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B pabome npedcmasnenvi pesynomamol npuMeHeHuss MeMod08 230601 XPOMAmMopapuu/Macc-cnekmpomempuuy
U MAHOEMHOU MAacc-ChekmpomMempuu OJisk OnpedesieHus ammecnmo8aHHbIX 3HAYEHUT MACCOBOU 00U KOUOKCUHOGY —
NOAUXTOPUPOSAHHBIX OUDEH30-N-OUOKCUHO8 U OUOEH30(DYPAHOG 8 JHCUBOMHOM AHCUDE.

Yemanoeneno, umo ucnonvzosanue mandemHoll Macc-cneKmpomempuu no3680Jsem 6 YeiomM Had NOPSOOK CHUZUMb
npeodenvl OGHAPYIICeHUs: U ONPedeNeHUsl KOH2EHePO8 OAHHBIX SPYNN, d MAKJICe CYUECMEEHHO YIVUULUNMb MOYHOCHIHbIE

Xapakxmepucmuxu cmanoapmHuo2o obpasya.
B pesynomame nonyuenst ammecmosannvie sHaueHus Maccogulx 0ouetl Koneenepos epynnwvi [IXJ[® ¢ mamepuane CO

6 ouanaszone om 0,5 0o 850 ne/ke u koneenepog epynnul ILX/{/I—6 ouanazone om 0,5 0o 2 ne/xe. OmuocumenvHas
PACUWUPEHHAS] HeONPeOeleHHOCHb AMMmMeCmo8aHHbIX 3HaueHull npu ucnoivzosanuu memooa I X—MC/MC ne npegul-
waem 7 %. Taxum obpazom, paspaboman CO maccoeoti oonu koneenepos HX/IIX][D 6 scusomuom dcupe 0ns
yenetl sanudayuu, epupurayuy Memooux usmMepeHull U KOHMpOoJisi Kayecmad pe3yibmamos UsmepeHuil.

KntoueBble cnoBa: cTaHaapTHbI o6pasel, anokcuusl, MXOO/MXOD®, aTTecToBaHHOE 3HAYEHWE, HEONPEeaeNIEHHOCT,
TaHAeMHas Macc-CnekTPOMEeTPUs, Macc-CrneKTpoMeTpus
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The article presents the results of applying gas chromatography —mass-spectrometry (GC—MS) and tandem mass spec-
trometry (GC—MS/MS) methods for determination of certified values (mass fraction) of «Dioxins» — Polychlorinated
Dibenzo-p-dioxins and Dibenzofurans (PCDD/PCDF) in animal fat. It has been established that the using of tandem
mass-spectrometry makes it possible to reduce the Limit of Detection and Limit of Quantification of the congeners
an order of magnitude and also it significantly improves the accuracy of the CRM. As a result, the certified values of
PCDF congeners were determined in the range from 0,5 to 850 ng/kg and PCDD congeners in the range from 0,5 to
2 ng/kg. The relative expanded uncertainty of the certified values by using the GC—MS/MS does not exceed 7 %. Thus,
the CRM of PCDD/PCDF in animal fat was developed for the purpose of validation, verification of measurement

procedures and quality control of measurement resullts.

Keywords: Certified reference material, CRM, dioxins, PCDD/PCDF, certified value, uncertainty, tandem mass spectrometry

BeepneHune

BaxHOCTb onpefeneHns cofepXxaHus noauxaopumpo-
BaHHbIX AN6eH30-n-guokcuHos (MXA0) v nonuxnopupo-
BaHHbIX An6eH30dyparoB (MXOP) B pa3nunyHbix 06beKTax
OKPY>KaloLLLel cpefibl M NPOAYKTAX NUTAHNS, @ TaKXKe Hann-
4ie N/MNn 0TCYTCTBME CTAHAAPTHbLIX 06Pa3L0B C CEPTUAN-
LLIMPOBAHHbIM (AaTTECTOBAHHbLIM) COJEPXXaHWEM aHANNTOB
Kak A1 NOCTPOEHNS rpagynupoBOYHbIX XapaKTEPUCTMK, TaK
1 ANns Banunaauny, BepudukaLnm MeToanK N3MepeHui Obi-
na o6cyx/eHa B CTaTbe, re Takxe Oblna AeTanbHo onuca-
Ha npoLeaypa NpUroToBNIeHNs 1 aTTecTalmn CTaHLapTHOro
o6pasua (CO) xnpoBoit MaTpuLbl C CePTURULNPOBAHHBIM
cofepxxaHuem KoHreHepos rpynnbl MMXA® metogom ra-
30BOW XpomaTorpadnm —Macc-cneKTpOMEeTPIUM HU3KOro
paspeLwenmns (FCX=MCHP) u paccMoTpeHbl BONPOCHI NPO-
cnexusaemocTtu pagpabotanHoro CO [1].

B Tabn. 1 npmBefeHbl aTTECTOBAHHbIE U CPABOYHbIE
xapaktepuctukn CO coctaBa MaccoBoOil 40NN AUOKCUHOB
B XKVBOTHOM XMpe, Nony4yeHHble meTogom 'X-MC.

