®U3NKO-XUMNYECKUE USMEPEHUA

HayuHas ctatba
Y[IK 006.053:543.08:543.51:543.544
https://doi.org/10.32446/0368-1025it.2022-10-64-72

Pe(I)GPEHTHaﬂ MeToanKa msmepeumﬁl coaepKaHuAa (I)Tal'laTOB B NOJINMEPHDIX
MaTpulax: aHalInTN4YeckKne n metTpoJsiornvyeckme noaxoabl

Anatonuir UsaHosuu Kpbinos'!, Anekcanapa lepmaHoBHa ByAKoz'g, AneHa lOpbeBHa Muxeesa3,
WpuHa IOpbeBHa Tkauenko?, FenHagui Pyeumosuy Hemmxoscxwﬁl| 5

1.2.3,4,5 BcepocCUINCKIIA HayYHO-MCCTeaoBaTenbLCKUn MHCTUTYT MeTponorum um. 1. U. Menaeneesa, CankT-lNeTtepbypr, Poccus
"a.i.krylov@vniim.ru, https://orcid.org/0000-0002-2273-1328

2a.g.budko@vniim.ru™J, https://orcid.org/0000-0002-4288-2916

3a.mikheeva@vniim.ru, https://orcid.org/0000-0003-1032-5653

4j.y.tkachenko@uvniim.ru, https://orcid.org/0000-0002-4079-6301

AHHOTauus. PaccmoTpeHbl Nnpobnembl 3arpsisHeHUst htanatamm OKpy>KatoLlen cpefbl U BNUsSHWUA TanaTtoB Ha 340pPOBbE
yenoseka. OnucaH npouecc pa3paboTkn PedepeHTHON METOAMKN M3MEPEHUI MacCOBOW [ONW LWEeCTV NPUOPUTETHLIX (hTanaTos
(ammeTnndbTanara, auatundptanara, au(H-oytun)dtanara, 6eHsunbytundTanarta, au(2-stunrekcun)dranara u gu(H-okTun)dranara)
B 0ObekTax Ha OCHOBE MOMMBMHUIIXIIOPMAA METOAOM ra3oBoON Xpomartorpacdum/mMmacc-CneKTpOMETPUM C M3OTOMHbIM pasbaBneHmem
PMW BHUNM-243-01-2019. O6cyxaeHbl aTanbl \3MeEPUTENBHOW NMpoLeaypbl M MyTU UX ONTUMMU3ALMM C LIENbIO MOBbILLEHWS TOYHOCTH
pe3ynsTaTtoB M3MepeHuii. 3ydeHbl CTOYHMKM HEeONpeaeneHHOCTU, MHMU3NPOBaHbI BKNaAbl BCEX COCTaBMNSOLLMX B CyMMapHYHO
CTaHOapTHYHO HEOMPEAENEHHOCTL PE3yNLTaToB M3MepeHUi, nonyveHHbIX no PMA BHNINM-243-01-2019. YcTaHoBrneHb! MeTporornieckme
xapaktepuctuky PMU BHUWM-243-01-2019: gnanasoH namepexuii 10—-5000 mr/kr; cpegHee KBagpaTuieckoe OTKITOHEHME B YCIOBUSIX
NMOBTOPSIEMOCTU 1 NMPOMEXYTOYHON NPELUM3NOHHOCTM 2 1 3 % COOTBETCTBEHHO; OTHOCUTENBbHAsA paclUMpeHHas HeonpeaenéHHOCTb
6-8 %. MeToauka npegHasHayYeHa Ansi yCTaHOBMNEHNS METPOIIOTMYECKUX XapaKTepUCTUK CTaHAapTHbIX 06pasLoB MaTpuL, KOHTPONS
NPaBUIIbHOCTY PE3YNLTAaTOB U3MEPEHWUI, MOMYHYEHHbIX C UCTIONb30BaAHWMEM APYTUX METOAUK (METOA0B) M3MEPEHWUIN aHANOTMYHbIX BENWYVH,
1 BbIMOMNHEHVA 3MePeHUI B apbutpakHbix Liensx. B kayecTBe o6bekTBHOMO noateepxaeHus cootserctaus PMU BHNINM-243-01-2019
npeacTaBneHbl pesynbsraTthl Kio4eBbix MexayHapogHbix cnmyeHnn CCQM-K133 “Phthalate esters in Polyvinyl Chloride (PVC)”.

KniouyeBbie cnoBa: pedepeHTHasi METOAVKA U3MEPEHUI, CTaHAAPTHLIN obpasel, dTanaTbl, MacC-CeKTPOMETPHS! C N30TOMHbLIM
pas6aBrieHVeM, MONMBUHUITXTIOPUL
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Abstract. The article presents information on the development of a reference method of measurements (RMM) the mass
fraction of ethers of orto-phthalic acid (dimethyl phthalate, diethyl phthalate, di(n-butyl)phthalate, benzylbutyl phthalate, di(2-
ethylhexyl)phthalate and di(n-octyl)phthalate) in polymer matrices based on polyvinyl chloride by gas chromatography/mass
spectrometry with isotopic dilution. The research materials of each stage of the measurement procedure and the parameters
of their optimization in terms of improving the accuracy of the measurement results of the RMM are presented. The sources
of uncertainty are studied and the contributions of all components to the total standard uncertainty of the RMM measurement
results are minimized. Metrological characteristics of RMM have been established: the measurement range is from 10 mg/kg to
5000 mg/kg, the standard deviation (SD) under repeatability conditions is 2 %, the SD under intermediate precision conditions is
3 %, the relative extended uncertainty is from 6 to 8 %. The results of the key international comparisons CCQM-K133 “Phthalate
esters in Polyvinyl Chloride (PVC)” are presented as an objective confirmation of compliance with the RMM.
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D®U3NKO-XUMUYECKUE N3SMEPEHUA

BBepeHue. CnoxHble adupbl opTodTaneBon KUCNOThbI
(dbTanaTtbl) OTHOCATCA K KPYMHOTOHHAaXHbIM MpoAyKTaM Xu-
MWYECKON MPOMBbILNEHHOCTU M MPUMEHSAIOTCA B KavecTBe
CMa304HbIX Macen, neHoracsawux BeLWecTB, pacTBoputenemn
N HOCUTENEW B pas3nnyHbiX NPOM3BOACTBEHHbBIX Mpoueccax, a
TakxXXe Npu N3roToBNeHUN KOCMeTnYecknx cpeacTts. dranatol
LIMPOKO pacnpocTpaHeHbl Kak nnactudukaTopsl B U3genmsax
13 nonueuHunxnopuga (MNBX) npn nponssoacTBE pasnnyHbIX
NONMMMEPHbLIX MaTtepunarnoB NPOMbILWIEHHOro, 6bITOBOro, nu-
LWeBOro U MeAWUUHCKOrOo Ha3HayeHun, Hanpumep, OeTCKUX
UrpyLiek, cpencTtB NIMYHOW TMIMeHbl, CTPOUTENbHbLIX MaTepua-
OB, YNaKoBOK AMNA NULIEBLIX NpoaykTos 1 T. 4. (FOCT 8728-887,
FOCT P 50962-962). U3 Bcero pasHoo6pasns UCMNOMb3yemblX
(pTanaTtoB LWeECTb KOHreHepoB rpynnbl, Kak Hanbonee pac-
NPOCTPaHEHHbIE U HEFaTUBHO BIMSIOLME Ha 340POBbE Yeno-
BeKa, OTHECEHbl K MPUOPUTETHBLIM 3arpsa3HUTENAM OKpYXato-
wen cpeabl (cm. [1-4], a Takxe 3apybexHblitd n poccuiickuin?
OOKYMEHTbI).

KomuteT EBponapnameHTa no okpyxatwolien cpene npuHsAn
nnaH KOHTPONs codepXkaHus pranatoB B Matepuanax v usgenu-
X, KOHTAKTVPYIOLLMX C NULLEBLIMIA NpodyKTamu (cMm. [5], cTaTbio®),
B EBponelickom coto3e npogomkaetca paboTta Hag 3aKOHOM O
NOMHOM 3anpeTe MCNomnb3oBaHMa dtanaToB B Gonbluen vactu
n3genvi n3 nnactmacc, B TOM Ynucne npu npou3BoACTBE AETCKUX
urpywek. B Poccuickon ®egepaunn Takxke gencTByeT psg HOp-
MaTMBHO-MPaBOBbIX AOKYMEHTOB, pPerfnamMeHTUpyLwmnx cogep-
XaHve dtanatos B Boae, Bosayxe (CanlMuH 1.2.3685-216, Mpu-
ka3 MuHMCTEpCTBa CenbeKoro xossincTea Poccun’) 1 npoayKumm,
npeaHasHadYeHHoi ansa aeteit 1 nogpoctkos (TP TC 007/20118,
TP TC 005/2011°, TP TC 008/201110).

