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B ecmamve npeocmasnena ungpopmayus o paspadbomre nogozo muna cmanoapmuoeo oopaszya (CO) maccosoii donu
OUOKCUHOB 8 JHCUBOMHOM JiCUpe, 00eCneueHH020 MempOoocuteckoll npociedcusaemocmyio. [pusedeno onucanue npo-
yedypwi npucomosaenus mamepuaia CO u e2co ammecmayuu. B kauecmee anaiumuueckozo memooda yCmano81eHus
ammecmosanHbIX Xapakmepucmuk ucnonv3o8an memoo I X—-MCHP c usomonnvim pazoasnenuem. Ilposedena oyenka
HeonpeoeleHHOCMU Om HeoOHOopoOHocmu u HecmadburbHocmu mamepuana CO 0ns yyema ux 6Kiaoa 6 nHeonpede-
JIeHHOCMb AMMeCmOBanHbIX 3Havenull. Ilpusedenst pe3ynomamsl MelciadopamopHuiX CPAGHUMENbHBIX UCHBIMANULL
(MCH), 8 komopbix 6 kKauecmee 00beKma uccie008anuil Ovlia UCNOIb30BAHA ONBIMHASL NAPMUS PA3PAOOMAHHO20
CO. Pezynomamul usmepenuti, npeocmasnenuvie yuacmuuxamu MCH, xopouio coenacyromes ¢ ammecmosanHulMu
xapaxkmepucmurxamu CO. AmmecmoganHvle 3HaueHUs Maccogulx 0onell Ouokcunos (epynna [1IX®D) ¢ mamepuane CO
Haxooamcs 6 ouanazone om 1 0o 1000 ne/ke. OmHocumenvHas pacuuperHas HeonpeoeieHHOCb AMmecmo8aHHbLX
snayenuti cocmaeasem om 10 0o 20 %.
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The paper presents information on the development of a new certified reference material (CRM) for mass fraction
of dioxins in animal fat, with established metrological traceability. A procedure for preparing and certifying CRM
material is given. The GC—LRMS method with isotopic dilution was used as an analytical method for establishing
certified characteristics. The uncertainties due to inhomogeneity and instability of the CRM material were estimated in
order to account for their contribution to the uncertainty of certified values. In addition, the results of interlaboratory
comparisons (ILC) for an experimental batch of the developed CRM are presented. Measurement results provided
by ILC participants are shown to be in good agreement with the certified characteristics of the CRM. The certified
values of dioxin mass fractions (PCDF group) in the CRM material are established to vary from 1 to 1000 ng / kg,
with the relative expanded uncertainty ranging from 10 to 20 %.

Keywords: certified reference material (CRM), dioxin, certified value, uncertainty, traceability, mass balance method,

homogeneity, stability.

Wcnonb3yemble B CTaTbe COKPALLEHUS:

TXOLO-rpynna TeTpaxnopmMpoBaHHbIX AN6EH30-M-ANOKCUHOB
[TeX[—rpynna neHTax0pMpoBaHHbIX AN6EH30-N-ANOKCUHOB
kX[ -rpynna rekcaxiopupoBaHHbIX JUOEH30-N-ANO0KCUHOB
mXA0-rpynna rentaxsiopupoBaHHbIX ANGEH30-N-AMOKCUHOB
OX[ - oKTaxnopupoBaHHbIii 416eH30-N-ANOKCUH

TXO® —-rpynna TeTpaxsiopMpoBaHHbIX AN6eH30(pypaHoB
[TeX® —rpynna neHTax0pMpoBaHHbIX AN6eH30(ypaHOB
[KXO® —rpynna rekcaxnopupoBaHHbIX LM6eH300ypaHOB
MXA® -rpynna rentaxJopupoBaHHbIX AN6eH300ypaHoB
OX[® - okTaxnopmpoBaHHbIii AnbeH3odypaH

BeepgeHue

OnpepeneHne coaepXaHus MONUXIOPUPOBAHHbIX
an6eH3o-n-guokcuHos (MXOL) n noANXnopupoBaHHbIX
an6ensoypaHos (MXOD) B pa3nnyHbiX 06bEKTAX OKpY-
XKaKoLLEN cpedbl U NPOAYKTAX NMUTAHUS NPefCTaBNseT He-
COMHEHHbIN HaYy4HbIA 1 NPaKTUYecKUn MHTepec. HaynHas
¢ cepeanHbl XX B., KOrAa fMoKcUHOBas npobnema 6bina
0CO3HaHA BNepBble, U [0 HALLIWX AHER U3MEPEHNI0 COAep-
)KaHWS ANOKCUHOB B Pa3NINYHbIX 00bEKTAX yAeNnseTcs 3Ha-
4uTenbHOE BHUMaHue [1-7].
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Abbreviations used in the article:

TCDD - group of tetrachlorinated dibenzo-p-dioxins
PeCDD - group of pentachlorinated dibenzo-p-dioxins
HxCDD —group of hexachlorinated dibenzo-p-dioxins
HpCDD - group of heptachlorinated dibenzo-p-dioxins
0CDD -octachlorinated dibenzo-p-dioxin
TCDF—group of tetrachlorinated dibenzofurans
PeCDF-group of pentachlorinated dibenzofurans
HxCDF - group of hexachlorinated dibenzofurans
HpCDF —group of heptachlorinated dibenzofurans
OCDF -octachlorinated dibenzofuran

MXO0 v NXO® Hukoraa He 661N LeNeBbIMI NPOAYK-
TaMmn OPraHMyeckoro CMHTe3a u 06pas3yTCs UCKIHYN-
TENbHO KaK NPUMECHbIE KOMMOHEHTbI B PA3/IUYHbIX TeX-
HOMOTMYeCKMX npoLeccax (Mpon3BoACTBO NECTMLMLOB,
yTUIn3aumns 0TX0L0B —Kak XUMUYECKNX, TaK 1 BbITOBbIX,
0TOENMBAHME LENono3bl Npyu NpoN3BOACTBE Gymaru
W T.4.). BTopnyHbiMu nctoyHukamu (xpasunuwamm) NXA0
u NXOD 98nat0TCH 00LEKTHI OKPYXKAKOLLEH Cpefbl, B KOTO-
PbIX AaHHbIE BELLECTBA YKe NPUCYTCTBYHOT HA NMPOTSKEHNN
LeCATKOB J1eT, Hanpumep, ApeBecnHa, NponuTaHHas neH-
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TaxIopeHoNIoM, TpaHC(OPMATOPHbIE Macna, CoAepxa-
Lwue nonuxnopmposaHHble 6udeHunsl (MXB), akTUBHbIE
Wbl MW KOMNOCTbI, 3aXOPOHEHUS OTX0J0B U MYCOpPHbIE
CBaIKL, @ TAK)Xe 3arpsI3HEHHbIE LOHHbIE OTNOXEHNS. Takue
XpaHWUnua noTeHunansHo MOryT NOBTOPHO BbIHOCUTb
nxg4 v NXOo s okpyxatowlyto cpeay [8].

NMXOO v NXO® oTHOCATCA K rpynne CTOMKUX OpraHu-
yeckux 3arpsasHutenen (CO3) n nonagatot noa geicTane
CTOKronbMcKo KOHBEHLUM [9], yCTaHaBNNBAOLLEN Npu-
oputeT npumeHeHns K CO3 rnobanbHbix 9KONOTMYECKNX
Mep, NOCKOJIbKY AaHHbIE 3KOTOKCUKAHTbI NPeLCTaBAAOT
yrposy s 340p0Bbs Hen0BeKa 1 610Tbl B LENOM.