Kak BUAHO 13 NpuBEAeHHbIX B Tabs. 1 AaHHbIX, 4acTb
xapakTepucTuk CO 6blia NPUHATA B KQ4ECTBE CMPABOYHbIX,
NOCKONbKY eCTECTBEHHble OrpaHuyeHus metoga '’X-MC
HEe NO3BONUAN MOJSTYYUTb JOCTATOHHO TOYHbIE N JOCTOBEP-

Hble Pe3yNbTaThbl U3MEPEHNIT ANS aHANIMTOB, COLlepXXaHue
KOoTOpbIX B MaTepuane CO HaXo[Mn0Ck Ha HU3KOM YPOHE.
Llenibto ganbHeiwnx nccnegoBaHnin ABNAN0CHL pac-
LUIMpEeHMe NepeYHs aTTecToBaHHbIX 3HaYeHn CO B HacTy
KoHreHepoB rpynnbl MXA[, a Takxe yny4leHne TO4HOCT-
HbIX XapaKTepUCTUK aTTECTOBAHHbIX 3HA4YEHUA KOHTEHEPOB
rpynnbl MXO® 3a c4eT MCNonb30BaHUs 60ee CeneKTUBHO-
ro MHCTPYMeHTanbHoro metofa aHanuda—IMX-MCGC/MG [2].
Cneuncnka metona TaHAEMHOW Macc-CNeKTpoMe-
TPUM 3aKN04aeTca B pa3aenernmn Ha nepeoit MC-cTyneHu
NepBUYHbIX («POANTENbCKNUX») MOHOB W CeNleKLMI NOHOB
C eANHCTBEHHbIM 3HA4Y€HNEeM OTHOLLEHMA MaccChl K 3aps-
4y (m/z), nocne 4ero goparmeHTaLum «poauTeNbCKux»
MOHOB C 06pa3oBaHMEM CTPYKTYPHO 3HAYUMbIX WOHHbIX
(pparMeHTOB — «[J04EPHUX» WUOHOB U PErncTpaLum Ha BTo-
pot MC-cTyneHmn BbIBPAHHbIX «404EPHUX NOHOB» [3, 4].
VIHbIMK crioBamu, faHHas TEXHONOMNS — MOHUTOPMHT 3a-
AaHHbIX peakunii (Multiple Reactions Monitorin — MRM) —
npeAcTaBnsfer co60i KOMOUHALMIO ABYX MOCNeAoBa-
TENbHbIX PErucTpaLmii BbI6paHHbIX NOHOB (Selected lons
Monitoring — SIM), 4T0 N03BONAET 3HAYUTENBHO (NPUMEp-
HO Ha NMOPAA0K) CHU3UTL Npefesbl 06HAPYXEHMA U/Unu
onpefesieHns KOMNOHEHTOB 32 CHET YMEHbLUEHNA YPOBHS
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Ta6nuua 1. ATTECTOBAHHbIE U CNpaBOYHbIe XapakTepuctukn CO coctasa MaccoBoOi LONU ANOKCUHOB
B XXUBOTHOM Xupe (MeTog ['X—MC)

Table 1. Certified and Reference values (Mass fraction and Extended Uncertainty) of CRM of PCDD/PCDF
in animal fat (GC-MS)

Pacwmpennas
KoHrenep MaccoBsas gons, Hr/kr HeonpepeneHHocTb
(npu k=2), Hr/kr

ATTECTOBaHHbIE (CEPTUDULNPOBAHHDIE) XapaKTEPUCTUKN

2,3,7,8-TetpaXx® 1,18 0,24
2,3,4,7,8-MNenTaX o 823 76
1,2,3,4,7,8-TekcaX1® 215 20
1,2,3,6,7,8-TekcaXd 116 13
2,3,4,6,7,8-TekcaX]® 115 14
1,2,3,4,6,7,8-TentaX® 47,0 4,6
1,2,3,4,7,8,9-TentaX0® 9,27 1,06
CripaBo4Hble (peghepeHTHbIE) XapaKTepPUCTUKN

2,3,7,8-TetpaX 1 0,22

1,2,3,7,8-NentaXn 0,91

1,2,3,4,7,8-TekcaX[ 14

1,2,3,6,7,8-TexcaX [ 0,67

1,2,3,7,8,9-TexcaX [l 0,47

1,2,3,4,6,7,8-TentaX 2,1

oxgn 3,7

oXho 2,7

CymmapHas TokcuyHocTb (TEQ-WHO98) 458
(hOHOBOMO CUrHana, 3T0 0COBEHHO aKTyanbHO Npu paboTe B Tabn. 2 npeactaBneHbl 3Ha4eHUs OTHOLUEHWIA curHan/
CO CNMOXHbIMW NMULLEBbIMI MAaTpULAMK, TAKUMI KaK XU-  LIYM, @ TaK)Ke NPeAeNibHbIX XapakTepucTuK (Npeaen onpe-
BOTHbIN XMP. LeneHns n npefen 06HapyXeHus) Ans AaHHbIX KOHTEHepoB.