Booa sBnseTca npoOAyKTOM €XeOHEBHOro W MpakTu-
Yeckn OeCKOHTpPOmnbHOro noTpebneHnd. Kak nokasbiBaloT

1 FOCT 8728-88. Mnactudmkatopbl. TeXHYECKNe YCroBuS.

nccnenoBaHvs, BbIMOMHEHHbIE B pas3HbIX CTpaHax B pasHoe
BPEMS HE3aBUCMMbIMU TPynnamMmu aHanuTukos, ptanatsl npu-
CYyTCTBYIOT MpakTu4ecknm BO Bcex npobax OyTunmpoBaHHOM
BOAbl, HE3aBUCMMO OT CTpaHbl-npoussoautTens [6—8]. [laHHbIN
dakT 3actaBngeT obpatutb ocoboe BHMMaHue Ha Gesonac-
HOCTb YNaKOBOYHbIX MaTepnanos, KOTOpble MOTyT OblTb NOTEH-
LuManbHbIM UCTOYHUKOM OMAacHOCTUW B pe3ynbrate Murpaumm xu-
MUYECKNX KOMMOHEHTOB B yNaKOBaHHbIE MPOAYKThI.

®dTanaTbl NPUCYTCTBYIOT B 6OMNbLUMHCTBE NONMMEPHbLIX Ma-
Tepuanos, NPUMEHSAIOLWMNXCS NPU OTAENKe 34aHWUN (MMHOMEyM,
oboun, anemMeHTbl UHTEpbeEpa U T. 4), U B NpOLIecce 3Kcnnyarta-
UMM M3Oenuin nocTENeHHO MUrpUpyrT B atmocdepy. Takxe
Hemanbli BKMaj B 3arpA3HeHue BO3Jdyxa BHOCAT McnapeHus
KOCMEeTWKM, 0COBEHHO KOorga B MOMELLEHUN HaxoaAaTcsa OecaT-
Kn, a To n cotHu niogen [4], Canlun 1.2.3685-21. B pesynbra-
Te MOBCEMECTHOro MCMNoMb30BaHWUs MOMMMEPHbLIX NpegMeToB
obuxopa pranaTtbl 06HaAPYKMBAKTCS Kak B CENMUMTEOHbLIX 30HaX
MHOTOMUITITMOHHBIX FOPOAoB [9], Tak 1 B 6onee oTAanNéHHbIX OT
nHgycTpuanuaauumn mectax [10].

Ocob6oe BHMMaHWE KOHTPONMPYIOLLMX OpraHu3aumin n oduie-
CTBEHHOCTU COCPeAOoTOYEHO Ha NpeAHasHavYeHHbIX Ana AeTen
npeametax. OHM OTHECeHbl K 0COBON KaTeropuv NpoayKuuu,
TpeboBaHus K NpoLeaype OLEHKN COOTBETCTBUSA KOTOPOW 3Ha-
YUTENbHO BbillEe, B TOM YUCIE MO COAEPXKaHUIO XMMUYECKUX
KOMMOHEHTOB B LierioM 1 pTanaToB B YaCTHOCTM.

Takum obpasom, npobnema 3arpsisHeHUst oTanatamm okpy-
Xarolen cpefbl, a Takxke BNUAHUS (pTanaTtoB Ha 340pOBbe Ye-
noBeka SBNAEeTCH akTyanbHOW U MHTEPHaLNOHaNbHOW.

Ha Tekywwun momeHT B Poccunckon depepauunmn cyue-
CTByeT Hemano MeTOAMK, MpedHa3HayeHHbIX ANS onpefe-
neHus TanaTtos B pasnuuHbix cpedax (MYK 4.1.3160-141,
FOCT 25779-90'2, MYK 4.1.738-99'3, MYK 4.1.614-96"4,

2TOCT P 50962-96. Mocyaa 1 naaenus xo3aincTBEHHOrO HagHadYeHns U3 nnactmacc. OBLume TeXHUYECKNe YCIOBNA (C M3MEHEHNAMN).
3 U.S. Congress enacted the Consumer Product Safety Improvement Act (CPSIA 2008): [cairt]. URL: http://www.cpsc.gov/about/cpsia/cpsia.html

(naTa obpaluenus: 12.10.2022).

4 O BHECEHUM MBMEHEHMIT B TEXHUYECKMIA pernameHT TamoxkeHHoro cotosa «O 6e3onacHoCTU napdroMepHo-KoeMeTdeckol npoaykuuny (TP TC 009/2011):
[canT]. URL: https://docs.cntd.ru/document/420331180 (narta obpaiueHusi 12.10.2022).

5 raseta «MsBectus»: [cant]. URL: https://iz.ru/861377/2019-03-27/evroparlament-odobril-zapret-na-plastikovye-stakanchiki (anata obpatuerms: 12.10.2022).

6 CanlMuH 1.2.3685-21. MurneHnyeckue HopmaTtvebl 1 TpebosaHus k obecnedenmnio 6esonacHocT 1 (Mnu) 6e3BpeaHOCTM Ans Yenoseka (hakTopos

cpenbl obuTaHus.

7 MNpukas MuHUcTepcTBa cenbckoro xosancTea PO ot 13 aekabpsa 2016 r. Ne 552 «O6 yTBepxaeHUM HOPMaTMBOB KaueCcTBa BOAb!I BOAHbLIX 06GLEKTOB

pr6OX03HI7ICTBeHHOFO 3Ha4YeHusd, B TOM 4Yncre HopmMaTtuBoB npeaeribHO O0MYyCTUMbIX KOHLl,eHTpaLl,I/IVI BpeHbIX BELEeCTB B BOAAX BOAHbIX obbekToB pbl60-

XO3SIMCTBEHHOMO 3HAYEHUSA».

8 TP TC 007/2011 «O 6e30nacHOCTV NPOAYyKUMM, NpeaHasHaYeHHol Ans aeTeit n noapocTkosy: [caiit]. URL: http://www.eurasiancommission.org/ru/

ListssEECDocs/P_797_1.pdf (nata obpaienns 12.10.2022).

9 TP TC 005/2011 «O GesonacHocTu ynakoskw»: [cairT]. URL: http://www.eurasiancommission.org/ru/act/texnreg/deptexreg/tr/Documents/TR%20

TS%20Upakovka.pdf (gata obpaiyeHus 12.10.2022).

10 TP TC 008/2011 «O 6esonacHocTy nrpyLuek»: [canT]. URL: http://www.eurasiancommission.org/ru/ListsfEECDocs/P_798_3.pdf (nata obpaluerus 12.10.2022).
" MYK 4.1.3160-14. MiamepeHne MaccoBbIx KOHLEHTPpaLWii doTanaTos (auMetundranarta, auatundranara, aubytundranara, 6eHaunbytundtanara,

An(2-stunrekcun)dranara) B MONOKE METOAOM BblCOKOI(MEKTUBHOW XUAKOCTHON XxpomaTtorpadumn: Metoanyeckme ykasaHus.

12 FOCT 25779-90. Urpywwikn. O6ume TpebosaHnsa 6e30MacHOCTY U METOAbI KOHTPONS.

13 MYK 4.1.738-99. XpomaTo-Macc-CrnekTpomMeTpuieckoe onpeaenerne (Tanartos 1 OpraHMYecknx KUCHoT B BOAE.

4 MYK 4.1.614-96. MeTtoauyeckme ykasaHusi No onpeaeneHuo auatundranara B aTMOCEepHOM BO34yXe METOAOM BbICOKOI((EKTUBHOMN KNUAKOCTHOM

Xxpomarorpacum.
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DU3NKO-XUMUYECKUE U3MEPEHUA

MYK 4.1.3168-14'5, MP 01.025-076, My 4077-86"7, TOCT 33451-201518,
MBW MH 1402-20009, TOCT 26150-8420), B KOTOPLIX N3NOXEHbBI
camMble pasHble Moaxodbl U aHanUTU4ecKne TexHUkU. PedepeHT-
Has meToavka nsmepenui (PMW) covetaeT Hannyylume aHanmTu-
YeCKne TEXHOMOMMU 1 HauBbICLLYHO TOYHOCTb U3MEPEHUI, €€ nNpu-
MEHEHME MO3BOMSAET YCTAHOBUTL YETKYIO MepapXmio HOPMaTUBHbIX
AOKYMEHTOB 1 yNPOCTUTb pa3peLLleHne CMOPHbIX CUTYaLMA.
O6bwue TpeboBaHus k PMW wunsnoxeHbl B lNMpukaze MuHu-
CTepcTBa NPOMBILLNEHHOCTY 1 Toprosnv PO Ne 40912! yacTHble
TpeboBaHus, yunTbiBalOLWMe Cneumdnky KOHKPETHON 3ajaywu,
chopmynupoBaHbl MO pe3ynsTaTtam aHanusa HOpMaTKBHbIX O0-
kymeHtoB (FTOCT 25779-90, MYK 4.1.738-99, MYK 4.1.614-96,
MYK 4.1.3168-14, MP 01.025-07, MY 4077-86, TOCT 33451-2015,
MBW/ MH 1402-2000, TOCT 26150-84, 1ISO 14389:201422, ISO
8124-6:201823 ISO/TS 16181:201124) cneaytowwmm o6pasom:
aHanuTamu ABMSIOTCSA LWeCTb NPUOPUTETHBIX dTanaToB —
oumetundpranat (AM®), anatundpranat (A3P), an(H-6yTmn)
dranat (Ab®P), 6eHsmnbyTundptanat (Bb®P), an(2-atunrekcur)
dranat (A3rP) n an(H-oktun)dpranat (4OP);
aonanasoH mamepenunn 10-5000 mr/kr obecneumBaeT KOH-
TPONnb MPaBUMbLHOCTU PE3ynbTaToB U3MEPEHUN, MOMyYEeHHbIX C
MCMNONb30BaHUEM APYIMX METOAWK U3MEPEHWU aHamnormyHbIX Be-
nnumH (TOCT P MCO 14389-201625, TOCT P ICO 16181-201525);
OTHOCUTENbHas pacluMpeHHasa HeonpeaenéHHoCTb n3Mepe-
HUN He Bonee 15 % rapaHTUpyeT JOCTATOYHbIN 3anac no Tou-
HOCTUN OTHOCUTENBLHO PYTUHHBIX MeToank namepexun (FTOCT P
MCO 14389-2016, FOCT P MCO 16181-2015);