TokcuyHbIMU NpusHaHbl 17 n3 210 KoHreHepoBs rpynn
nxan v NXO®, umelowmnx atombl Xj0pa B MOJ0XKEHN-
ax 2, 3, 7, 8 B 6a30B0ON MosieKyne (Aanee — AUOKCUHbI),
XapaKTepu3yLmecs yHUKanbHon 61onornyeckoin ak-
TUBHOCTbIO U ABMAIOLNECH NMPUYNHONA JOITOBPEMEHHOIO
3apaxeHus 6uocdepsbl. MMonagas B XUBble OPraHU3Mbl,
LNOKCUHBI CMIOCOOHBI aKKYMYNIMPOBATLCA U MOANDULMPO-
BaTb GMOXUMUYECKME NPOLLECCHI, OHM 06NaJAKT MOLLHbBIM
MyTareHHbIM, UMMYHOAENPECCUBHbIM, KaHLEPOTreHHbIM
1 3IMOPUOTOKCUYECKIM 3DHEKTaMU, BbI3bIBAIOT HApPYyLUe-
HUe LeATeNIbHOCTI HEPBHON, CEPLEYHO-COCYRUCTON CU-
CTEM, XeNyL04HO-KMLIEYHOr0 TPaKTa 1 Ne4eHu, 41o fano
OCHOBaHue 0THecTn ux K 1 knaccy onacHoctu [10]. Takue
crneundmuyeckne cBoincTea 06ycnaBMBatoT OnpaBjaHHoO
HU3KNE HOPMATWBLI HA COLlePXXaHWE AUOKCUHOB B NULLE-
BbIX MPOAYKTax (CM. Tabn. 1) Kak B Poccuu, Tak 1 B CTpaHax
Esponeitickoro Cotosa (EC).

113-32 BbICOKON ONAcCHOCTW AUOKCUHOB W, COOTBET-
CTBEHHO, HU3KNX YCTAHOBIIEHHbIX HOPMATUBOB (CM. Tabn. 1)
npegensl UX onpefeneHns SOHKHbI OblTb CYLLECTBEHHO
HUKe NPeJesnoB, XapakTepHbIX AN 60bLWWHCTBA APYTuX
NPUOPUTETHLIX 3KOTOKCUKAHTOB. Takum 06pasom, BHe

3aBUCUMOCTI OT 06bEKTa UCCNeL0BAHNA U3MEPEHNE CO-
JepXXaHus SNOKCUHOB ABMAETCA CNOXHONM aHaNMTUYECKO
3ajla4en, pelleHne KOTopoil Tpebyet pa3paboTKM U BHe-
LPEHNS B aHANUTUYECKYI0 NPaKTUKY METOA0B Pa3aesieHns
W LEeTEKTUPOBAHNA, 06ECMeYnBaKOLLMX N30OMEpPCIEeLndu-
4eCKOe OMpejeneHne ceepxmarbix (MMKOrpaMmmoBbIX) KO-
NNYECTB SUOKCUHOB Ha (DOHE BELLECTB, MPUCYTCTBYIOLLUX
B MATPULLE B 3HAYNTENBHO 60JIEE BLICOKUX KOHLLEHTPALUAX.

O6LLenpuHATLIE METOANKU NU3MEPEHNIA COLEPXKAHNS
OWOKCUHOB BK/H0YalOT U3BJIEYEHNE aHANUTOB U3 MaTpu-
Libl C UCNOSIb30BAHMEM NOAXOASALLENA TEXHNKI IKCTPAKLMM,
MHOFOCTYNEHYaTYI0 O4NCTKY IKCTPAKTA HA MUHEPASIbHbIX
COp6eHTax, KOHLEHTPUPOBAHNE 3KCTPAKTA N UHCTPYMEH-
TanbHbIA aHanu3 MeToAOM M30TOMHOro pasbaslieHus
C NPUMEHEHWEM ra3oBOi Xxpomarorpagun-macc-cnek-
TpomeTpumn HU3koro (FX—-MCHP) unu BbicOKOro paspe-
weHns (TX-MCBP) unu TaHfeMHOR Macc-CnekTpoMeTpum
(TX=MC-MC). 311 anropuTMbl MOMOXEHbI B OCHOBY 0!~
LMaNbHbIX METOAMK U3MEPEHNIA COLEPXAHNA ANOKCU-
HOB Kak B Poccuu, Tak u 3a py6exom: B CLUA, SAnoHuu,
EBponeiickom coto3e 1 T.4. HekoTopble MeTOAUKMN NpuBe-
neHbl B [13-19].

cnonb3oBaHue [aHHbIX UHCTPYMEHTANbHbIX METO-
Q0B NpeanonaraeT npumMeHeHne cootseTcTeyrowmnx GO
C aTTECTOBAHHbLIM (CEPTUULUPOBAHHBIM) COLEPXKAHNEM
aHanuToB ANA NOCTPOEHUA TPafyMpOBOYHbIX XapakTe-
puUCTUK, Banupaluu, Bepudmkaluum MeToLuK N3MepeHuil
N KOHTPOJIA TOYHOCTW MONY4aeMblX Pe3ynbTatoB. BaxHo
OTMETUTb, 4TO UCMONb30BAHNE B PabOTE CPEACTB U3Me-
peHWin 1 Banuaaunm, o6ecneqyeHHbIX METPOJIOrMYECKOi
MPOCNIEXNBAEMOCTbI0 K COOTBETCTBYIOLWNM €AMHNULAM
BENUYUH, rapaHTUPYyeT HEO6XOAUMYIO TOYHOCTb U JOCTO-
BEPHOCTb MOMy4YaeMblX PE3ynbTaToB U3MEPEHUIA, a TAKXKe
06ecne4ymBaeT conocTaBMMOCTb PE3YNbTaTOB N3MEPEHWIA,

Ta6nuua 1. [MrmeHnyeckne Tpe6oBaHmMa K NULLEBOR npoaykumu [11, 12]
Table 1. Hygienic requirements for food foodstuffs [11, 12]

MpeaenbHo AONYCTUMbIE KOHLEHTpaLMK,
Muwesoi NpoayKT nr/r (B nepecyeTe Ha Xup)

Poccus EC
KoHcepBbl MACHbIE (TOBAAUHA, 6apaHHA U MPOAYKTbI U3 HUMX) 3 2,5
KoHCepBbl MACHbIE (CBUHUHA U NPOSYKTbI U3 HEe) 1 1
SliLa KypuHble 1 NpOAYKTbI U3 HUX 3 2,5
Monoko 1 mono4yHas npoayKLms 3 2,5
PbIOHbIA XUp 2 1,75
Macno pactutensHoe (Bce BUbl) U UX ppakumu 0,75 0,75
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MOJTYYEHHbIX B PA3JINYHbIX AHANUTUYECKUX NabopaTopusx,
1 NPU3HAHME Pe3yNbTaToB M3MEPEHUA HA MEeXAYHAPOa-
Hom ypoBHe (Cornawexne CIPM MRA ot 14.10.1999 [20]).