[MpencTaBneHHble Ha puc. 1, 2 1 B Tabn. 2 AaHHble
Pe3ynbraTbl UCCNefoBaHUS U UX 06CyXXaeHne y6eMTeNbHO CBUAETENIbCTBYIOT O TOM, 4TO Npu paboTe
Moapo6HOe onucaHue Npouenypbl NOArOTOBKI MaTe-  Ha YpOBHE NpeAenbHbIX 3Ha4eHniA ucnonb3obanue NX—MG/
puana kanguaara B CO, a Takxxe xpomatorpadguyeckue MC B pexxume MRM no3BonseT CyLIECTBEHHO CHU3UTb
1 Macc-CNeKTPOMETPUYECKMe YCIOoBUSA N3MEPEHNA MeTO-  (DOHOBLIA CUTHAN U, KaK CeACTBUE, YBENINYUTL B HEC-
pamu [ X=MGC n ’X—=MG/MC npusegeHbi B [1]. KOJIbKO pa3 COOTHOLeHue curHan/wym (S/N) nns nukos
Ha puc. 1 n 2 npnBefeHbl Macc-parMeHTorpamMmbl rpa- — LiesieBblX COeJMHEHNA. Kpome TOro, B HEKOTOPbIX Cliyya-
AYMPOBOYHOrO pPacTBOPA aHANIMTOB (MACCOBAA KOHLEHTPA-  AX (CM. puc. 2 (6)) aHanUTUK NOny4aeT BO3MOXHOCTb 3a-
uus 2,3,7,8-TetpaX-0,05 nr/mme, 1,2,3,4,6,7,8-TfentaX[1—  perucTpupoBaTb NUK aHaNnUTa, KOTOPbIA paHee ObiN CKPbIT
0,2 nr/mm®), 3apermcTpupoBaHHblie B: pexxumax MRM n SIM.  (hoHOBbIMY LWyMaMN.
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TCDD: + MRM (319.9 -> 266.9) FCDD_orad 1-1
Noise (PeakToPeakDrifi) = 26.1601; SR (36. 055mm] 17.0

36,055
228643

S/N=17.0
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Puc. 1. Macc-thparmeHTorpaMmbl rpagynpoBo4HOr0 pacTBopa, PEKOHCTPYUPOBAHHBIE MO NOHAM, XapaKTepUCTUYHbIM AN
TetrpaXO[ (RT = 36,055 muH), B pexxume MRM m/z 320 — 267 (a) n pexxume SIM m/z 320 (6)

Fig. 1. Mass fragmentograms of the Calibration Solution were rebuilded for TetraCDD (RT=36.055 min) in MRM mode m/z
320—267 (a) and SIM mode m/z 320 (6)

HpCDD: + MRM (423.8 -> 360.8) PCDD grad 1-1.0
Noise (PeakToPeakDrift) = 53 9467: SNR (59.133min) = 125
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Puc. 2. Macc-chparmeHTorpammbl rpafiyupoBO4HOro pacTopa, PEKOHCTPYUPOBAHHbBIE MO MOHAM, XapaKTepUCTUYHLIM ANs
fentaXOAd (RT = 59,133 mun), B pexxume MRM m/z 424 — 361 (a) n pexxume SIM m/z 424 (6)

Fig. 2. Mass fragmentograms of the Calibration Solution were rebuilded for HeptaCDD (RT=59.133 min) in MRM mode m/z
424 — 361 (a) and SIM mode m/z 424 (6)

Ta6nuua 2. 3HAYEHMA CUTHAN/WYM W NpeLeSibHble XapakTepucTukn AN KoHrenepos 2,3,7,8-TetpaXJ
n1,2,3,4,6,7,8-fentaXnj
Table 2. Signal-to-noise (S/N) and Limit of Detection (LOD) and Limit of Quantification (LOQ) for
2.3.7.8-TetraCDD and 1.2.3.4.6.7.8-HeptaCDD

Curnan/uym (S/N) rlpene(l:- 83;11?,p:r)xenuu rlpene(t 33;]2?11‘:-"8““"
SIM MRM SIM MRM SIM MRM
2,3,7,8-Tetpax 3,2 17 0,05 0,01 0,20 0,03
1,2,3,4,6,7,8-TentaXg - 12,5 - 0,05 - 0,20

— B Ka4yeCTBe npejena 06HapyXeHns NPUHAT XpOMATOrpadpuyecknii CurHasn, COOTBETCTBYHOLLMIA OTHOLIEHWIO CUTHAN/WyM, paBHoMy 3/1
% —B Ka4ecTBe Npe/ena onpefeneHns NPUHAT XpoMaTorpaduyecknii curHan, CoOTBETCTBYHOLLIMIA OTHOLLEHMIO cUrHan/wym, pasHomy 10/1
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Takum o6pasom, npumerenne metoga MX-MC/MC ans
BbINOMHEHNS U3MEPEHUI CNE0BbIX KOIMYECTB KOMMOHEH-
TOB C HaMBbICLLEHA TOYHOCTbIO ABNAETCSA, 6E3YCNIO0BHO, Nep-
CMNEeKTUBHbIM K Liesiecoo6pasHbiM. icxoas n3 aToro MeToA
'X-MC/MG B pexxume MRM 6b151 MCMOMb30BAH A1 pacLUi-
PEHMS MEPeYHs aTTeCTOBAHHbIX 3HAYEHWIA 1 YNYYLIEHNS
MeTposiornyecknx xapaktepuctuk CO coctaBa MaccoBoil
nonu NXO0/NMXOD B XupoBon MaTpuLe.