nsmepuTenbHasa npouenypa npeanonaraeT NCnonb3oBaHne Hav-
NyYLlwero Ha AaHHbI MOMEHT aHanUTUYECKOro MeToda, No3Bonsio-
LLEero AOCTUYb HaUBbICLLEN TOYHOCTW Pe3ynsTaToB N3MEPEHNI;

pes3ynbTaTbl U3MEPEHNA METPONOrMYECKN MPOCIEXNBatOTCA
Kk focygapcTBEHHOMY MEPBUYHOMY 3TanoOHy €A4MHUL, MacCOBON
(MonsipHOM) [ONM U MaccoBOW (MOMSAPHON) KOHLEHTpauun op-
raHU4eCcKUX KOMMOHEHTOB B XWOKWX U TBEPAbIX BeLlecTBax M
mMaTepuanax Ha OCHOBE >XXUAKOCTHOW 1 ra3oBON XpomaTo-Macc-
CMEeKTPOMETPUN C U3OTOMHBLIM pasbaBneHneM U rpaBUMeTpum
r3T 208-2019%27 u locygapcTBEHHOMY MEPBUYHOMY 3TanoHy
eanHuLbl Macckl MIT 3-200828,

Llenb ctatbm — npeacraBuTb paspaboTtaHHyto PedepeHTHyro
METOAMKY W3MEPEHW MacCOBOW AOMM LIEeCTU MPUOPUTETHBIX
dTanatoB (aumetundptanarta, guatundTanata, Au(H-OyTun)
dranata, 6eHsmnbyTundTanaTa, ou(2-atunrekcun)dpranata u
an(H-okTnn)dTanarta) B 06bekTax Ha OCHOBE MONTMBMHUNXOPU-
[a MeToaoM ra3oBoOM Xxpomartorpadun/macc-cnekTpoMeTpum ¢
n3oTonHbIM pasbasnenHnem PMU BHNNM-243-01-2019 (Mpukas
®enepanbHOro areHTCTBa Mo TEXHUYECKOMY PEeryrnmpoBaHuio 1
meTpororumn Ne 273429) (nanee — PMW) n getanbHo paccMoTpeThb
npoLecc oNnTMM3aLuny BCex 3TanoB U3MepuTenbHOM NpoLeAypbI
ONSA AOCTUKEHWS HAaUMyYLWNX TOYHOCTHbIX Xapaktepuctuk PMA.

Bb160p onTuManbHbIX MeTOAUYECKUX pewweHui. B Poccun
B OOnbLIMHCTBE cnyyaeB hranaTtbl M3MEPSAT HE HanNpsiMyio B
nonnMepHbIX MaTtepuanax (KoTopble u ABNATCS NOTeHUManb-
HbIMW UCTOYHMKaMK bTanaToB), a OMNOCPEAOBaHHO — B CMbl-
Bax B MoAerlbHble cpefbl, UMUTUPYS TakuMm obpas3om cnocob

15 MYK 4.1.3168-14. Masoxpomatorpaduyeckoe onpeaerneHue aumetundranara, aumetuntepedtanara, anatundranara, anbytundranara, 6ytvn-

6eHaundTanara, buc(2-atunrekcun)dpranara n gMokTundTanara B aTMocepHOM BO3AyXe, BO3AYXE UCMbITATENbHON KaMepbl M 3aMKHYTbIX MOMELLEHNI.

16 MP 01.025-07. Masoxpomatorpaduyeckoe onpeaeneHne auMeTundTanata, auMeTunTepedranara, auatundranara, anbytundranarta, 6yTun-

OeHsundTanarta, buc(2-atunrekcun)dranara n AMoktTundTanara B BOOHbIX BbITSXKKax U3 MaTtepuanosB pa3nmMyHOro coctaBa.

17 MY 4077-86. MeToauueckune ykasaHns No CaHNTAPHO-TUMEHNYECKOMY 1CCTIeA0BaHUIO PE3UH N U3AENWIi U3 HUX, NPeaHas3HaYeHHbIX AN KOHTaKTa

C nNuueBbIMN NPOAYKTaAMN.

18 FOCT 33451-2015. Ynakoska. OnpefeneHue coaepxaHus auokTundtanarta, aubyTundranara MeToA0M ra3oBoii XpomaTorpacun B MOAENbHbIX Cpeaax.

19 MBM MH 1402-2000. MeToayka BbINOMHEHUA U3MEPEHUt KOHLEHTpaUuii aubyTundranata v AvokTundTanata B BOAHOM Y BOAHO-CMIMPTOBbLIX

cpefax METOAOM ra3oBoi xpomatorpadum.

20 FOCT 26150-84. MaTepuanb 1 M3nenys CTpoUTENbHbIE NMONYMEPHbIE OTAENOYHBIE Ha OCHOBE NOMMBMHUIXTOPKAA. MeToa CaHMTapHO-XMMYECKOI OLIEHKM.

21 Mpukas MuHMCTEPCTBa NPOMBILLAEHHOCTM 1 Topronn P® Ne 4091 ot 15.12.2015 r. «O6 yTeepaeHum Mopsaka aTTectaumm nepsuYHbIX pede-

PEHTHBIX MeTOAMK (METOAOB) M3MEPEHUN, pedepPeHTHbIX METOAVK (METOAOB) M3MEPEHNIN 1 METOAVK (METOAOB) U3MEPEHNI N UX MPUMEHEHUSY.
221S0O 14389:2014. Textiles — Determination of the phthalate content — Tetrahydrofuran method.
23 |SO 8124-6:2018. Safety of toys — Part 6: Certain phthalate esters in toys and children’s products.
24 |ISO/TS 16181:2011. Footwear — Critical substances potentially present in footwear and footwear components — Determination of phthalates in

footwear materials.

25TOCT P UCO 14389-2016. MaTepuansl TekcTunbHble. OnpeaeneHne cogepxanna dranaros. MeToa ¢ npuMeHeHnem TeTparnapodypaHa.

26 FOCT P UICO 16181-2015. OByBb. Kputnueckue BelecTsa, NoTEHLMANbHO NPUCYTCTBYOLLMe B 06yBY 1 eé aetansx. MeToa onpeaeneHus coaep-

XaHus dTanatoB B 00yBHbIX MaTepuanax.

27 Mpwukas MuHncTepcTBa NpoMbILLneHHocTH 1 Toprosnn Ne 3390 ot 27.12.2019 r. «O6 yTeepxaeHn MoCcyAapCTBEHHOTO NMEPBMYHOIO 3TanoHa eau-

HWL, MaccoBom (MOMNSAPHOW) AOMW M MacCoBOW (MOMAPHON) KOHLEHTPALIMN OPraHNYECKMX KOMMOHEHTOB B XWUAKMX M TBEPAbIX BELLECTBAX U MaTepuanax Ha

OCHOBE XXWKOCTHOWN M ra3oBOM XpOMaTO-MacC-CNekTPOMETPUN C U30TOMHLIM pasbaBneHnem 1 rpaBUMETPUNY.

28 Mpukas PeneparnbHOTO areHTCTBa MO TEXHUMYECKOMY perynmpoBaHuio u metponorum Ne 439 ot 6 cdespans 2009 r. «O6 yTeepxaeHumn Mocynap-

CTBEHHOIO NEPBUYHOIO 3TanoHa eAuHULbI Macchl (Kunorpamma)y.

29 Mpukas deaepanbHOMO areHTCTBA MO TEXHUYECKOMY perynmposaHnio 1 metpornornn Ne 2734 ot 18 Hosibps 2019 r. «O6 yTeepxaeHnn pede-

PEHTHON METOAMKN M3MEPEHNI MAaCcCOBOW AONM LWECTV NPUOPUTETHBIX bTanaTtos (aumetundranarta, guatundTanara, An(H-bytun)dranara, 6eH3nnby-

Tundranarta, gu(2-aTunrekcun)dranara u gu(H-okTun)dTanara) B o6bektax Ha OCHOBE MOMMUBUHUNXIOPMAA METOAOM ra3oBov xpomarorpadumn/macc-

CMEKTPOMETPUM C U3OTOMHLIM pa3baBrneHnemM.
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D®U3NKO-XUMUYECKUE N3SMEPEHUA

B3aMMoOQencTBns obbekta C MONMMMEPOM, Hanpumep, Tapon Wiu
netckon urpywwkon (MP 01.025-07, MY 4077-86, TOCT 33451-2015,
MBW MH 1402-2000, TOCT 26150-84). EcTecTBEHHbIM HeAo-
CTaTKOM Takoro cnocoba nsmepeHmin ABNAeTcst HEBO3MOXHOCTb
y4yéTa BCEX BO3MOXHbIX Bapuauui peanbHbIX cpef, KOTopble
MOTyT BCTynaTb B KOHTaKT C MaTtepuanom.