OcHOBOV 06ecneYeHns NPOCNEX1MBaemMoCT B 0Op-
raHMYeCcKOM aHann3e ABNAIOTCA YUCTbIE OpraHuyeckue
BeLLeCTBa C aTTECTOBAHHON MAcCOBOW A0JIeil OCHOBHOIO
KOMMOHEHTA 1 COOTBETCTBYIOLLEN HEONPELEeSIEHHOCThIO.
TpaJULMUOHHbLIA N MEXAYHAPOLHO-NPU3HAHHbIA KOCBEH-
HbI MeTOJ, ONpejesieHns YUCTOTbl OPraHNYyecknx coe-
LUHEHUA — MeTOA MaccoBoro 6anaHca, npeanonaraer
N3MepeHne B YUCTOM OPraHM4ecKOM BELLECTBE YeThipex
BEPOATHbLIX rPynn NpUMecei (DOACTBEHHbIE COELUHEHMS,
BOJA, JIETYy4Me OpraHnyeckune CoeAUHEHNS N HeneTy4ue
BELUECTBA) W NOCNEeAYIOLWNiA pacyeT MaccoBoi JOMN OC-
HOBHOTO KOMMOHeHTa no dpopmyne «100% MuHyc cymma
npumeceii» [21, 22]. Takum 06pasom, nepsbIM HEO6X04M-
MbIM YCNOBUEM LN (DOPMUPOBAHUS LIENOYKN NMPOCNEXU-
BAEMOCTY ABAAETCSA HANMYME YUCTOr0 OPraHN4eckoro Be-
LLlecTBa B OCTATOMHOM KONIMYECTBE 4151 €0 MOSTHOLEHHO0
1ccnefoBaHns.

Kak y>e ynoMuHanocb paHee, AUOKCUHbI HE ABSIOT-
CS KOMMEpPYECKUMI NpoayKTamn. HY1cTble OpraHnyeckue
BELLEeCTBA AUOKCUHbI CUHTE3NPYIOTCA B OrPAHNYEHHOM KO-
NNYECTBE HECKONbKUMU 3apy6exKHbIMU TabopaTopuamm
UCKMOYUTENBHO AN aHANNTUYeCKNUX Lenel. Ha AaHHbIii
MOMEHT B Ka4eCTBE CPEACTB U3MEPEHNIA COLepXKaHus au-
OKCWHOB ANA KannbpoBKW / rpagyupoBKN CPeLCcTB U3Me-
PEHWNIA JOCTYMHbI CEPTUULMPOBAHHbIE (ATTECTOBAHHbIE)
CO (Certified Reference Material - CRM) pactBopos, npo-
13BOAMMbIE eBPONencKuM NHCTUTYTOM pedepeHTHbIX Ma-
Tepuanos u umepenuii (Joint Research Centre —Institute
for Reference Materials and Measurements — JRC—IRMM,
benbrng), a Takxxe ote4ecTseHHble CO cocTaBa pacTBOpOB
OVOKCUHOB, Pa3paboTyMKOM M U3rOTOBUTENEM KOTOPbIX
agnsetcs PefepanbHoe rocyaapcTBeHHOE YHUTApHOe
npeanpuatne «Hay4YHO-TEXHUYECKUIA LEHTP paanaLunoH-
HO-XMMUWYECKOil 6€30MaCHOCTN 1 rurineHsl PeaepanbHOro
mMeanKo-éuonornydeckoro areHtcrsa» (Pryn HTL PXblr
®MBA Poccum). B Tabn. 2 npeactaBfieHbl JaHHbIe O cpej-
CTBAX M3MEPEHNI COAEPXKAHUS ONOKCUHOB.

Ta6nuua 2. CpeacTBa N3MEPEHNiA ColepXKaHus ANOKCUHOB — pacTBOPbI ANS KanubpOBKM/rpaaynpoBKu

aHanMTM4eckoro o6opynosanus [23, 24]

Table 2. Means of measuring dioxin content—solutions for calibration of analytical equipment [23, 24]

Homep CO / CRM Onucanue CO / SRM Mpoussoautenn

Polychlorodibenzo-p-dioxins and polychlorodibenzofurans (Nine

BCR-614 solutions) JRC—IRMM
MonunxnopupoBaHHble AN6EH30-N-ANOKCUHbI U NONMXJIOPUPOBAHHbIE
an6eHsodypansl ([leBsaTb pacTBOPOB)

rCO 10481-2014 | CO cocrtasa pacteopa MNXAL / MXO® B HoHaHe (AP-10) o lelblci);ir OMBA

CO 10480-2014 | CO cocrara pactBopa N30ToNHO-Me4eHHbIX MXA[ B HoHaHe ([d-9) oy HITDIE)lcF::);ir OMbA

[CO 104792014 CO cocTaBa pacTBopa 130TonHO-MeYeHHbIX MMXAL / NXO® B HoHave | ®OTYIM HTL, PXBIr ®MBA
(0®-8) Poccun

[CO 10477-2014 CO cocTasa pacTBopa 130ToNHO-MeYeHHbIX MMXAL / NXOD B HoHave | OTYIM HTL PXBI ®MBA
(AP-6) Poccum

rc0 9634-2010 CO cocrasa pacteopa MXAL / MXOD B HoHaHe (AP-5) oy HEEJI'CF;);EIF OMbA

C0 9633-2010 CO cocTaBa pacTBopa 130TONHO-MeYeHHbIX MX[ B HoHaHe ([d-4) oy HLIE)I'CZ);EMF OMbA

[C0O 9632-2010 CO cocTaBa pacTBopa 130ToNHO-MeYeHHbIX MXAL / NXOD B HoHave | OTYIM HTL PXBIr ®MBA
(AD-3) Poccum

[CO 9630-2010 CO cocTaBa pacTBopa 130TONHO-MeYeHHbIX MMXAL / NXOD 8 HoHave | ®OTYIM HTL PXBI ®MBA
(4o-1) Poccum
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113 Bcex npuBeaeHHbIx B Ta6s1. 2 CO / SRM T0oN1bKO pac-
TBOpbl BCR-614, npousseaeHHble JRC—IRMM, umetoT me-
TPOJIOrMYECKYH0 NPOCNEXMBAEMOCTb (YUCTOTA UHAUBUAY-
aNnbHbIX YNCTbIX BELLECTB ONPeAeneHa MeT040M MacCoBOro
6anaHca, CTPYKTYpbl NoATBEPXAeHbl MeTogoMm 1H-AMP).

Hapsany ¢ CRM n CO, nepeyncneHHbIMuM B TabJ1. 2, KOM-
MEepYeCcKN BOCTYMHbI HENPOCNEXNBAEMbIE CTAHAAPTHbIE
pacTBopbl (Standard Solutions) AMOKCMHOB, NPOM3BOAM-
mble komnanuamu Wellington Laboratories Inc. (KaHapa)
[25] n Cambridge Isotope Laboratories, Inc. (CLUA) [26],
KOTOPbIe UCMOSb3YeT 60MbLINHCTBO aHANUTUYECKMX Na-
6opaTopuii BO BCEM MUPE 4715 PYTUHHBIX M3MepeHui. Tem
He MeHee BaXXHO MOHMMATb, YTO MACCOBbIE KOHLEHTpaL K
LNOKCUHOB B AaHHbIX PacTBOPax He ABNAIOTCA aTTeCcTo-
BaHHbIMI (CEPTUMULMPOBAHHBIMMN) XapaKTepucTuKkamu
W MOTyT 6bITb UCMONb30BAHbI TONIbKO B Ka4YeCTBe chpa-
BOYHbIX 3HAYEHMWIA.