MogroTosrieHHble 06pasLbl Marepmana— KaHanaara
B CO - 6binn npoaHanuaupoBaHsl metogom I'X—MC/MC,
MONYY€eHHbIE AaHHble ObITM 06pabOTaHbl CTATUCTUYECKM
B COOTBETCTBUU C [5, 6], pe3ynbraTbl U3MEPEHUIA Gbinu
MCNONb30BaHbI AN pacyeTa aTTECTOBAHHbIX XapaKTe-
puctuk CO n cymMmapHON CTaHAAPTHOM U PaCLLUMPEHHOIA
HeonpenesieHHOCTHU.

B pa6ore [1] 66110 0TMEYEHO, 4TO HABONbLUNIA BKNAS
B CYMMApHYI0 CTaHAapTHYO HeonpenesieHHOCTb aTTecTo-
BAHHbIX 3HAYEHNII BHOCMT HEOMpPEAENeHHOCTb rpaaynpo-
BOYHbIX XapakTepucTuk aHanutos (CKO hakTopoB 0TKNIM-
ka RF—CKOge) 1 HeONpeaeneHHoCTb CPEAHEr0 3Ha4eHNs
MaccoBoii Jonu LenieBbIX KoMnoHeHToB (CKO pesynbTaTos
namepennit—CKQO,).

CraHpapTHble o6pasubl / Reference materials .

B tabn. 3 1 4 0606L1eHbI AaHHblE 06 OTHOCUTENbHbIX
(hakTopax oTknuka aHanutos (RF), maccoBoi Jone aHa-
nutos 1 CKO npeactasneHHbix 3Ha4qenuit (CKOg: n CKO,),
MONYYeHHbIE MPW BbINOHEHWI U3MEPeHNiA meTogamu 'X—
MCHP n I'’X-MGC/MC.

CpaBHUTENbHBIA aHAM3 NPUBELEHHbIX B Tabs. 3 1 4
AAHHbIX MOKA3bIBAET, 4TO NpuMeHeHne metoaa MX—-MGC/
MC no3BonseT yTO4HUTb pe3ynbTaThl ONPeeneHns rpa-
OYNPOBOYHbIX XapaKTEPUCTUK 11 aTTECTOBAHHbIX 3HA4EHUIA
aHaNMTOB, a TakXXe 3Ha4MMOo yMeHblnTb CKO nonyyex-
HbIX JaHHbIX. KpOMe TOro, NCMnonb30BaHNe BO3MOXHOCTEI
meTtoga [X—MGC/MC no3BonsieT COKpaTuTh 40 MUHUMYMa
BEPOATHOCTb NIOXXHOMONOXUTENbHOR UAEHTUNKALMN Lie-
NeBbIX KOMMOHEHTOB.

113 maHHbIX, NPUBEEHHbIX B Tabn. 3, BUAHO, 4TO B pe-
3ynbrate ucnonb3oBanug metoaa ' X—MC/MC 3Ha4veHus
rpafynpoBOYHbIX (DAaKTOPOB ANA psfa aHaNUTOB Oblnu
OTKOPPEKTUPOBAHbI U YTOYHEHbI, YTO 0OYCTOBNIEHO CHU-
)KEHMEM YPOBHSA (POHOBOr0O CUrHana U, Kak crneacTsue,
00Niee KOPPEKTHbIM WHTErpupoBaHMem Xxpomartorpadu-
4eCKWUX MUKOB. XOPOLWO BUAHO TaKkXe, 4TO ANA OAHO
N TON Xe BbIOOPKN AaHHbIX (n=20) 3HaYeHna CKOg

Ta6nuua 3. OTHOCMTENbHbIE haKTOPbl OTKNMKA aHannToB (RRF) 1 OTHOCUTENbHOE CPeAHEeKBaApaTUYHOE
oTKnoHeHue pe3ynbtatoB RRF (CKORF) B 3aBMCMMOCTU OT MeTO[1a U3MEPEHNIA
Table 3. Relative Response Factors of analytes (RRF) and Relative Standard Deviation of RRFs (CKORRF)

depending on the method

’X-MCHP 'X-MC/MC
Kourenep
RRF CKOpp, % (n=20) RRF CKO,sp, % (n=20)
1,2,3,7,8-MeHtaX 0,96 3,8 0,95 0,82
1,2,3,4,7,8-TekcaXg 1,0 2,9 0,97 1,5
1,2,3,6,7,8-TexcaX[ 1,0 2,0 0,89 1,3
1,2,3,4,6,7,8-TentaX 0,96 5,6 0,97 1,4
oxana 0,94 3,6 1,0 1,3
2,3,7,8-TetpaX1® 0,91 49 0,99 0,86
1,2,3,7,8-MentaX 10 0,94 2,6 0,94 1,5
2,3,4,7,8-NentaXJo 0,90 2,0 11 0,92
1,2,3,4,7,8-TekcaXd 0,98 3,0 1,0 1,2
1,2,3,6,7,8-TexkcaXA® 1,0 2,2 1,1 0,13
2,3,4,6,7,8-TekcaXJ® 0,94 1,8 1,1 0,79
1,2,3,4,6,7,8-TentaX1® 1,1 53 0,97 1,0
1,2,3,4,7,8,9-TentaXJ® 0,83 4,2 1,0 1,4
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Ta6nuua 4. MaccoBas [0ns aHaNIMTOB U OTHOCMTENIbHOE CpeJHeKBaApaTuyHoOe OTKIIOHEHNE Pe3yNbTaToB