3apybexHble meTogukn namepenun (ISO 14389:2014, 1SO
8124-6:2018, ISO/TS 16181:2011) npegnonaratT onpeaeneHune
hTanaTtoB HanpsMyto B nonumepe (MepBONCTOYHUKE 3arpssHe-
HWU), NONHOCTBLI UCKMYaA CTaanilo MOAENMPOBAHKS, YTO MO-
BblLL@eT HaAEXHOCTb U MHPOPMaTUBHOCTb pe3ynbLTaToB n3mMe-
peHun. Mo aTon npuynHe B kKavyecTBe ob6bekTa nameperHunin PMU
NPUWHAT NonuMepHbIn maTtepuan MNBX — nonynsapHbIN 1 pacnpo-
CTPaHEHHBIV NIacTuk.

Mockonbky obnactb npumeHeHns PMW BkntoyaeT nsmepe-
HWSI B apbuTpakHbIX LENsiX 1 atTecTaumio MaTpuYdHbIX CTaHgapT-
HbIx 06pasuoB (CO) MeTponornyeckoro HasHa4YeHus, NCnornb3ye-
MbIVi aHaNUTUYECKNI METOA OOIMKEH rapaHTUpoBaTh NonyyeHve
pe3ynbTatoB M3MEPEHUN C Haunyywumm MeTpOnorm4eckumm
XxapakTepuctukamu. B paccmartpuBaemom crnydvae BbliGpaH me-
TOA, ra3oBoOW XpoMaTorpagumm n macc-cnekTpoMeTpmm ¢ M30Ton-
HbIM pa3baBneHvem, NPM3HaHHbIA YCNOBHO NepBuYHbIM [11, 12].
TexHvka n3otonHoro pasbaBrneHvs npegnonaraeT BHECEHVE B
npoby M30TOMHO-MEYEHbIX aHaroroB aHannToOB — CypporaTHbIX
BHYTPEHHWX CTAHAAPTOB, KOTOPbIE MOMHOCTBI0 MMUTUPYHOT MOBE-
[eHune HaTUBHBIX BelLecTB. Takon nogxon No3sBonseT y4ecTb BO3-
MOXHbl€ MOTEPW aHanWTOB NPV BbIMNOMHEHUM MNPOBONOArOTOBKM

(HekonnyecTBEHHOE NepeHeceHne, HeMOIHOTY AMIUPOBaHUS K3
copbeHTOB, NOTEPM MPU KOHLIEHTPUPOBAHMK, YTPaTy 4YacTu npo-
Obl), a TaKXXe B NPOLECCEe UHCTPYMEHTANbHOIO aHanmnsaa, KOMMneH-
CcUpyst HeCTabunbHOCTbL paboTbl aHAaNUTUYECKOro 060pyA0BaHMS
W, KaK CneAcTBNEe, MUHMMU3NPOBATb HEOMNPEeAenéHHOCTb n3Me-
peHnn Ha BCex aTanax aHanuaa.

MeTponornyeckass nNpocrnexvBaemMocTb pe3ynsTaTtoB U3Me-
PEHU B OPraHMYeCcKoM aHanmse JOCTUraeTcsl UCMoNb30BaHEM
ONs rpagyvpoBKku (KanmbpoBKM) aHanuTM4eckoro obopyaoBaHus
CO (kanmbpaHTOB), MPOCNEXMBaEMbIX K 3TarloHaM COOTBETCTBY-
IOWUX eQnHUL, BENUYMH, B MEXAYHapOOHON MpakTuke — cepTu-
duumpoBaHHbIX pedepeHTHbIx maTtepuanos (certified reference
material, CRM) HauuoHanbHbIX METPONOrMYECKNX MHCTUTYTOB
(NIST20, NIM3', CERI®2). B Poccun Ha MOMEHT NpoBeAeHNs UG-
CrefoBaHnii aHanornyHble otedectBeHHble CO oTcyTCcTBOBaNM, 1
B CINOXUBLLEWCS CMTyaumm Bbino npuHATo pelueHve cospatb CO,
KOTOpbIN Obl MONMHOCTLIO yaoBneTBopsan TpeboBaHnam PMU [13].
Pa6ota BbinonHeHa Bo BHUWM Ha MOT 208-2019. MeTponoruyec-
kne xapaktepuctnkn CO cocTtaBa pacTBopa LWeCT NpUopUTeT-
HbIX pTanaTtoB B MeTaHorne MCO 11366-2019:

WHTEpBan [OMnyckaemblX aTTeCTOBaHHbIX (cepTuduumnpo-
BaHHbIX) 3HAYEHWI MACcCOBOW KOHLIEHTPaLUN NHONBUOYANbHbIX
cranatos (19-2,1) r/am3 unu (2,40-2,65) r/kr;

OTHOCUTENbHas pacliMpeHHas HeonpenenéHHocTb He 6o-
nee 2 % npwu koapduumneHTe oxsaTa k=2 (COOTBETCTBYET rpa-
HUUAM [OMYyCKaeMoON OTHOCUTENbHOW CYMMapHOW MOrpeLluHo-
cTU (£, %) npu P =0,95).

4 MexpyHapogHas cuctema egunuy, (CA) L

3T 208-2019 ¢

CO

3T 3-2008

BT 3-12-2014

cocTaBa pacTeopa
«6PTNT-BHUANM»

PMU-BHNNM 243-01-2019

v

\

Becbl XP 105 AP
(6{0)
«®Tanatbl B [NBX»

MW maccoBow gonu cranatoBs B MaTepuanax Ha ocHose [1BX:
TekcTunbHbIX (FTOCT P 14389-2016);
06yBHbIX (TOCT P UCO 16181-2015)

Puc. 1. iepapxuyeckasi cxema METPOSIOrMYECKOi NMPOCIEXMBAEMOCTU PeayibTaToB U3MepeHui
no PMV BHNNM-243-01-2019

Fig. 1. Hierarchical scheme of metrological traceability of measurement results according to RMI VNIIM-243-01-2019

30 SRM 3074 «Phthalates in Methanol»: [cait]. URL: https://www-s.nist.gov/m-srmors/certificates/3074.pdf (nata obpawenns 12.10.2022).
31 CRM NeNe GBW/(E)100221 — GBW(E)100226: [caiiT]. URL: https://www.ncrm.org.cn/ (aata obpatuerns 12.10.2022).
32 CRM NeNe CERljcss-0569 — CERIjcss-0576, NeCERIjcss-0619: [cait]. URL: https://unit.aist.go.jp/qualmanmet/refmate/rminfo/RMinfo/pages/4_j.

html (aata obpawiennsa 12.10.2022).
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DU3NKO-XUMUYECKUE U3MEPEHUA

Nepapxuyeckas cxema MeTPONOrnyeckon mnpocnexvsae-
MOCTM pe3ynbrata uamepenusi, nonydyeHHoro no PMW, npea-
cTtaBrneHa Ha puc. 1. MaccoBas gona W dprtanata B obbekTe
namepsetcs cornacHo PMW meToaom KOCBEHHbIX M3MEpEeHUn
(B Munnurpammax, oenéHHbIX Ha kunorpamm). Macca dpranaTta
(B MMnnurpamMmmax) BblHMCISETCSA NO 3HAaYEHMIO MacCOBOM JOMNN
¢pTtanarta B CO, npocnexuaemom k AT 208-2019. Macca 06b-
ekTa Ha ocHoBe [1BX onpegenseTcs Mo nokasaHWsM BECOB,
oTKannbpoBaHHbIX Mo focyaapCTBEHHOMY BTOPUYHOMY 3Tano-
HY €AQMHULbI Maccbl B Anana3oHe HOMWHamMbHbIX 3Ha4YeHU OT
1-10-8 kr go 20 kr FBAT 3-12-2014 (2.1.ZZB.0022.2014), koTO-
pbIvi nonyyaeT eguHnly maccel ot 9T 3-2008.

OnTMMM3auus 3KCNepuMeHTanbHbIX NapamMeTpoB. Ycno-
BMS U3MepeHU BbiIOmpanu ¢ y4étom TpeboBaHuin NONHOro otae-
NeHVs aHanuMTOB OT COMYTCTBYIOLUX COEQUHEHUI N perncTpa-
LUN aHanMTUYECKNX CUTHaNoB Ha HWXHEM ypOBHE AuanasoHa
nameperni PMU. MamepeHns BbINOMHANW Ha ra3oBOM Xpoma-
Torpacbe Agilent 7890B ¢ macc-CnekTpoMeTpuyYecKkMM OeTek-
Topom Agilent 5977B (Agilent Technologies, CLUA). Mockonbky
XpomaTtorpaduyeckoe pasfeneHme aHanuMToB He cocTaBnsdeT
CNOXHOCTU, ANSA aHanv3a UCnonb30Banu yHUBepCcarnbHY Xpo-
MaTtorpadguyeckyto kornoHky HP-5MS co cnabononsapHon da-
3001 (cTaHAapTHbIE pasmepbl konoHkK 30 Mx0,25 MmMx0,25 MKm),
KoTOpas npurogHa Ans peleHns MHOrMX 3afad aHanutuyec-
KOW XMMuUW, B TOM uucrne, Ans onpenenexHuns dpranartos. [la-
pameTpbl paboTbl CUCTEMbI «ra3oBbli Xxpomartorpad — macc-
crnekTpomMeTp» MpuUBEAEHbl HUXe, Temnepatypa uHTepdenca
cuctembl 250 °C.