CpeacTea Banupauum n sepudnkauum MeToauK u3-
MEPEHUNA N KOHTPOSA TOYHOCTW Pe3ynbTaToB M3Mepe-
HUl — maTpuyHble CO ¢ aTTeCTOBAHHLIM COAEPXaHUEM
OVOKCWHOB — NPeacTaBneHbl Ha MUPOBOM PbiHKE 60Jee
LUINPOKO W ABAAIOTCSH KOMMepYeckumu npogyktamu JRC—
IRMM un amepukaHckoro HauumoHanbHoro MHcTMTyTA
Ctanpaptos u TexHonoruii (National Institute of Standards
and Technology — NIST, CLLA). B Tabnuue 3 npuBeneHbl
cBedeHns o matpuyHbix GO.

13 paHHbIX Tabn. 2 BugHo, 4to cpegum CRM n CO pac-
TBOPOB ANl M3MEPEHUS COAEPXKAHUSA MOKCUHOB TOMbKO
CRM BCR-614, npounssogumsiin JRC-IRMM, o6ecneyeH
METPOJIOrNYECKON MPOCNEXMBAEMOCTbIO K COOTBETCTBY-
oMM eSUHMLAM BENNYMH. [1aHHbIe, NPEACTABMIEHHbIE
B Ta6/1. 3, CBMAETENIbCTBYIOT O TOM, 4T0 B Poccumn [0 Ha-
CTOALLEro BpemMeHu He cyuiecTsyet CO B Buae matpul ¢ aT-
TECTOBAHHbIM COAEPXAHNEM ANOKCUHOB.

C y4yeToM TOrO, 4YTO [MOKCUHbI B (DOPME HUCTbLIX BE-
LWeCTB TPYAHOLOCTYMHbI U KpailHe AOPOru, B pamkax
HacToALWed paboTbl Mbl He CTaBWUIW 3afayy aTtTecTaunm
LONOKCMHOB B KQ4eCTBe YMCTbIX BellecTs. Lienbto paboThi
sBnsanacb pazpabotka Hosoro tuna GO coctaBa Macco-
BO/i 10NN ANOKCUHOB B XXMBOTHOM XUpe, 066CMNEYEHHO-
ro MeTPOIOrMYECKO NPOCNEXMBAEMOCTbI0. B KayecTse
3TanoHa, 06ecnevynBakoLLEro NMPOCNEXNBAEMOCTb K CO-
OTBETCTBYIOLMM €AMHULAM BESINYUH C Y4ETOM pPoja Be-
nn4uHbl (Maccosas gons / koHueHrTpauusa NX40 / NXOO)
MCMOJNIb30BANCA CEPTUULMPOBAHHBIA (ATTECTOBAHHbII)
CO (CRM) BCR-614 [23], nponsBoanmbiii JRC—IRMM. B Ka-
4yecTBE MaTpuLbl Ansa paspabarsisaemoro GO 6bis1 BbiGpaH
CBUHOW XUP, KOTOPbIA MOXET ObITb MOHOLEHHOW MOJe-
NbH XUPOCOLEPXKALLMX MULLEBbIX NPOAYKTOB XXNBOTHOMO
NPOMCX0XAEHUS

JkcnepumeHTarnbHas YacTb

Matepuan ans CO 6bin NPUroTOBMEH B HAY4YHO-UCCRE-
[0BATENbCKOM OTAeS1e rOCYAAPCTBEHHbIX 3TANIOHOB B 06-
NacTy OpraHM4eckKoro 1 HeopraH4eckoro aHanusa eryr
«BHUWM um. 0. . Menpeneesa». [1ns 370ro 6bina ucnosb-
30BaHa MACOKOCTHAsA MyKa, 3arpsi3HeHHas JMOKCUHamu
€CTeCTBEHHbIM CNOCO60M. BbiienieHHasn U3 MACOKOCTHOM
MYKM X1UpoBas pakuus, Coaepxallas ANOKCUHbI, Obina
n06aBneHa B pacnnasfieHHbIA CBUHOM XUP, NOy4eHHas
Takum 06pa3om xuakas matpuua 6s1na TLaTenbHO roMo-
reHM3mMpoBaHa 1 pacgacoBaHa B repMeTUYHbIE CTEKISAH-
Hble eMKOCTU ((hf1akoHbl) N0 5 1 B Kaxayt. MoAroToBKy
npo6 K MHCTPYMEHTANIbHOMY aHann3y OCYLIECTBNANMN 06-
LLENPUHSATLIM CNOCO60M, ONUCAHHbLIM B O(PULMATNBHBIX Me-
TOANKax usmepeHuii [13, 28]. [ng rpagynpoBKu aHanuTu-
4eCKOro 060py/0BaHNSA 11 B KAYECTBE M30TOMHO-MEYEHHbIX
aHanoros ucnonb3osanu CRM BCR-614, nponssefeHHbIi
JRC—IRMM.

i3mepeHne MaccoBoii [OSIM AUOKCUHOB NPOBOANIIN
METOAO0M M30TOMHOr0 pa3bassieHUs C UCMOSIb30BaHNEM
ABYX aHanutnyeckux cuctem — I X—MCHP n I'’X—MC-MC.
OTMETUM, 4TO MACC-CNeKTPOMETPMA C N3OTOMHLIM pas-
0aBJfieHNeM NpU3HaHa NepBrUYHbIM MeToA0M [29-32], 4To
NO3BOJMIAET FAPAHTMPOBATbL HAUNYYLLILE XapaKTepPUCTUKL
C TOYKMN 3pEHMS TOYHOCTU U3MEPEHNIA.

N3amepenus metogom MX—-MCHP 6binn npoBeaeHsl
B PeXUMeE pPerucTpawum BbibpaHHbix noHoB (SIM), meTogom
'X—=MC-MC —B pexx1ume MOHUTOPWUHIA 3aaHHbIX PeaKLnil
(MRM). Macc-cnekTpomeTpruyeckue ycrnoBus BbINOSTHEHUS
“3MepeHnii npuBeseHsl B Tab. 4. [apameTpsl xpomartorpa-
(puyeckoro pasgeneHuns LUOKCMHOB NPUBELEHbI B Tabn. 5.

Pesynbratbl uccnegoBaHUs U X 06CyXXaeHne

Kak 0TMe4eHO BblILLe, AN18 NPUrOTOBNEHUS MaTeprana
CO 6blna ncnonb3oBaHa MACOKOCTHASA MyKa, 3arpsA3HEH-
Has AMOKCMHAMU eCTECTBEHHbIM CMOCOOOM, B pe3ynbTrare
4ero KOHreHepHbI npodub ANOKCUHOB B MaTepuane GO
AIBNAETCH BECbMa CneuudnYHbIM — COAEPXKaHNEe KOHIeHe-
poB rpynnb! MXA® HaxoauTcs B Anana3oHe ot 1 40 no4Tu
1000 Hr/kr, a cogepxaHue koHrenepos MXA[ Bapbupyetcs
BHYTPW OLHOrO NOPSAAKA W He NPEBbILLABT 4 HI/KT.