CKOcp B 3aBUCUMOCTI OT METO[1a U3MEPEHWIA

Table 4. Mass fraction of analyts and Relative Standard Deviation of results (CKOcp) depending on the

method
'X-MCHP rX-mc/mc
Konrenep
MaccoBas gons, Hr/kr CKO,,, % (n=20) MaccoBas gons, Hr/kr CKO,,, % (n=20)
2,3,7,8-TetpaX1® 1,18 7,6 1,31 1,2
2,3,4,7,8-TenTaXJo® 823 0,73 820 0,44
1,2,3,4,7,8-TekcaX® 215 2,3 221 0,48
1,2,3,6,7,8-TekcaX® 116 4,0 112 0,44
2,3,4,6,7,8-TekcaXJ® 115 3,1 118 0,40
1,2,3,4,6,7,8-TentaX® 47,0 2,7 49,2 0,52

n CKO,, npn ucnons3zosanun metoga MNX—MGC/MC ymeHsb-
LWeHbl B 2—6 pas, 4T0 B LeSIOM NO3BONAET COKPATUTD
HEeonpeLeneHHoCTb aTTECTOBAHHbIX XapakTepuctuk CO
He MeHee 4eM B 2 pa3a. ATTeCTOBaHHbIE XapaKTepUCTUKK
CO npueeaeHbl B TabN. 5.

13 npeactaBneHHbIX B Tab. 5 JaHHbIX BUAHO, 4TO
B MaTepuane CO aTTeCTOBaHbl 3Ha4€HU MaCCOBbIX A0-
nei nofasnaoLlero 60SbWNHCTBA TOKCUYHbIX KOHIeHe-

POB rpynnbl «4UOKCUHOB» (13 U3 17 KOHreHepoB), pasmax
aTTeCTOBAHHbIX XapakTepuCcTMK coctasnfet ot 0,5 Hr/Kr
00 820 Hr/kr (6osiee Tpex NOPSAAKOB), YTO [eN1aeT faHHbIi
CO KpaiHe TEXHOJIOTMYHbIM W PALMOHANbHBIM peLle-
HUEM C TOYKN 3PEHNS KOHTPONS Ka4yeCcTBA Pe3yNibTaTos
N3MEPEHNUA B WINPOKOM LuUana3oHe MacCOBbIX J0Ne.
MHTepecHon ocob6eHHOCTbIO faHHoro CO aBnseTca oT-
CYTCTBME B MaTepuane HeTOKCUYHbIX KOHFeHepOoB rpymnn

Ta6nuua 5. ATTeCTOBaHHbIe xapakTepuctukn GO coctasa maccosoi gonu NMXO0/NMXO®P B XKMBOTHOM XUpe
Table 5. Certified values (Mass fraction and Extended Uncertainty) of CRM of PCDD/PCDF in animal fat

Konrenep ATTECTOBaHHbIE XapaKTEPUCTUKM, HI/KT
1,2,3,7,8-MentaXnf 0,54+0,03
1,2,3,4,7,8-Texcaxgf 1,31+0,09
1,2,3,6,7,8-TexcaXxf 0,44+0,03
1,2,3,4,6,7,8-TentaX [ 1,56+0,10
OXAn 1,96+0,13
2,3,7,8-TetpaX1® 1,31+0,08
1,2,3,7,8-MentaX1® 0,43+0,03
2,3,4,7,8-TMentaXJ® 820+54
1,2,3,4,7,8-TekcaXJ® 22114
1,2,3,6,7,8-lekcaX]® 11217
2,3,4,6,7,8-TekcaX® 11847
1,2,3,4,6,7,8-TentaX® 49,2+3,0
1,2,3,4,7,8,9-TentaX® 7,27+0,49
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NXOO/MXO® 1 yHUKanbHbIA KOHTEHEPHbIA NpoduIb
TOKCUYHbIX KOMIMOHEHTOB, KOTOPbIA HE TUNUYEH ANs Ha-
TUBHbIX MaTpuL,.

C 9TOI1 TOYKM 3peHUst 0C060r0 BHUMAHUS 3aCNy>XUBAOT
peaynbTatbl uamepenunint MXOO/MXOD B neyeHn ceBepHbIX
oneHein —B npobax 6110 06HapyxeHo npucyTcTeme MXA4/

CraHpapTHble o6pasubl / Reference materials .

MXO® B 3aMeTHbIX KONUYECTBAX, NPK 3TOM pacnpeaene-
HUE TOKCMYHbIX KOHFeHEpOoB B LIeJIOM BOCMPON3BOANT KOH-
reHepHbI Npodnnb KOMNOHEHTOB B MaTepuane CO.