[MapameTpbl paboTbl ra3oBoro xpomaTtorpadga

[3-HOCHITEIIB ..ttt renumn
OBBEM BBOOAUMOM MPOBBI ...ttt 1 mm3
PexrM paboTbl UCNAPUTENS ..cuveiiiiiiieiieeieesieeene AeneHune notoka 50:1
TemMnepaTypa NCMAPUTEIIS . ......irrierreaiee e aiee e e siee e siee e 250 °C
TemnepaTypa TepmocTarta

HAYATTBHAS ..eeeiieie ettt et e e e 50 °C

MPOMENKYTOUHAS et e et ee et e et e e e e 250 °C

KOHEUHAS ...ttt ettt e e e e 300 °C
Bbigepxka npu TemnepaTtypax TepmocTaTa

HaYanbHOMN N MPOMEXKYTOUHOM .....eeeurieiriaiieeireesiieaiee e e no 1 MuH

KOHEUHOM ...ttt ettt ettt 15 MuH

CkopocTb Harpesa [o TemnepaTypbl TepMocTaTa
MIPOMEKY TOUHOM ...ttt ettt ettt et 20 °C/muH
KOHEUHOM ...ttt ettt 2 °C/MuH

MapameTpbl paboTbl Mmacc-cnekTpomeTpa

VMIOHMBALIMSA . ..o 3NEeKTPOHHas
TemnepaTypa UCTOUYHUKA MOHOB .......ccueiruiiaiieeireesieeaieeesiee s eniee s 230 °C
OHEPTUSA BMEKTPOHOB ...ttt etee ettt ettt ettt sneeseae s 70 9B
Pexum ckaHupoBaHus............... CenekTUBHOE MOHHOE AeTeKTUpoBaHue
Bpems pernctpaunm MOHOB OOHOM MACCHI.........eeereeeeaieieeeaiieeaneeenns 01c

Macc-cnekTpomeTp ABNSE€TCA yHMBEpPCcanbHbIM 4ETEKTOPOM
0N MOHU3MPYEMbIX BELLECTB, HO B pPEXUME pernctpauuu Bbl-
6paHHbIXx noHoB (Selected lon Monitoring — SIM) paGoTaet kak
CEeneKTVBHBIN perncTpaTop onpeaen&HHoNn rpynmnbl KOMMNOHEHTOB,

68

YTO CyLIEeCTBEHHO noBbllWaeT un3bupatenbsHOCTb MeToda U
yMeHbLIaeT npefen getektuposaHud. [na rpynnel dotanaTos
(3a ucknoyeHnem OM®) xapakTepUCTUYHBIM U CaMbIM UHTEH-
CMBHbIM B Macc-CcrnekTpe ABNSeTCs MOH C OTHOLLUEHNEM MacChbl K
3apagy m/z=149, B HacTosILLEM UCCNeg0BaHUN €ro NpUHUManu
B KayecTBe OCHOBHOro noHa (OW) ans KONMYeCcTBEHHOro aHa-
nunsa, noaTeepxaatowme noHsl (M) npumeHanu ons nosbiwe-
HUS HaAOEXHOCTU MAeHTMdUKaLMmM KOMMOHeHToB. MNapameTpsbl
pexumMma permcTpaumnm BeilopaHHbIX MOHOB NpuBeAeHbl B Tabn. 1.

TpagnumMoHHass MHOroypoBHeBas rpagyvpoBka WHpOpma-
TUBHA, HO BHOCUT JOMOMHUTENbHbIN BKMaz B HeonpeaenérHHocTb
n3MepeHnii, 06yCnoBnNeHHbIV HENMMHENHOCTBLIO rpagyMpoOBOYHON
XapaKkTepuUCTUKM B LLUMPOKOM AuanasoHe. [pagympoBka B TOYKe
(wnn BbIBpaHHOM y3KOM Ouanas3oHe) NOo3BONsSeT MWUHUMU3NPO-
BaTb 3TOT BKNaj W, criefoBaTenbHO, YyYllUTb TOYHOCTHbIE Xa-
PaKkTEPUCTMKN METOOAUKM U3MEPEHUN, YTO B pacCMaTpuBaemMom
cny4vae saBnsetca npyuoputetom. B PMU peannsosaHbl 06a Buaa
rpagympoBKu, Npyv 3TOM MHOTOYpOBHEBas rpagyvMpoBo4vHas 3a-
BMCMMOCTb MCMNOMb3yeTcs AN npeaBapuTenbHbIX U3MEpPeHUNn,
a ToYeYyHas BbINOMHAETCA Ha OCHOBaHUW NpeaBapuUTenbHbIX U3-
MeHeHu B guanasoHe He 6onee +10 % OT npegnonaraemoro pe-
3ynerata. [Npu rpagyvpoBke B TOUKE BHECEHHOE KONMUYECTBO BHYT-
peHHero ctaHgapTa v npucyTCcTByloLee B nNpobe KonmyecTBo
aHanuTa OAMHAKOBbI UMM MakcuMarnbHO 6nuskun. KannbpaHt —
[CO 11366 — co3gaBanu B pamkax paspabotkm PMU ueneHa-
npaeneHHo Ans obecnevyeHns NpocnexmBaeMocT NonyyYaeMbIix
no PMW pesynstatoB M3MepeHuin MaccoBoOW A0Nn dptanatoB K
COOTBETCTBYIOLNM €AVHULAM BENUYMH, BOCNPOM3BOAMMbBIM Ha
3T 208-2019. B kayecTBe BHYTPEHHMX CTaHAAPTOB MCMOMb30-
Banu KOMMEpPYEeCKM [AOCTYMHblE M30TOMHO-MEYeHble aHanoru
aHanuTos (ring-D,). HopMaTyBbl KOHTPONSA rPadyMPOBOYHbIX Xa-
pPaKkTEPUCTUK, YCTAHOBMNEHHbIE OTHOCUTENBHO CPEAHEro kBaapa-
Tnyeckoro oTknoHeHus (CKO) cakTopoB OTKNMKA, COCTaBUIM
ANA MHOroypOBHEBOW rpafyvpOBKU U FPafyMpOBKM B TOYKE He
6onee 8 n 2 % COOTBETCTBEHHO.

dTanaTtbl He 06pa3ylT NPOYHBIX CBA3EW C MOJleKynamu
nonvMepa M CnocobHbl MUrPUPOBaTb U3 FOTOBbLIX U3AENUN

Tabnunya 1
MapameTpbl pexuma permcTpaumnm BbiI6GpaHHbIX MOHOB
®dranat Ooun, m/z M, m/z

AHanur:

oMo 163 194

Jatclo) 149 177

Obo 149 223

BEB® 149 206

[oro 149 279

Jafelo) 149 279
BHyTpeHHMR

cTaHzapr:

OM® (ring-D,) 167 198

03 (ring-D,) 153 181

OB® (ring-D,) 153 227

BB® (ring-D,) 153 210

03I (ring-D,) 153 283

[O® (ring-Dy) 153 283
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B OKpYyXXaloLlyto cpefy. OTO CyLLeCTBEHHO BNUSET Ha coaepxa-
Hue btanaToB B nabopaTopHbIX MOMELLEHUAX, UCTOYHMKaAMM
pTanatoB ABnsTCA nabopartopHaa mebenb, NOKPbITUSA CTEH,
nona, NOTONKOB U T. A. [14], a Takxe peakTnBbI U aHaNUTN4eCckne
maTepwuansl. [1o aTon npuyuHe npegen onpeperneHusa gprana-
TOB 00YCrOBMEH HEe BO3MOXHOCTAMMN U3MEPUTENBHON TEXHUKM,
a copepxaHnem TanaToB B nabopaTopHOM hoOHeE.

dTtanaTtHbIn hoH NnabopaTopHor nocyabl CTabunmManpoBanu m
MUHUMM3NPOBaNM C MOMOLLbIO CneuuanbHOM npoueaypbl noaro-
TOBKM, COCTOSILLIEN U3 OMOnacknBaHns MeTaHONOM (pacTBOpUTENb
C MUHVMarbHbIM (He 6onee 7 Mkr/am3) cogepxaHnem (TanaTtos),
npokanvBaHns B MyernbHOM NeYn 1 XpaHeHusi Nocyapl B 9KCUKa-
TOpe Haf aKTMBMPOBaHHbIM yrnem. Cpok xpaHeHus (24 4) ycra-
HaBMMBanu aKCNepMMEHTarnbHO Mo pesynsTatam aHanv3a CMbIBOB
C nocyAabl (MO MCTEYEHMIO 3TOrO BpeMeHM DOH CTaHOBUTCH HecTa-
OUNbHBIM, YTO MOXET NCKa3UTb Pe3ynbTaTbl U3MEPEHUN).