Vicxons us cneunmuky KOHreHepHoro npoung gns
YCTaHOBJIEHUS aTTECTOBAHHbIX 3HAYEHWUIA M UCcrefoBa-
HUS CTAabUNLHOCTM M 0fHOpOAHOCTM MaTepuana GO 6binu
Bbl6paHbl KOHreHepbl MXA®, npucyTCTBYOWNE B MaTe-
pnane CO B MaXopHbIX KonuyecTBax: 2,3,7,8-TetpaXd,
2,3,4,7,8-MentaXf®, 1,2,3,4,7,8-TekcaXo,
1,2,3,6,7,8-TexcaXx®, 2,3,4,6,7,8-TekcaX[o,
1,2,3,4,6,7,8-fentaX®, 1,2,3,4,7,8,9-TentaX]®. Ansa BblI-
NoNHeHUs namepeHmnit npumenann metof I'’X—MCHP.
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Ta6nuua 3. MatpuyHble CO C aTTeCTOBaHHbIM COLlePXKaHeM ANOKCUHOB [23, 27]
Table 3. Matrix CRMs with certified dioxin mass fraction [23, 27]

Homep CRM Onucauve CRM MpoussopuTens Ranisie
0 npocneXxuBaemocTu
BCR-490 | 1 ash JRC-IRMM | BCR-614 (IRMM)

30/1bHas Mbinb

BCR-529 | Industrial (sandy) soil WupycTpnansHas noysa (necyanas) JRC-IRMM BCR-614 (IRMM)

Industrial (clay) soil

BCR-530 JRC-IRMM | BCR-614 (IRMM)
NupycTpuansHas noysa (rnuHucTas)

BCR-607 | Mk Powder JRC—IRMM | BCR-614 (IRMM)
Cyxoe monoko

BCR-615 | v ash (low level) JRC-IRMM | BCR-614 (IRMM)
30M1bHAA NbINb (HU3KNE KOHLIEHTpaLmm)

BCR-677 | Sewage sludge JRC-IRMM | BCR-614 (IRMM)
OcafKu CTO4HbIX BOA

SRM 1944 New York/New Jersey Waterway Sediment NIST HeT AanHbIX*

[loHHbIE OTNOXEHNS BOAAHBIX apTepuit Hbto-Mopka/Hbio-Ixepcn

Organic Contaminants in Non-Fortified Human Milk
SRM 1953 | OpraHuyeckune 3arps3HUTENIN B 4E10BEYECKOM MOJIOKE NIST HeT faHHbIxX*
(ecTecTBeHHbIE)

Organic Contaminants in Fortified Human Milk
SRM 1954 | OpraHuyeckne 3arpssHUTENN B 4eST0BE4ECKOM MOJOKE (UCKYC- NIST HeT faHHbIX*
CTBEHHO [06aB/EHHbIE)

Organic Contaminants in Non-Fortified Human Serum
(Freeze-Dried)

OpraHuyeckune 3arpsasHUTENN B TMOMUIN3UPOBAHHOI YenoBeYe-
CKOW CbIBOPOTKE KPOBW (ECTECTBEHHbIE)

SRM 1957 NIST HeT gaHHbIX*

Organic Contaminants in Fortified Human Serum (Freeze-Dried)
SRM 1958 | OpraHuyeckne 3arps3HUTENN B TMOUNN3NPOBAHHON YeN0BEYe- NIST HeT AaHHbIX™
CKOI1 CbIBOPOTKE KPOBU (MCKYCCTBEHHO J06ABIEHHbIE)

Fine Atmospheric Particulate Matter (Mean Particle Diameter < 4

SRM 2786 | "™ ) NIST HeT AaHHbIX*
Mesikne aTMocepHble 4acTuLbl (CPeAHUA AnaMeTp YacTul < 4

MKM)

Fine Atmospheric Particulate Matter (Mean Particle
Diameter < 10 pm)

Menkue aTMocepHble HacTuLbl (CpeaHniA auameTp
yactul < 10 MKm)

SRM 2787 NIST HeT paHHbIX*

*[INOKCHHBI B JaHHbIX MaTepuanax UMerT «0nopHoe» (ped)epeHTHOE), a He aTTeCTOBAHHOE (CepTUMULMPOBAHHOE) 3Ha4YeHNe. 3T 3HaYe-
HUSA YaCTMYHO COOTBETCTBYIOT KpuTepuam NIST gns atTecTaumn, nockoNbKy Npu 06paboTKe AaHHbIX MOTYT Y4NTbIBATLCA HE BCE NCTOYHUKM
HeonpeaeneHHocTm [27].
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Ta6nuua 4. Macc-cnekTpOMeTPUYECKNE YCNOBMA N3MEPEHUI
Table 4. Operating conditions for mass-spectrometric measurement

SIM MRM
Mpupoaxoe _
KoureHepbl M1/M2, COOTHOLEHME Mnu-nﬁ;gﬁﬁplwou Muu-nﬁ:zﬂ;ﬁgplwou 3HZI;;:’;:9,TMEF|MKE
m/z (napameTp m/z ’ m/z ’ v ’
uaeHTUuKaLmum)

lpynnbl aHANUTOB

™>Xoa 320/322 0,77 320/257 322/259 24
TXO® 304/306 0,77 304/241 306/243 33
MeXOn 356/358 1,32 356/293 354/291 25
MeXOo® 340/342 1,32 340/277 338/275 35
rkXono 390/392 1,24 390327 392/329 25
MkXOD 374/376 1,24 374/311 376/313 35
mxan 424/426 1,05 424/361 426/363 25
mxao 408/410 1,05 410/347 408/345 36
oxan 458/460 0,89 458/395 460/397 26
oXao 442/444 0,89 442/379 444/381 35
Mpynnbl M30TOMHO-MEYeHbIX aHanoros

3C,,-TX0A 332/334 0,77 332/268 334/270 24
18C,,-TXO® 316/318 0,77 316/252 318/254 33
13C,,-Mexna 368/370 1,32 366/302 368/304 25
3C,,-NeXJd 352/354 1,32 352/288 350/286 35
8C,,-TkXAA 402/404 1,24 404/340 402/338 25
13C,,-TkXAD 384/386 1,24 386/322 388/324 35
13C,,-MmXa 0 436/438 1,05 438/374 436/371 25
13C,,-MXAD 418/420 1,05 420/356 422/358 36
13C,,-0X0A0 470/472 0,89 470/406 472/408 26
13C,,-0XO® 454/456 0,89 454/390 456/392 35
PacyeT MaccoBoii JONN KAXA0T0 KOHTeHepa ANOKCH- A, ~Nnowage NuKa i-ro KOHreHepa, ycn. ea.;

HOB MPOBOAMUNN MO YPABHEHMUIO: A5 ~nnowagb Nvka BHYTPEHHEro CTaHAapTa i-ro KoH-

reHepa, ycn. ef;
W= A X ‘ (1) 1, ~MacCa BHYTPEHHEr0 CTaHAapTa i-r0 KOHreHepa,
i Ay XRE, Xm, N06aBfIEHHOr0 Nepea NOAroTOBKOM NPOO6bLI K aHANN3Y, Hr;
’ M, —aHannTu4eckas HaBecka 06pasua, r;
rae w,, —MaccoBas 0N i-ro aHanuta (KoHrexepa) B aHa- RF,—dakTop 0Kn1Ka i-ro KOHreHepa 0THOCUTENbHO
NUTNYECKON HaBECKe, Hr /T; BHYTPEHHEro CTaHAapTa i-ro KOHreHepa.
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Ta6nuua 5. YCNIOBMA XpOMaTorpadon4eckoro pasaesieHns UOKCMHOB
Table 5. Operating conditions for chromatographic separation of dioxins