B tabnuue 6 npueedeHbl pe3ynbTaThl U3MEPEHUR
NXO4/NMXO0® B ofHON N3 06bEANHEHHBIX MPO6 NEYeHK
oneHei (npo6a Ne 5-2), a Takxe 0606LLEHbI JaHHbIE aHa-

Ta6nuua 6. Maccosas gons MXOL/NXOD B nevyeHn ceBepHbIX 0JieHeN

Table 6. Mass fraction of PCDD/PCDF in reindeer liver

MaccoBas gons, Hr/Kr xupa
KoHrenep
Mpo6a Ne 5-2 Mpo6bl (ne4eHb oneHs)

2,3,7,8-Tetpaxd <0,5 <0,5
1,2,3,7,8-MentaXng <0,5 <0,5-5,0
1,2,3,4,7,8-TekcaXg <1,0 <1,0-5,5
1,2,3,6,7,8-TexcaXd [ <1,0 <1,0-5,0
1,2,3,7,8,9-TexcaXf <1,0 <1,0-4,0
1,2,3,4,6,7,8-TentaX <2,0 <2,0-20
oxan <5,0 <5,0-20
2,3,7,8-TetpaX1® 3,5 <0,5-6,0
1,2,3,7,8-MentaXJ® <0,5 <0,5-2,0
2,3,4,7,8-NenTaX0® 63 <0,5-50
1,2,3,4,7,8-TekcaXJ® 23 <1,0-30
1,2,3,6,7,8-TexcaXO® 30 <1,0-30
2,3,4,6,7,8-TekcaXJ® 27 <1,0-30
1,2,3,7,8,9-TekcaX1® <1,0 <1,0-2,0
1,2,3,4,6,7,8-TentaX1® 16 <2,0-30
1,2,3,4,7,8,9-TentaX 1@ <2,0 <2,0-5,0
(0)91[0] <5,0 <5,0-15
Mpoune TXOO <0,5* <0,5*
Mpoune MexXan <0,5* <0,5*
Mpouue NkXOQ <1,0* <1,0*
Mpouue MXQ4 <2,0* <2,0*
Mpoyne TXO® <0,5% <0,5%
Mpoyne MeXd <0,5% <0,5%
Mpoymne MkXOO <1,0* <1,0*
Mpoyune MXO® <2,0* <2,0*

* —NpUBEJEHbI 3HAYEHMS HUKHEN IPaHULbI AnanasoHa U3MepeHun [7] ANs UHAUBMAYANbHbIX KOHTEHEPOB
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nu3oB 6o5ee 50 aHaNOrnMYHbIX NPO6, NOJTy4eHHbIE B pam-
Kax BbIMONTHEHUS PYTUHHbIX U3MePEeHNiA B naéopaTopuu
XAL «Ap6utpax» BHANM 3a nepuog ¢ 2017 1. no 2019 1.

Kak BUAHO 13 AaHHbIX Tabn. 4, B UCCNEA0BaAHHbIX
o6pasuax:

—KoHreHepb! rpynnbl [MXO npakTu4eckn 0TCYTCTBYOT
UAN COAepXKaTca B MasblX KONMYECTBAX;

—KoHreHepsl rpynnsl NXO® (2,3,4,7,8-MentaXod,
1,2,3,4,7,8-TekcaXx®, 1,2,3,6,7,8-TekcaX[o,
2,3,4,6,7,8-TexcaXx® n 1,2,3,4,6,7,8-TentaXA®) npucyt-
CTBYIOT B CYLLIECTBEHHbIX KONUYECTBAX;

—KOoHreHep 2,3,4,7,8-MNenTaX® BHOCMT Hanb0NbLINA
BKN1a[ B CYMMapHYH TOKCUYHOCTb NPOObI;

—npoyne (HETOKCWYHbIE) KOHreHepbl rpynn NXOA
n NMXO®P He 6bINM 3a)UKCUPOBAHbI HA YPOBHE HUXKHE
rpaHunLbl AnanasoHa M3MepeHui.

OnuCaHHbIA TUM 3arpsA3HEHNS COEAUHEHUAMM TPyN-
nel NXOO/NXOD sBndetcs KpaHe cneunuyHbim
W MPW 3TOM XapakTepHbIM LN XKMBOTHbIX, 06MTaL0-
LKUX B CEBEPHbIX paiioHax. B npouecce uccnenoBaxuil
NeYeHn U MOJIOKA CEBEPHbIX ONEHEeN, NPOBEAEHHbIX
Ha TeppuTopum Poccuinckon depepaunn n gpyrux
cTpaH (Ounnauguu, Hopseruu, Januu) [9-12], 6binn
MoJSiyYeHbl aHaNOrMYHble pesynbTaTbl. Takum 06pasom,
pa3pa6oTaHHblit GO cocTaBa MaccoBOI A0ONKU MOANUXNI0-
PUPOBaHHbIX ANGEH30-N-ANOKCMHOB 1 A16eH30(DYypaHOoB
B )KWBOTHOM XXWUpPE 0TPAXKAET PeasnibHO CYLLEeCTBYHOLLMA
HaTUBHbIA XapaKTep 3arps3HeHns 6UONOruYecKux ma-
TPWLL 1 NULLEBbLIX NPOJYKTOB.