Mpouecc npeaBapuTENbHOWM NOATOTOBKM 06pa3L0B HAaXOAMIICS
BHe paccmoTperna PMW, noaToMy npuHMmanu, 4to matepuan mns-
MenbYéH U yCPeaHEH B COOTBETCTBUM C HOPMATUBHBLIMW OOKY-
meHTamm (FTOCT P NCO 14389-2016, TOCT P NCO 16181-2015),
T. e. obpaseL sBngeTCA npeacTaBUTENbHbIM B MOOOM Konuye-
CTBE, KOTOPOE MOXeT ObITb B3BELUEHO C NPUEMIIEMON Heonpeae-
néHHocTblo. PaboTta ¢ HebonblMMN HaBeCKaMn eCTECTBEHHbIM
o6pasom cokpalaeT coaepaHue ConyTCTBYHOLLMX MaTPUYHbIX
KOMMOHEHTOB B 3KCTpakTe, NO3BONSET UX 3PPHEKTUBHO yaansaTb
n, Kak cneacTeme, NOHM3NTb (DOHOBBIN CUrHaMN aHanMTUYeCcKoro
obopynosaHus. Mpu aToM HaBecka obpasua (npoba) AormkHa ra-
paHTMpOBaTb onpefeneHne aHanMToOB Ha HUXKHEN rpaHuue ana-
nasoHa namepenun PMW. Takum o6pa3om, Heo6XoaAnMO yCTaHo-
BMTb MMHUMAaIbHYIO (4N5 COKPALLEHWS COAepXXaHNst MaTPUYHbIX
KOMMOHEHTOB) 1 [OCTaTOYHYIO (4119 AOCTUKEHNS HUXKHEN rpaHun-
Lbl Ananas3oHa u3MepeHnin) Maccy HaBeCKu B yCNOBUSAX YCTaHOB-
NEHHOW rOMOreHHOCTH NPOObI.

B0O3MOXHOCTU MCNOMNb3yeMOoro aHanutTuyeckoro obopyno-
BaHMSA NO3BOMNSAIOT obecnevnTb n3mepeHe aHanmToB Ha ypoB-
He 0,3 Hr (cooTHoweHue curHan/wym S/N He meHee 3:1) npu
OTCYTCTBMM MaTtpuyHbix acpdekToB. C y4ETOM MPUHATBIX Xa-
pakTepucTuK npoueaypbl namepeHnin (06LEm BBOAMMON NpoObI
1 MM3, 06BEM KOHEYHOro aKkcTpakTa okono 15 cm3, aHanuTuuec-
Kuii curHan He meHee S/N=10) paccunTaHHas MUHUMarbHas
macca Hasecku coctasuna 0,05 .

3HauMMbIN BKMad B CyMMapHyl HeonpedenéHHoOCTb pe-
3ynsrata M3MEpPeHUn BHOCWUT OWCMEPCUS UHTErpPMpPOBaHWS Xpo-
mMaTorpauyeckmx MUKOB, NPY 3TOM WHTEHCMBHOCTb CUrHana
1 ancnepcus o6bIMHO CBsI3aHbl 0OpaTHOM 3aBMCUMOCTbIO. [ns
YMEHbLUEHNSA ANCNEPCUN MPOBOAUIN IKCNEPUMEHTBI, B KOTOPbIX
BapbMpoBanyM Maccy HaBeCKM OT MUHUMAanbHOW pacyéTHOM A0
0,2 r, B pesynbrate nony4mnu ontumarnsHyto maccy npobei 0,1 .

M3BneyeHne aHanuToB M3 mMaTpuubl — KnYeBas cragus
noarotoBkn npo6. OpraHuyeckne aHanuTbl 3KCTPArvpylT 13
TBEPAbIX 06pasLoB C MOMOLLbIO ynbTpa3BykoBoro (Y3) nons,
annapata CokcneTa, C MOMOLLbI0O CUCTEM YCKOPEHHOW 3KCTpakK-
UUN ropsYMM pacTBOpUTENEeM Mpv MOBLILEHHOM AaBreHun
(Accelerated Solvent Extraction) n 1. 4. OgHako oco6eHHOCTb

nonmMmepoB Ha ocHoBe [MBX 3akntouaetcs B UX XOpoLuen pac-
TBOPMMOCTU B OpraHU4eckux BellecTBax, 4YTo obecneuymBaet
MOMHOE BCKPbITUE MaTpuLbl U BbICOKYH CTEMEHb W3BMNEYEeHUs
ueneBbix coeauHeHun. CornacHo gaHHbIM [15] MBX pacteopum
B TeTpornapodypane (TF®), auxnopartaHe, UMKNOreKcaHoHe, An-
mMeTundopMamMmae, KoTopble NPOBEPUIM Ha BCTPEYHbIE NpUMe-
cn. Bo Bcex nccnepoBaHHbIX pacTBopuTensix 6birim o6HapyXeHbl
030, AB® 1 A3 Ha yposHe 3—20 mkr/am3. Hanbonee ynctbim
C TOYKW 3peHuns cogepaHusa otanaToB okasancsa TP, koTopsbin,
K TOMY €, XOPOLLO CMELLUNBAETCHA C FEKCaHOM U METaHOIOM, 4YTO
Ba)XHO ANA AarnbHenwwen npoueaypbl npobonoaroToBKy.

O dheKkTMBHOCTL M3BREYEeHUs aHanuTOB M3yyanu Ha pe-
depeHTHOM maTepuane — BX ¢ cepTuduumpoBaHHbIM coaep-
xaHvem dranatoB (CRM-PVCO001). YTtobbl obecneunTts nomnHoe
pactBopeHue obpasua B TIP, npouenypy sKCTpakumm NpoBoaUN
B Y3-none — Bbicokast 3EKTUBHOCTb Y3-BO3AENCTBUIA Ha Mpo-
Lueccbl MacconepeHoca noaTeepxxaeHa uccnegosaHuamm (EPA
Method 355033) 1 MHOTONETHM OMbITOM aHaNUTUYECKON PaBoTbl.

OnTumarnbHble yCNOBUSA 3KCTPaKLMM aHannToB (06bEM pac-
TBOpUTENS, BpemMs Y3-Bo34elCTBUA 1 TeMnepaTtypa npouecca)
yCTaHaBnvBanu aKCnepuMeHTanbHO Mo pesynbratam aHanusa
HecKonbkux obpasuoB MOMMMEPHbIX MaTtepuarnoB Ha OCHOBE
MBX npu BapbnpoBaHUM COOTBETCTBYIOLLUNX NapameTpoB: 06b-
ém TId 5-20 cm3; Bpems akcTpakummn 5-30 muH; Temneparypa
akcTpakumm 20—45 °C. Beibpanu ycnosus, KOTOpble rapaHTupy-
0T KONMYECTBEHHOE M3BIIEYEHNE aHanNUTOB Aaxe Npu Henor-
HOM pacTBOPEHUU MaTpuubl: 06bEM TId 10 cm3; Bpems akc-
Tpakumm B Y3-none 20 MuH; Temnepartypa akctpakuumn 35 °C.

YuutbiBas cneumdmky Matpuupbl (monnuMep), paumoHasnsHO paspa-
6oTaTh Npoueaypy O4UCTKU NPOObI OT COMYTCTBYHOLLMX KOMMOHEHTOB
Ha OCHOBE M3MeHeHus pactBopumocTy MNBX B OCHOBHOM pacTBOpu-
Terne — B 3TOM Cryvae matpuvua ocaxaaeTcs B TBEPAOM BuAe MOf,
OEeNCTBMEM CUMbl TSHKECTU n/unn ueHTpobexHon cunel. Viccnenosa-
1 1Ba OpraHNYeCcKnx pacTBOpUTENS — rekcaH 1 MeTaHon, aheKTvB-
HOCTb MpoLieaypb! OLeH1Banm BuayansHo. B kayecTBe ocaxgaroLero
pacTBOpuTENs Bbibpanv MeTaHor, KOTOpbI obnagaeTt xopoLuewn pac-
TBOPSIKOLLIEN CMOCOOHOCTLI MO OTHOLLEHWIO K aHanuTaMm. [Mpumvere-
HMe MeTaHona B kOMOMHaUMK C LEHTpUMYrMpoBaHnem obpasua obec-
MeYnrio NosIHOe OCaXaeHue mMmaTpuLpbl Ha ocHose [MBX.

Mocne ocaxpeHust maTpuupbl npoda BHOBb CTAHOBUTCH reTepo-
FEHHOM CUCTEMOW, B KOTOPOW C pasHOW A0ren BEPOSITHOCTU aHanu-
Tbl MOTYT ObITb pacnpefeneHsl Mexay AByms asamu. Moatomy B
nNpo60onoaroToBKy B Ka4eCcTBe 00a3aTenbpHOro arana Ao LeHTpudy-
TMPOBaHMS BKITHOYMAM MOBTOPHYIO SKCTPaKuumio B Y3-nore.

MHCTpyMeHTanbHble M3MepeHns rpagynpoBOYHbIX PacTBO-
poB 1 Npo6 BbINONHANN B BbIOpPaHHbLIX YCNOBUSAX (CM. BbILIE).
YpaBHeHMe pacyéTa MaccoBOM oNnun bTanatoB ABMseTCs Tpa-
ONUMOHHBIM ANS MeToAa BHYTPEHHEro ctaHgapra:

Wi = SaHi,ijH.CTj
anihl—s Myas RF’

BH.cT i, j/''HaB j

rae W,, ; j — MaccoBas [ons UHANBUAYaNbHOrO ranarta i-ro

“3MepeHus j-n Haeeckn (Npobwl); S, ; J Sencri j — nnowaan

33 EPA Method 3550 “Ultrasonic Extraction”: [caiit]. URL: https://www.epa.gov/sites/default/files/2015-12/documents/3550c.pdf (aata obpatuermns 12.10.2022).
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nNMKoOB (pTanata v BHYTPEHHEro ctaHgapTa Ha xpomaTorpam-
M€ B i-M U3MEPEHNN j-TO IKCTPaKTa; Mg, o7 j = Macca cooTseT-
CTBYHOLLEro BHYTPEHHEro cTaHgapTa, BHECEHHOro B npoby;
RF — oTHOCMTENbHLIV haKkTOp OTKMAVKA aHanuTa; m — macca
J-" HaBecku.