MapameTp XapakTtepucTtuka
KOMOHKa Rtx-Dioxin2, 60mMx250MKMx0.25MKM
ra3-HoCUTeNb resinii
CKOPOCTb ra3a-HoCUTeNs, M1/ MUH. 1
06beM BBOAUMON NMPo6bI, MKN 1

“cnapuTesb, PeXxmum paboTsl

0e3 aenexus nortoka (split less)

Temnepatypa ucnaputens, °C 280
HayanbHas TemnepaTypa tepmoctara, °C 120
BbIJEPXXKA NPU HA4aNbHOW TeMNepaType, MiH 0
CKOpOCTb Harpesa, °C/MuH 20
NpoOMeXXyTo4yHas Temneparypa TepmocTara, °C 200
BbIIEPXKKA NPU NPOMEXYTO4HOI Temnepartype, MiH 1
CKOpOCTb Harpesa, °C/MuH 2
KOHEe4YHas Temnepartypa Tepmoctara, °C 290
BbIJEPXKa NPy KOHEYHOI TeMnepaType, MIUH 40

METO MOHN3aL K

3N1eKTPOHHAas noHun3auns (El)

RF, = M B ()

rne A, —nnowaab NuKa i-ro KOHreHepa B rpajynpoBoy-
HOM pacTBope, YCI. ed.;

A, —nnowagb nuka BHYTPEHHEro cTaHAapTa i-ro
KOHreHépa B rpajyupoBOYHOM PacTBOPE, yCi. ea.;

m,, —macca I-r0 KOHreHepa B rpagynMpoBOYHOM pac-
TBOPE, Hr;

M, —Macca BHYTPEHHEro CTaHfapTa i-ro KOHreHepa
B Fpa):lyII/IDOBOHHOM pacTBOpE, H.

BblyncneHne oTHOCMTENIbHON CyMMapPHON CTaHAAPTHON
HEonpeaesIeHHOCTY AJ18 KaXK40ro KOHreHepa BbIMOJHANN
no opmyne:

2 2

2
u_w — u’i + ums +(u£) + h , (3)
w mg m RF War
rne mIS—OTHOCVITeﬂbHaﬂ CTaHAapTHasA HeonpeaeneHHocTb

;s macchbl BHYTPEHHEro cTaHaapTa;

m «CTaHgapTHble o6pasub» T.14. N°3-4, 2018

— —0THOCUTENbHAA CTaHpapTHaA HeonpeaeneHHoOCTb
M yaseckun o6pasua;

—— —0THOCUTEeNbHas CTaHAapTHasA HeoNpPeaeNeHHOCTb
onpefenieHns akTopa OTKNNKA,;

—~ —OTHOCUTEJIbHAs CTaHAApTHas HeoNpPeLeNeHHOCTb
Wav  cpefiHero aHaveHns (CKO peaynsTatos uamepeHui).

Han6onblunit BKnag B CyMMapHYy0 CTaHAAPTHYHO Heo-
npeAeneHHOCTb BHOCUT HEONPeeSIeHHOCTb CPeIHero 3Ha-

u
YeHUs MaccoBOM JONN ( W”") 019 HUDKHEro amanasoHa
w

av

3HAYEHWIl 1 HEOMpPeeNeHHOCTb OnpeaeneHus akTopa

u N
oTKnuKa (—2£) ana ocTanbHOro [uanasoHa sHa4yeHui.
RF

OTHOCUTENbHAS CyMMapHaa CtaHpapTHaA HeonpeneneH-
HOCTb, PaCCHUTAHHAA ANA KaXXA0ro KOHreHepa nHauBmnay-



OPUTVHAJBHBIE CTATbW / PazpaboTka, Mpon3BOACTBO CTaHAAPTHbIX 06pasLioB .

aNbHo, coctaBnsaet oT 10% [0 20 % Ans BCero guanasoHa
N3MEpPEHNIA.

[ins onpenenenuns Bknaaa HeonpenesieHHOCTM 0T Heo -
HopoaHocTW matepuana CO (ux) B CyMMapHyto Heonpege-
NIEHHOCTb 13 BCcel napTun Kanguaata 8 CO 6binn cnyyan-
HbIM 06pa3om BbibpaHbl 10 13 300 cpiakoHoB. 13 kaxaoro
(bnakoHa 0TOMPanK Be HABECKM MO 2 I KaXK4as U BbINOJHSA-
NN N0 TPU NapasnnenbHbiX NHCTPYMEHTANbHbIX U3MEPEHNS.
Mony4eHHble faHHbIe 6bIN 06paboTaHbl C NOMOLLbIO 0f-
HO(haKTOPHOrO AncnepcnoHHoro aHanu3a ANOVA ¢ yyeTom
nonoxeHuii [33, 34]. NMpumep Habopa LaHHbIX 4NA Ucce-
[0BaHus ogHopoaHocTM matepuana CO npeacTaBneH B Ta-
6. 6, pe3ynbTaTbl aHaNM3a AaHHbIX NPeACTaBNEHb! B Tab. 7.

3a OTHOCUTENbHYI0 CTaHAAPTHYIO HEONPEAEneHHOCTb
OT HEOHOPOAHOCTN (14, MaTepuana GO NPUHANKM Hamxya-
LLee 13 MONY4YeHHbIX 3Ha4YeHNIA, KoTopoe cocTasmsio 0,36 %.
Takum 06pa3om, BKnag 0T HEOLHOPOAHOCTI MaTepuana aB-
NSeTCcs He3Ha4yuMbIM, MaTepuan CO npusHaH 0HOPOAHbIM.

Onpepaenexune cpoka rogHocT GO 1 OLEHNUBaHKE He-
ONpejesieHHOCT OT J0JITOBPEMEHHON HECTAbMIIbHOCTH
(Ugsqp) MaTepnana CO AMOKCMHOB B XUPOBOW MaTpuue
NpoOBOAUNK AN KAXKAOTO BbIGPAHHOrO KOHreHepa Knac-
CUYECKUM METOAO0M UCCNef0BaHNS CTabWUIIbHOCTM NO an-
roputmy [33], 0CTaTOYHbI CPOK FOLHOCTU YCTaHABUBANN
M30XPOHHbIM MeTOA0M. Mpumep pe3ynbTata U3MepeHMuil
maccoBoi gonn 2, 3, 4, 6, 7, 8-TkX[® B pamkax uccne-

N0BaHWS [ONrOBPEMEHHOI CTabUNIbHOCTI NpeAcTaBieH
B BUAE AMarpamMmsl Ha puc. 1.

Ha o0CHOBE MOy4eHHbIX 3KCNEPUMEHTANbHbIX AAHHbIX
ObIN10 YCTAHOBJIEHO, 4TO HAMBOMNbLLWUIA BKN1AJ OT HECTAOWUSTb-
HocTw (ustab) cocTasnseT 1,8 % 1 ABNSETCA HE3HAYUMbIM.
Takum o6pasom, GO 6binn NpU3HaHLI CTaBUNbHBIMU B YC-
NOBMAX XPAHEHUS — B 3aLLMLLEHHOM OT CBETa MeCcTe npu
Temnepatype okpyxatoulen cpeabl (20+5) °C n oTCyT-
CTBUU BO3[IENCTBMSA arpeccuBHbIX cpef. GPoK rofHoOCTH
CO-10 nert.