PaspaboTaHHbiit CO npurogeH ans sepudmkaLnm u Ba-
NNAALNN COOTBETCTBYIOLMX METOAMK U3MEPEHUI, HAnpu-
mep [7, 8, 13], a TakXXe KOHTPONA KayecTsa pesynbTaTos
n3mepeHnin 17 Tokcu4HbIX KoHrenepos MXAO/NXOD B wu-
POKOM Anana3oHe MacCoBbIX JOMEN.

bnarogaps ucnonb3osanuto metoaa ’X—MC/MC 6binn
YNyYlleHbl METPONOrnyeckne xapaktepnctukn GO —yTou-
HEeHbl aTTECTOBAHHbIE 3HAYEHNS AN KOHTEHEPOB rPynMbl
MXO®, onpefeneHbl aTTECTOBAHHbIE 3HAYEHUS 415 KOHTe-

JINTEPATYPA

HepoB rpynnbl MXA[, a Takxe yMeHbLUEHA paclunpeHHas
HeonpeneNeHHOCTb aTTEeCTOBAHHBIX XapaKTEPUCTUK.

3aknoyeHne

[MpoBeaeH NOMHbIA KOMMIEKC JOMONHUTENbHBIX UCCTe-
nosaHuint matepnana GO coctasa maccosoii gonu NMXA4/
MXOD B xuBoTHOM xupe metogom MX—MC/MC ¢ uenbto
YTBEPXAEHNS TUNa. PaclimpeHbl 1 yTOYHEHbI METPONOru-
YeCKUe XapaKTepucTUKn pa3paboTaHHOro CTaHAApTHOrO
06pasua MaccoBOM JONN JUOKCUHOB B XKMBOTHOM XMpe.

PaspaboTaHHblii GO 06ecneymBaeT BO3MOXHOCTb Bbl-
MOSTHEHMA BepudUKaLmn 1 Banuaauumn MeToank n3me-
PEHWIA, a TaKXXe KOHTPOSb Ka4ecTBa Pe3ynbTaToB M3Me-
peHmnit TOKCUYHbIX KoHreHepoB MXAOL/MXOP B XUpOBbIX
mMaTpuLax.

MoAroToBNEH NakeT AOKYMEHTOB 4151 NPOBEAEHNS UC-
MbITAHUA C LENb0 yTBEPXAeHUs HoBOro Tuna GO u BHe-
ceHus CO B depepanbHblil NHPOPMALMOHHBIA (DOHA
no 06eCneYeHNI0 eJMHCTBA U3MEPEHNTA.

BnaropgapHocTb

ABTOpbI BbIpaXatoT rny60Ky 6narogapHocTb COTPYA-
HUKY OTYI «BHUAM um. .. MeHgeneesa» — TkauyeHko
VipuHe KOpbeBHe 3a NOMOLLb B NOATOTOBKE BCEIA HEOOXO-
JMMORN JOKYMEHTALMM.

Bknap coaBTOpOB:

Kpbinios A.11.: o6uiee pyKoBOACTBO NPOBeeHNEM UC-
CliefloBaHN’, peakLma TeKcTa cTaTbu.

MuxeeBa A.H).: 06CYyXAEHNE N aHANM3 SKCMEPUMEH-
TanbHbIX JaHHbIX, PEAAKLNA TEKCTA CTaTbMU.

bynko A.T.: mony4eHne 1 aHanu3 aKCNepuMeHTaNIbHbIX
LaHHbIX, COOP NUTEPATYPHBIX AAHHbLIX, NOATOTOBKA NepBO-
Ha4asrbHOro BapuaHTa cTaTby.
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AsTop Kpbisios A. U1, ABnsieTCA 4N1€HOM peAakLOHHOr0
COBEeTa XYypHana.

1. bymko A.T., Muxeesa A.10., Kpbinos A. 1. MeTponoruyeckoe o6ecneyeHne n3MepeHnii CogepXxaHns UOKCUHOB. CTaHAAPTHbIIA
06pa3el; MaccoBOii 40NN ANOKCUHOB B XINBOTHOM XUpe // CTangapTHble 06pasibl. 2018. T. 14. Ne 3-4. C. 17-32. DOI: 10.20915/2

077-1177-2018-14-3-4-17-32.

2. Dam G., Hiroyuki F., Wakeren Ch., Traag W. MS-Systems for the Analysis of Dioxins and PCBs. ResearchGate. December, 2019.
Available at: https://www.researchgate.net/publication/337894095_MS_Systems_for_the_Analysis_of_Dioxins_and_PCBs
3. BepeH4ukos A. H, KpacHos H.B., fannb J1. H. TaHLeMHble Macc-CrnekTpomMeTpbl B 6uoxumun // Hay4Hoe npuéopoctpoeHune. 2004.

T.14. Ne 2. C. 4-23.

4. WccnepnoBaHune gyeikn Lns 6bICTPON hparMeHTaLmm n CTONKHOBUTENbHOMO oxnaxxaeHus / C. H. Kupunnos [n ap.] / Hay4Hoe npu-

6opocTpoeHne. 2006. T. 16. N 3. C. 67-79.

PCTl

m SrtanoHbl. CraHpapTHble o6pasubl T.16. N22, 2020 I||||I||||I||||I||||I||||I||||I||||

BHUUM

wm. [1. V. Menpeneesa



CraHpapTHble o6pasubl / Reference materials .

[OCT ISO Guide 35-2015 CtaHaapTHble 06pa3ibl— O6LMe U CTAaTUCTUYECKIUE NPUHLNMBI cepTuduKauum (atTectaumnn). M.:
CtaHpapTuHdgopm. 2016. 61 c.