Mpwn geBATN NapannenbHbIX M3MepeHnax Npob oTHocUTenb-
HOe CTaHOapTHOE OTKMOHEeHUe pe3ynbTaToB eAUHUYHBIX 3Me-
PEHUN B YCIIOBMSIX MOBTOPAEMOCTU COCTaBUI0 He bonee 2 %.

Takum obpasom, kaxabln 3Tan npobonoaroToBkKM Obin 13-
yYeH OTAEenbHO C Lenbio OnTumMM3auum npouecca, n Kaxabivi
aTan npoueaypbl U3MEpPEeHNUin B LLenom BblfT paCCMOTPEH C TOYKM
3pEHNS NOBLILLEHNSA TOYHOCTY pe3ynbTaTtoB n3aMepeHun. Ha oc-
HOBaHMN NPOBEAEHHbIX MCCIef0BaHWI paspaboTanu anropuTtm
N3MEepeHN, KOTOPbIN OObEeAVHWUN Haumyywmne, Mo MHEHUIO
aBTOPOB HACTOSILLEN CTaTbW, peleHns. ANropuTM COCTOUT U3
cnegywowmnx waros: B3ATne Hasecku MNBX (npoba); pacteope-
Hue nNpobbl B TeTparnapodypaHe; BHeceHne B Npoby n3oTOmnHo-
MeYeHbIX BHYTPEHHUX CTaHAapTOB; OCaXAeHWe MONMMEPHON
MaTpuubl NYTEM M3MEHEHUsd NOnApHOCTU pacTBopuTend (4o-
OaBneHne MeTaHoMna); SKCTPAKUMA aHaNMTOB C MOMOLb0 ¥Y3-
nonsa Mpu HarpeBaHWK; aHanua dKCTpakTa MeTOAOM ras3oBOWN
xpomMarorpadum ¢ Macc-CrnekTPOCKONMeEn B pexnmMe perncrpa-
uun BblIGpaHHbIX MOHOB; 0bpaboTka pe3ynbTaToB M3MEpPEHUn
MEeTOAOM M30TOMHOro pasbasneHus.

PaspaboTaHHbIn anroputm Gbin JOKYMEHTUMPOBaH B BuAe
npoekta PMW 1 ganee ncnonb3oBaH ANga yCTaHOBMEHUS] MeT-
PONOrMYECKNX XapakTepUCTHK.

YcTtaHOBNEeHMe MeTponormyeckux xapaktepmctuk PMU.
B nporpamme attectauun PMW gns nogteBepxaeHus coOT-
BETCTBUSA y4MTbIBanu Kak obwme, Tak n JONOMHUTENbHbIE (CM.
Mpukas Ne 4091, n.n. 8, 12 n n.n. 9, 11, 12 COOTBETCTBEHHO) Tpe-
0oBaHUA K pedepeHTHOM MeToauke. [onyyeHHble SKCnepumeH-
TanbHble AaHHble obpabaTtbiBany B cootBeTcTBUM C [16] n TOCT
P 54500.3-2011 / Pykosoacteo MICO/M3K 98-3:20083%4, ISO/IEC
Guide 98-3:2008, PMI™ 61-201035.

HeonpenenéHHocTb M3MEepPEHUn MacCOBOM AONU KaXKOoro
aHanuTa paccyvTbiBanv no Mogenu n3aMepeHni

HaB j

9
WaH:hZ1WaHf,j/9’ Q)
zZ=

roe w,, —MaccoBas fons aHanuTa B npobe; z=9 — obuyee ko-
nn4yecTBO M3MepeHui; h=1— 6e3pasmepHbIn KOIPPULUNEHT,
OoTpaxkalolWun BIUSHUE MEPEMEHHbIX HEKOHTPONMPYeMbIX
hakTopoB (B YyCNOBUAX MPOMEXYTOYHOW MPELMN3NOHHOCTM)
Ha pe3ynbTaT U3MepeHus;

S m

aHi, j'''BH.CT (2)

Wayi i=f ,
aHl, J n HaB/’RF

SBH.CT i jm

f,=1—k0apbDnLMEHT, XapakTepunayoL il BO3MOXHbIE UCKaXe-
HUA pesynbTaTta M3MepeHnii Ha ctagum NpobonoaAroToBKMY.

OTHOCuUTENbHAA CyMMapHas CTaHAapTHas Heonpenenéx-
HOCTb U, MpeAcTaBnsaeT coboi CyMMy OTHOCUTENbHbIX CTaH-
OapTHbIX HeonpeaenéHHocTel no Tunam A, B:

Ug=\UZ+UB.

HeonpenenéxHocTb u, obycrosreHa CoCTaBMsAWYMM ypaB-
HeHna (1) 1 xapakTepusyeT pas3bpoc pesysikTaToB U3MEPEHUN, Ug —
BKITalaMy BXO[HbIX BENUYMH ypaBHEHMS (2), Npu 3TOM BKIadbl S, ; j
Sencri j VIMEIOT B OCHOBHOM Criy|aliiHblii XapakTep 1 COAepXaTca B U ,:

2 2 2 2
ug=./Uu +u +URe+U
B \/ Myag Mgy cr RF fr

rae Um,..o Un,, ., — OTHOCWTENbHbIE CTaHAAPTHbIE Heonpene-
NEHHOCTU U3MEPEHUI MacC HaBECKM M BHYTPEHHEro ctaHgapTta
COOTBETCTBEHHO; Ugp, Uy — OTHOCUTENbHbIE CTAHAapPTHbIE He-
onpefenéHHoCTN, CBA3aHHble C rpagyMpoBOYHbLIM (HaKTOPOM
oTknuka RF v koapduLneHToMm f, COOTBETCTBEHHO.

3Ha4yeHne U, OUEeHMBanIM Ha OCHOBAHUM OTHOCUTENbHOTO
CKO pesynbratoB aKCnepumeHTa B YCNOBUAX MPOMEXYTOYHON
npeun3roHHOCTM (ycrnoBus: Bpems, onepaTop). [JaHHbIn noka-
3aTenb oxBaTbiBaeT obe coctasnsawowme B ypaBHeHuu (1). Mpu
BbIYMCIEHUN Upy,  ONWPANNUChb Ha METPOJIOTUYECKNE XapakTe-
PUCTUKM NPUMEHSIEMbIX BECOB. [pyn pacyére Uy, y4uTbIBaNu
ypaBHeHVe pacyéta maccbl BHyTPEHHEro cTaHgapra:

mBH.CTj = mp.BH.CTij.BH.CT;

2

+u?

_ u(Mp.encrj) 100
Wp.sH.cT

umBH.CTj - m !

P.BH.CTj

rae my g, o7 j~ Macca pacTBopa BHYTPEHHero CTaHaapTa B Npo-
6e; W, gy cr — MAccoBas oNs BHYTPEHHero ctaHAapTa B pac-
TBOpE BHYTPEHHEro ctaHgapTa.

[Ona pacyéTtoB nNpvHMManuW HauMeHbllee 3HayeHue
My gy.cr j=1MKI, COOTBETCTBYIOLEE HWKHEN rpaHnue Avanaso-
Ha nameperHmn PMU (10 mr/kr). CocTaBnsoLyto, CBA3aHHYIO C
YUCTOTOW BHYTPEHHEro cTaHAapTa, He y4uTbiBanun UCXOAS W3
NOCTOAHCTBA €ro cocTaBa npv rpagyvMpoBKe U aHanmse.

HeonpenenéHHocTb Uy OLEHUBANM Ha OCHOBE ypaBHEHWIA
pacyéta OTHOCUTENbHOrO (hakTopa OTKMAMKa:

RFk,i: SaH k, imBH.CTk ’
SEH.CT k, iMan k
rae RF, ; — OTHOCUTeNbHbLIN pakTop OTKMMKa Npu i-M usme-

peHun ans k-ro rpagympoBOYHOro pacteopa, i=1,2,3; k=1,2;

34 FOCT P 54500.3-2011 / Pykosoacto MICO/MIK 98-3:2008. HeonpeaenéHHOCTb naMepeHus. PykOBOACTBO MO BbIPAXEHMI0 HEOMPeaenéHHOCTY

U3MEPEHMSI.