B KayecTBe aTTeCTOBAHHbIX XapakTepucTuk GO 6binn
YCTaHOBMEHbI 3HAYEHNS MAaCCOBbIX [0S1el CEMI KOHTEHEpOB
rpynnbl MXO®. B ka4ecTBe CnpaBoyHbIX (pPedepeHTHbIX) Xa-
PaKTePUCTUK NPUBELEHbI 3HAYEHUS MACCOBBIX JONEN KOHTe-
Hepos rpynnel MXAM v 3Ha4eHne cyMmapHOi TOKCUYHOCTK
npo6bl B NepecyeTe Ha MeXAYHapOAHbIe TOKCUYECKNE K-
BuBaneHThbl (T3). XapakTepuctuku CO coctaBa MaccoBoM
Q0NN ANOKCUHOB B XXWBOTHOM XXUpPe NpuBeAeHbI B Tab. 8.

OnbiTHas naptus GO cocTaBa AMOKCUMHOB B XXMBOT-
HOM Xupe 6bina UCNoNb30BaHA B KayecTBe 06bEKTA
NCcCcneaoBaHWs Npu NPOBELEHMU MexNabopaTopHbIX
CpaBHUTENbHbIX UcnbiTaHui (MCU), B KOTOPLIX NPUHANN
y4acTue BefyLine poccuinckme u 3apybexHole nabopa-
Topun (PrBY HMO «TaindgyH», ®IYM HTL PXBI ®MBA
Poccumn, ®TBYH «/HCTUTYT npo6iem 3Ko0rmm 1 3BoJIH0-
umn um. A. H. Cesepuosa PAH», ®TB0OY BO «KybaHcKuil

Ta6nuua 6. Pe3ynbtatbl onpeaenieHns maccoson gonu 1, 2, 3, 4, 6, 7, 8-IMXA® B pamkax uccnenoBaHumn

oaHopogHoctm GO

Table 6. Results of determining the mass fraction of 1,2,3,4,6,7,8-HpCDF as part of the CRM homogeneity

study
Maccosas pons,%
" 1 2 3 4 5 6
1 47,0 46,8 50,5 50,1 47,7 50,4
2 49,0 47,7 46,5 50,1 49,4 47,9
3 50,3 49,8 46,5 47,9 48,6 48,9
4 46,4 47,6 46,0 46,7 46,6 49,8
5 48,1 47,4 48,9 49,3 50,0 47,4
6 48,9 47,5 47,8 47,5 47,7 50,8
7 48,3 47,8 48,2 48,9 479 471
8 49,3 50,1 46,0 48,7 47,6 46,5
9 48,3 49,8 48,0 49,3 51,0 50,9
10 46,6 46,0 48,3 47,3 46,0 47,6
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Ta6nuua 7. AHaNNU3 AaHHbIX, NOSTY4EHHbIX B paMKax uccnegosanns ogHopogHoctn CO (ansa 1,2, 3,4, 6,7,

fagnl)e(gc.b)Analysis of the data obtained in the study of the CRM homogeneity (for 1,2,3,4,6,7,8-HpCDF)
ANOVA
Ne| Cyer Cymma Cpeptee Pa3b6poc Megauana Accum S2 SD RSD
1] 6 292,5100 | 48,7517 3,7500 48,8950 -0,085 1,4E-04 1,2E-02 8,4
2| 6 290,6800 | 48,4467 3,6100 48,4500 -0,224 3,4E-04 1,8E-02 12,9
3| 6 292,0800 | 48,6800 3,7700 48,7400 -0,539 5,7E-04 2,4E-02 16,7
41 6 283,0200 | 47,1700 3,7300 46,6400 1,786 4,0E-04 2,0E-02 14,8
5| 6 291,1000 | 48,5167 2,6200 48,5100 0,233 5,7E-04 2,4E-02 14,7
6| 6 290,1100 | 48,3517 3,3500 47,7350 1,693 9,7E-04 3,1E-02 18,2
71 6 288,2600 | 48,0433 1,8000 48,0750 -0,273 1,1E-03 3,4E-02 21,2
8| 6 288,0500 | 48,0083 41300 48,1400 -0,088 4,5E-04 2,1E-02 12,1
9| 6 297,2800 | 49,5467 3,0100 49,5750 -0,074 7,3E-05 8,5E-03 5,8
10| 6 281,7100 | 46,9517 2,3300 46,9350 0,297 2,1E-04 1,5E-02 10,0
JlncrnepcuoHHbIA aHanu3a
VicTo4HMK Bapumayum SS af MS F P-3Had. F kp.
Mex gy rpynnamu (SSp) 31,15 9 3,46
2,05 0,053 2,07
BHyTpu rpynn (SS,) 84,51 50 1,69
F<FKp. cTaHAApPTHOE OTKNOHEHWe HEO4HOPOLHOCTM He 3HAYUMO

WToro 115,66 59
[AY umenn . T. Tpy6unuHa» u Federal office of Consumer Kak BUAHO W3 NpefCTaBleHHbIX HA PUC. 2 AaHHbIX,

Protection and Food Safety (BVL) —lepmanus). Peaynbtatbl,  OCHOBHas 4aCTb Pe3yNbTaTOB HAXOAWTCA BHYTPM NO-
nony4eHHble yqyacTHukamu MGCU, npuBefeHbl Ha puc. 2. TPeLIHOCTY U3MEPeHU B60JbLUMHCTBA XpomaTorpadu-

0606uieHHble pe3ynbTathl MCU 6binu npeacTaBnedbl  Y4eckux metoamk — o 40%. Takum o6pa3om, pesynbra-
Ha Ill Bcepoccuickoi KOHDepeHUMn «AHaNUTUYECKaA Xpo-  Tbl U3MepeHuid y4acTHUKOB MCI moryT 6bITb NPU3HAHBI

marorpaus 1 KanunnapHblid anekTpogopes» [35]. YO0BNETBOPUTESIbHBIMU.
. 120
< ]
S 118 (-] o
=N N (-]
= é 116 ° ° il *
g T o ° e o o
Q 114 (<3 (-3 (<] (<]
8 ° ¢
S 112
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Homep ucnbiTaHua Ha cTabunbHoCTb

Puc. 1. Juarpamma gaHHbIX, NOAY4€eHHbIX B paMKax UCCeA0BaHN LONroBpeMeHHoN cTabunbhocTn CO (ans 2, 3, 4, 6, 7, 8-TkXAD).
I3mepeHms npoBOAMANCH eXXeKBapTanbHO, Ha4nHas co |l keaptana 2013 r. (Mcnbitanue Ne 111 kBapTan 2013 1)

Fig. 1. Diagram of data obtained as part of CRM long-term stability study (for 2,3,4,6,7,8-HxCDF). The measurements were
performed on a quarterly basis, starting from the second quarter of 2013 (Test No. 1—the second quarter of 2013)
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Ta6nuya 8. Xapaktepuctuku GO coctaBa MaccoBOW [ONU ANOKCUHOB B XKMBOTHOM XUpe
Table 8. Characteristics of the CRM for the mass fraction of dioxins in animal fat

