMu OA4HOKPATHbIX M HEe3aBUCUMbIX
UCMbITaHWA (UNKU  onpeferieHwn), MonyvyeHHbIMM [ABYMSI ofnepatopaMmu B pasHbix nabopatopusx npu
MCMONb30BaHUN NAEHTUYHbIX UCMNbITbIBAEMbIX MaTepuarnos B YCMOBUSAX BOCMPON3BOAMMOCTM, YCTAHOBIEHHbIX
ANs AaHHOrO MCNbITaHUS, MOXEeT MpeBbillaTb BOCNPON3BOAMMOCTb B cpeaHeM He Bonee ogHoro pasa u3 20
crnyyaeB Mpu TOYHOM BbIMOMHEHWW MeToAa MCMblITaHUS B HOpMarbHbIX YCrnoBusx. Ecnv pasHocTb mexay
ABYMS pesynbTaTaMu OAHOKPAaTHbIX WCMbITaHWIA, MNPOBEAEHHbIX B PasHbiX nabopaTopusx, npeBbilaeT
COOTBETCTBYHOLIEE 3HayeHve un3 Tabnuubl 4, TO 3TO MOXET CBMAETENbCTBOBATb O TOM, YTO OHM Obinu
nomnyyeHbl NPY UCMONb30BaHWMN PasHbIX COBOKYNHOCTEW. B 3TOM crnydyae nMpoBOASAT Haanexallylo npoBepky
UV NPUHUMAIOT TEXHUYECKNe/KOMMepYeckne Mepbl.

ASTM D7771 - 15

12.7  OmkrnoHeHue — 1o TepMUHONOrMN METOO0B UCMbITAHUN OTKINOHEHWE eCTb Pa3HOCTb MeXay CpeaHUM
3Ha4YeHVeM Mo pesynbTataM UCMbITaHUI, N OMOPHBIM (MCTUHHBIM) 3HAYEeHWEM onpeaensemMoro csoncrtea. Ans
HaCTOsALLEero MeToAa WCMbITaHUSA HET OMOPHbIX 3HAYeHWW, Tak Kak 3Ha4YeHue WM ypoBeHb onpeaensemoro
CBOWCTBA OLIEHVBAOT UCKIMIOYNTENBHO AAaHHBIM METOAOM MCNbITaHUA. [TOSTOMY OTKIOHEHWE He MOXeT ObiTb
onpeneneHo.

17 KnrioueBbie cnoBa

17.1  BaP; 6eHs-a-nupeH; TexHudeckui yrnepod; GC/MS; akcTpakums B annapate Cokcnera; TonyonbHbIN
3KCTpaKT.

MexdyHapodHoe AmepukaHckoe obwecmeo no ucnbimaHusM U Mmamepuanam (ASTM International) He
npudepxxusaemcsi Kakol-nubo KOHKpemHoU Mno3uyuu 8 OMHOWEHUU 3aKOHHOCMU KaKux-nubo nameHmHbIX rpas,
omcmaugaeMbix 8 C853U C KakuM-rubo rosnoxeHUeMm, yrnoMsHymsiM 8 daHHOM cmaHdapme. OmeemcmeeHHOCMb 3a
onpedesieHUe 3aKOHHOCMU MoBbIX MakKux nameHMHbIX fpas, a makxe pucka UX HapyuweHUsl MosIHOCMbIO JIeXUM Ha
mex, Kmo ucrnosib3yem Hacmosiuuti cmaHdapm.

Hacmoswul cmanOapm nodnexum nepecMompy OmeemcmeeHHbIM MeXHUYecKUM Komumemom 8 moboe epems u
rnepecmampusaemcsi Kaxoble nsmb fiem; 8 MPOMUEHOM Crlydae, OH ymeep0aemcsi 3aHO080 UU aHHyIupyemcs.
Jlrobble kommeHmapuu bydym yuymeHbl Kak 8 rpouecce rnepecmompa 0aHHO20 cmaHOapma, mak u 8 rpouyecce
cocmasneHusi QornosHUmenbHbIX cmaHO0apmos. Hanpaensime Bawu kommeHmapuu 6 wmab-keapmupy ASTM
International. Bce oHu 6ydym muwamernbHO paccMompeHbl coObpaHUeM OmeemcmeeHHO20 MEeXHUYECKOE0 KoMumema,
Ha Komopom Bbl makxe Moxeme rnpucymcmeosams. Ecnu Bbl cyumaeme, ymo Bawu komMMmeHmapuu He npowsnu
06bEeKMUBHO20 paccmompeHus, Bbl moxeme nocmasums 06 amom 8 u3zgecmHocmb Komumem no cmaHOapmam
ASTM, obpamuswiuck 1o adpecy, ykasaHHOMY HUXe.

Hacmoswul cmaHdapm oxpaHsiemcs asmopckuMm rnpasom MexdyHapodHoeo AMepukaHcKko2o obwecmea 1o
ucnbimaHusim u mamepuanam (adpec: 100 Barr Harbor Drive, PO Box C700, West Conshohocken , PA 19428-2959,
United States). MHOusudyanbHyro konuto (8 eude O00HOU UU HECKOJSIbKUX Korul) Hacmosiwezo cmaHdapma MOXHO
3akasamb, obpamuswucb 8 ASTM o ebiweykazaHHOMYy adpecy, a makxe rno menegoHy 610-832-9585, ¢hakcy 610-
832-9555, o e-mail (service@astm.org) unu Ha Web-catim ASTM (www.astm.orq). Pa3speweHue Ha ¢homokornuposaHue
cmaHOapma moxem b6bimb makxe npedocmasneHo LleHmpom o oxpaHe asmopckux npas (Copyright Clearance
Center, 222, Rosewood Drive, Danvers, MA 01923; Tel: (978) 646-2600; http://www.copyright.com/).

18