35 PMI™ 61-2010. FCW. MokasaTenu TO4HOCTU, NPaBULHOCTY, NPELIM3NOHHOCTI METOAMK KONIMUYECTBEHHOMO XMMUYECKOro aHanun3a. MeToapsl OLEHKM.
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Tabnuuya 2
BropxeT HeonpeaenéHHOCTU U3MepeHnin MaccoBo gonu ptanatoB

MCTOYHMK HeonpeaenéHHoCTH U, Tun Uy, %

Pasbpoc pe3ynsTaToB M3MepeHUit B YCNOBUSIX NMPOMEXYTOYHON MPELM3NOHHOCTU C BapbupyeMbIMU A 3.00
thaktopamm (Bpemsi, onepartop), U, ’

V3mepeHue maccel HaBeCKH, Uy, B 0,052
V13mepeHure mMacchl BHyTpeHHero ctaHpapta, Uy, B 0,57
YcTaHoBneHne 1 npuMeHeHne aktopa oTknMKa (OQHOTOYEYHas rpadyupoBKa), Uy, B TOM YMChe: - 1,55
- pasbpoc 3HaueHMi hakTopa oTKNnKa, U, A 0,82
V13mepeHure maccel aHanuTa B rpaynpoBO4HOM pacTBope, U, B 1,17
V13mepeHure macckl BHYTPEeHHero ctaHaapTa B rpagynpoBOYHOM pacTBope, Up, B 0,17
BosmoxHas HecTaburnbHOCTb (hakTopa OTKIMKA, Uy B 0,58
B0O3MOXHbIE VICKaXXeHWst pesynbTaToB 3MepeHui npu npobonoarotToske, Uy B 1,50
OTHOCUTENbHAas cyMMapHas ctaHaapTHasi HeonpeaenéHHocTb U, =3,74 %
OTHoCUTENbHas pacluMpeHHas HeonpenenéHHocTs (k=2) U,=7,48 %

lMNpumeyaHus:

1 Pac4yéT BbINONHEeH Ans AnanasoHa n3mMepeHuii MacCcoBOW AoNu MHAMBMAYanbHbiX TanatoB 10—-5000 mr/kr.
2 lNpu ycpeaHeHn TpEX pesynbTaTtos, NOMYYEHHbIX B YCNOBUSAX MPOMEXYTOYHOW MPELU3NOHHOCTM, COCTaBNALWAan Uy
ymeHbLiaetes 4o 1,7 %, npu atom U, =2,9 % 1 npuxumaetcs U,=6 %.

n — oblee KONMMYECTBO j-X M3MEPEHUN K-X rpagyvpOBOYHbIX
pacTBoOpoB (N=6); My, s; o Mgy x — MACCHI AHANWUTA U BHYTPEH-
Hero cTtaHgapTa B k-M rpagyMpoBOYHOM pacTtBope; S
S

aH k, 1
BH.CT K, i~ nnowann NnMKoB aHannTa n BHyTpeHHero ctaHaapTa.

HeOI'Ipe,EI,eJ'IeHHOCTb U paccynTbiBanu Kak

2,,,2 2 2
Upp=.lUf+Us +U +Uu
RF \/ n May Mgy cr a
roe u, — OTHOCWTeNbHas CTaHAapTHas HeomnpeaenéHHocTb, oby-
COBJIEHHas pasbpoCoM 3Ha4eHUIn hakTopa OTKIKKA; U, — OTHOCK-
TenbHas ctaHOapTHasi HEONPeaenEéHHOCTb, CBA3aHHAsi C BO3MOX-
HOW HECTAOMMBHOCTBLIO hakTopa OTKIMKA B NpoLiecce aHanmaa.
Py OLEHMBAHUN U, UCXOAUIM U3 HOPMATVBA Ha CpeaHee Keaapa-
Tnyeckoe oTkrnoHeHne PMW, paBHoro 2 % npuw TO4EYHOM rpagyvpoBKe.
HeonpepaenéxHocTs Uy,  Haxofunwu no opmyne

umaH:
2
U 2 2 ?
= (( p)Wrcoj +( Ym 100) +(u—m~1 00) +[ Um -100) ,
2 Mrco My M1, k

OTHOCUTENbHAs pacluMpeHHas Heonpenenéx-

roe (U,[,)WrCO -
HocTb (Mpn k=2, P=0,95), cBA3aHHasa cO 3Ha4YeHMeM MacCOBOWN
A0 aHanuTa B cTaHAapTHOM o6pasue; mMyqo — Macca HaBecku
cTaHgapTHoro obpasua, B3sSTOW ANs NPUroToBNEHWsA CTaHAapT-
HOro pacTBOpa; M, — Macca CTaHAapTHOro PacTBOpPa; My 4 —
Macca HaBeCKM CTaHAapTHOro pacTeopa, B3ATON ANSA NPUroToB-
NeHns rpagympoBOYHOrO pacTBopa.

Ons onpeneneHns uy UCMoOMb30BanNy 3KCMEPTHYHO OLEHKY
CBEpXYy Ha OCHOBaHUM aHanmn3a BO3MOXHbIX, CBA3aHHbIX C Npo6o-
NOArOTOBKOW UCKaXXEHWI pe3ynbTaTta u3MepeHun (B CTOPOHY yBe-
NYEHNs n3-3a NPUCYTCTBUS CNedoB hTanatoB B NPUMEHSEMbIX
pacTBOpUTENSAX U NOCyAEe UMW B CTOPOHY YMEHbLUEHUSA B CBHA3U

U3mepumenbHas mexHuka Ne 10, 2022
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Puc. 2. OnopHoe 3HauveHne (KCRV) n pesynbraTbl U3MepeHun Ou(H-
GyTun)dranata B MNONUBUHUNXNOPWUAE, MOMYyYEHHblE Yy4acTHUKaMU
cnunyernnin CCQM-K133

Fig. 2. Reference value (KCRV) and measurement results of the
comparison participants CCQM-K133

C HenornHbIM pacTBOPEHMEM HaBEeCKW aHanuavpyemoro obpasua,
nmMbo HenornHbIM OTAEeneHneM TanaTtoB OT NONMMMEPHOW OCHOBbI
npu eé ocaxgeHun). CocTaBnsoLLmMe OTHOCUTENbHON CyMMap-
HOW CTaHAAPTHOW HeonpeaenEHHOCTY NpUBEAEHbI B Tabn. 2.

OTHOCUTENBHYIO pacLUMPEHHYI0 HEONPEAENEHHOCTb U3MEPEHWIA
BbIYMCNANN Npy KoadpuumeHTe oxeata k=2 1 ypoBHe JOBepus
95 %. O606LWEHHBIE METPONOrMYeckne xapakrepuctukn PMA:

OvanasoH M3MEepeHurn MaccoBOM [onuM KomMnoHeHTa 10—
5000 mr/xr;

oTHocuTenbHoe CKO pe3ynbTaToB €4MHUYHbBIX USMEPEHNI B
yCroBusx noBTopssiemocTtu 2 %;

oTHocuTenbHoe CKO pesynbTaToB AeBATU €AMHUYHBIX M3Me-
PEHWUI, BBINOMHEHHbIX B YCIOBUSIX MOBTOPAEMOCTH, B YCMOBUSAX
NPOMEXYTOYHON NPELN3NOHHOCTH 3 Y%;
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nNpuvHATaA OTHOCUTENbHAas paclMpeHHas Heonpeaenéx-
HOCTb n3mepeHun 8 % (pacuéTtHas 7,8 %) COOTBETCTBYET rpaHu-
LaM OTHOCUTENbHOW CYMMapHOW NOrPELLUHOCTU N3MEPEHUI MpU
aoBepuTenbHom BepoaTHocTn P=0,95.

BHeLwWwHUM 1 06BEKTMBHBIM NOATBEPXKAEHNEM COOTBETCTBUS
paspaboTtaHHo PMU sBnsiTca pe3dynbstatbl MEXAYHapOAHbIX
kntoyeBbIx crnimdeHnn CCQM-K133 “Phthalate esters in Polyvinyl
Chloride (PVC)” — «3cupbl dTtaneBo KUCNOTbl B MOSNMBU-
Hunxnopuge (MBX)», B koTopbix BHUVM npuHuman yyactue
B 2018-2019 rr. lnsanH crnvyeHun npegnonaran n3MepeHue
cogepxaHusa Tpéx npuoputeTHbix dTanaTtos (OBP, 6eH3nnby-
TundTanata n 43®) B rpaHynax NBX. PesynstaThl namepeHnii
[OB® pasHbIX HauMOHaNbHbLIX METPONOrMYECKUX UHCTUTYTOB —
Yy4aCTHMKOB CIIMYEHUI — NpyBeAeHbl Ha puc. 2. PesynbTaTthbl ns-
mepeHni BHUVIM xopoLuio cornacytoTcs ¢ NPUHSATLIM OMOPHbLIM
3HavyeHuem u pesynstTaTtaMmn M3MePEeHUn Apyrux y4acTHUKOB.

PaspabotaHHas Bo BHUVM B pamkax cnnyeHnn CCQM-K133
TEXHOMNOMSA aTTecTaummn YNCTbIX BellecTB Obina mcnonb3oBaHa Ans
co3nanmst CO coctaa pacTBopa NpuopuTeTHbIX dotanaros [13], a aHa-
nMTUYeCKasi npolenypa namepeHui obina nonoxeHa B ocHosy PMU.

3aknw4eHue. PaspabotaHHas m aTttectoBaHHaa PMU
BHNINM-243-01-2019 ob6beanHnna nyywme aHanutuyeckue u
MeTponornyeckue pelleHns. Bnepsble Hawa cTpaHa nonyyuna
WHCTPYMEHT, MO3BONALMNIA HE TOSLKO BbIMOMHATE N3MEPEHMS
dTanaToB ¢ HauBbicLen B Poccunckon ®enepaLmm TOHHOCTBIO,
HO ¥ NerMTMMHO paspellaTb CMOPHbIe BOMPOCHI/CMTyaLmmn, BO3-
HUKalLWwmne Mexay npoussoantTensMmu n notpebutenamu nonu-
MEepHOW NpoayKLmMn.
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