Konrenep

MaccoBas fons, Hr/kr

PaclumpeHHas HeonpejeneHHocTb
(npu k=2), Hr/kr

ATTECTOBaHHbIE 3HAYEHUS

2,3, 7, 8-Terpax® 118 0,24
2,3, 4,7, 8-NentaXJd 823 76
1,2,3, 4,7, 8-lekcaXJ® 215 20
1,2,3,6,7 8-lekcaX[1® 116 13
2,3,4,6,7 8-TekcaXJd 115 14
1,2,3,4,6,7 8-lfentaX® 47,0 4,6
1,2,3,4,7, 8, 9-TfentaXJ® 9,27 1,06

CnpaBoyHble (peepeHTHbIE) 3Ha4YeHMs

2,3, 7, 8-TetpaXx 0,22
1,2, 3,7, 8-MentaX] 0,91
1,2,3,4,7, 8-TekcaX[ 1,4

1,2,3,6,7 8-lekcaX4[ 0,67
1,2,3,7,8, 9-TekcaX[ 0,47
1,2,3,4,6,7 8-fentaX 4/ 2,1

oXA/ 3,7
0XOo 2,7
CymmapHas TokcuyHocTs (TEQ-WHO98) 458

B uenom pesynstatsl MCI nokasbiaioT, 4T0 cpefHee 3akntoyeHue

apudMeTU4eCKOe 3Ha4eHNe U MeJiMaHa pe3ynsTaToB n3me-
peHuin yyactHukos MCI xopoLo cornacyotes ¢ aTTecTo-
BaHHbIMM 3Ha4eHMamMun anokcuHos B CO.

B pamkax AONONHUTENbHbIX UCCNEL0BAHNUA ObINO
npoBefeHOo onpepeneHne maccosoi gonu NXAMO, comep-
XaHue KoTopbix B MaTepuane GO He npeBbIwano 4 Hr/r.
N3mepeHus 6binn BbiNoAHeHbl MeTogom I X—MC-MC,
XapakTepuaytouumes 605ee BbICOKORA (M0 CPaBHEHUIO
¢ 'X—=MCHP) macc-cnekTpoMeTpn4eckon CenekTUBHO-
CTbi0 W NYYLUNMKN NPEAEnbHbIMI XapakTepucTnkamm (npe-
Len [eTeKTUpOBaHMA U Npeaen OnpefesieHns aHanuTos).
Mony4yeHHble pe3ynbTaTbl U3MepeHnid 6yAyT NPUBEAEHbI
B KQ4eCTBe [ONONHMTENbHbIX cBeaeHui o GO.

Mpumepbl Macc-gparmeHTOrpamMm npobbl Matepuana
GO, nonyyeHHbIx ¢ nomouibto FTX—MCHP n I'’X—-MC-MC,
npeacTaBneHbl Ha puc. 3.

BbINONHEHO NPUrOTOBNIEHME U MPOBEEH NOJNTHbIN KOM-
niekc uccnenosanuin matepuana CO maccoBon fonu aun-
OKCUHOB ([TX®) B UBOTHOM XUPE C LieSIbio YTBEPXKLEHNS
Tuna. OtTpaboTaHa METOAONOIUS U anNrOPUTM aTTecTaunm
CO matpuu.

Paspa6oTaHHbii CO npeaHasHadveH ans atTectauum,
Banmjauum u BepuukaLum MeToanK U3MepeHnin n KoH-
TPONs Ka4yecTBa pe3yNnbTaTtoB M3MEPEHNA ANOKCUHOB B XN~
POBbIX MaTpuULAX.

WcnbiTanus n yteepxaenne CO coctasa macco-
BOW [ONM JMOKCUHOB B XXWBOTHOM XUpe B Kadectse GO
YTBEPXAEHHOr0 TMA N BHECEHWE WHAOPMALMUIA O HEM
B ®efiepanbHbIi UHKDOPMALIMOHHBIA (hOHA N0 obecrneye-
HUIO eanHcTBa namepeHnin (PUPOEN) 3annaHmpoBaHo
Ha 2019 1. Mocne atoro faHHbin CO 6yaeT KOMMEpPYecKn
[OCTYNeH AN pOCCUACKMX N 3apy6eXXHbIX NMonb30BaTese.
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Puc. 2. PeaynbTaThl U3MEPEHUI MacCcoBON 40N KOHT@HEPOB ANOKCUHOB y4acTHUKami MCU Pesynbtatbl npuBeaeHs! B Nopsiake
BO3PACTaHWUA 3HAYEHMI MACCOBBIX 0. (CrOLWHAA KPAaCHAN INHUA —aTTECTOBAHHOE 3HAYEHNE, NYHKTUPHBIE KPACHbIE THNN —
[ManasoH 3HaYeHWIN + PACIUMPEHHAS HEONPEAENeHHOCTb. CTPEIKA 1 YACTIOBOE 3HAYEHNE — YHACTHUK NPefOCTaBIUN Pe3yNbTaT,
KOTOPbI CUIbHO OTIMYAETCA OT aTTECTOBAHHOMO 3HAYEHWUSA KOHreHepa)

Fig. 2. Results of measuring the mass fraction of the dioxin congeners by participants of the interlaboratory comparisons. The results are
shown in the ascending order of mass fraction values. (The solid red line depicts the certified value; dotted red line is the range of values + ex-
panded uncertainty. The arrow and the numerical value denote the result that is significantly different from the certified value of the congener)
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Puc. 3. Macc-chparmeHTorpammbl npo6bl GO, peKOHCTPYMPOBAHHbIE MO MOHAM, XapakTepucTuyHbiM ans fekcaX 4, B pexume
SIM m/z 390 (Bepxy) u B pexxume MRM m/z 390/327 (BHu3y): 52,219 muH.— 1, 2, 3, 4, 7, 8-TekcaXA[; 52,442 muH.— 1,2, 3, 6, 7,
8-TekcaX[M, 53,102 muu.— 1, 2, 3, 7, 8, 9-TekcaX 1.

Fig. 3. Mass fragmentograms of a CRM sample, reconstructed by ions characteristic of HxCDD, in SIM m/z 390 mode (top) and in
MRM m/z 390/327 mode (bottom): 52.219 min-1,2,3,4,7,8 —-HxCDD; 52.442 min-1,2,3,6,7,8-HxCDD; 53,102min -1,2,3,7,8,9-HxCDD
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BnaropgapHocTb

ABTOpbI BbIpa)kalT rNy6oKyt 6narofapHocTb CO-
TpyaHukam OTBY HIMO «TaidpyH», GrYM HTL PXBI ®MBA
Poccumn, ®IEYH «IHCTUTYT Npo6siem 3KOorn 1 3B0STHOLNN
um. A.H. Cesepuiosa PAH», ®I'BQY BO «KybaHckuin FTAY umeHm
W.T. Tpy6ununa» n cotpyaHukam Federal office of Consumer
Protection and Food Safety (BVL) —lepmaHus, npuHSBLIMM
y4acTe B MexnabopaTopHbIX CPaBHUTENbHbIX UCMbITAHUSAX.

Bknag coaBTOpOB
bynko A.T.: nogrotoska CO, nony4eHue u aHanm3 akc-
nepuMeHTanbHbIX AaHHbIX, COOP NUTEPATYPHbIX AAHHbIX,
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