[OCT P 8.736-2011 locynapcTBeHHas cuctema 06ecneyveHns eAMHCTBA N3MepeHUia. IamepeHns npsimble MHOrOKpaTHble. MeToabl
06paboTKM pe3ynbTaToB n3mepeHunin. OcHoBHble nonoxeHus. M.: CtangapTundgopm, 2013. 23 c.

7. MYK-99 MeToandyeckune ykazaHus no naeHTudnkauum n nu3omepcneunguyeckomy onpeaeneHinto noauxnopmpoBaHHbiX Ju6eH-
30-N-ANOKCUHOB 1 AM6EH30(DYPAHOB B MSACE, NTULE, PbI6GE, NPOAYKTAX U CYBNPOAYKTAX U3 HUX, & TAKXKE B APYrMX XKUpOcoepxa-
LWKUX NPOAYKTAX M KOpMax MeTO0M XpoMaTo-mMacc-cnekTpomeTpuun. Mockea, 1999.

8. TOCT 34449-2018 MpoayKTbl NULLEBbIE, NPOAOBONLCTBEHHOE CbIPbE, KOPMA, KOPMOBbLIE f06aBKK. OnpeaenieHne MaccoBoii 10-
NN ANOKCUHOB METOLOM XPOMATO-MacC-CNeKTPOMETPIY BbICOKOTO paspelueHns (¢ nonpaskoi) M.: CTaHaapTuHdgopm, 2018. 23 ¢

9. Biomonitoring of selected persistent organic pollutants (PCDD/Fs, PCBs and PBDESs) in Finnish and Russian terrestrial and aquatic
animal species / A. Holma-Suutari [et al.] // Environ Sci Eur. 2016. Ne 28. P. 5. DOI: 10.1186/512302-016-0071-z

10. Holma-Suutari A., Hallikainen A., Ruokojarvi P. Kiviranta H., Nieminen M., Laaksonen S. Persistent Organic Pollutants
in Finnish reindeer (Rangifer tarandus tarandus) and moose (Alces alces). Acta veterinaria Scandinavica. 2012. Ne 54.
DO0I:10.1186/1751-0147-54-S1-S11

11. Holma-Suutari A. Harmful agents (PCDD/Fs, PCBs and PBDEs) in Finnish reindeer (Rangifer Tarandus tarandus) and moose (Alces
alces). Academic dissertation, UNIVERSITY OF OULU, OULU2014, 10.13140/RG.2.2.27421.97761.

12. Nordisk Ministerrad EU Maximum Levels for Dioxins and Dioxin-like PCBs: Impact on Exposure and food supply in the Nordic
countries // Nordic Council of Ministers, Copenhagen, 2008, 106 p.

13. TOCT 31792-2012 Pbi6a, MOpCKMe 66CNO3BOHOYHBIE U MPOAYKThI UX nepepaboTkn. OnpeaeneHne cofepXaHus AUOKCUMHOB U An-
OKCUHNOLOGHBIX MONUXI0PUPOBAHHBIX GUEHNIIOB XPOMATO-MACC-CNeKTpanbHbiM MeTogoM. M.: CtangapTungopm, 2014. 39 c.

REFERENCE

1. Budko A.G., Mikheeva A.Y., Krylov A.l. Metrological assurance of dioxin measurements. A certified reference material for mea-
suring the dioxin mass fraction in animal fat. Reference materials. 2018;14(3-4):17-32. (In Russ.). D00:10.20915/2077-1177-201
8-14-3-4-17-32

2. Dam G., Hiroyuki F., Wakeren Ch., Traag W. MS-Systems for the Analysis of Dioxins and PCBs. In ResearchGate. December, 2019.
Available at: https://www.researchgate.net/publication/337894095_MS_Systems_for_the_Analysis_of_Dioxins_and_PCBs

3. Verenchikov A.N., Krasnov N.V., Gall L.N. Tandem Mass Spectrometry in Biochemistry. Nauchnoe Priborostroenie=Scientific
Instrumentation. 2004;14(2):4-23.

4. Kirillov S.N., Zamyatin A. V., Alexeev D.N., Demidov V.N., Maximov S.V., Muradymov M. Z., Verentchikov A. N. Experimental studi-
es of a collisional induced dissociation cell with rapid dissociation and collisional damping. Nauchnoe Priborostroenie=Scientific
Instrumentation. 2006;16(3):67-79.

5. GOST ISO Guide 35-2015 Reference materials — General and statistical principles of certification. Standartinform, Moscow,
2016. (In Russ.).

6. GOST R8.736-2011 State system for ensuring the uniformity of measurements. Multiple Direct measurements. Methods of mea-
surement results processing. Main positions. Standartinform, Moscow, 2016. (In Russ.).

7. MUK-99 Guidelines for the identification and isomerspecific determination of polychlorinated dibenzo-p-dioxins and dibenzofurans
in meat, poultry, fish, products and by-products from them, as well as in other fat-containing products and feed by chromatogra-
phy mass spectrometry. Moscow, 1999. (In Russ.).

8. GOST 34449-2018 Food products, food raw materials, feeds, feed additives. Determination of dioxins mass fraction by gas chro-
matography/high-resolution mass spectrometry. Standartinform, Moscow, 2018. (In Russ.)

9. Holma-Suutari A., Ruokojarvi P., Komarov A.A., Makarov D.A., Ovcharenko V.V., Panin A.N. et al. Biomonitoring of selected per-
sistent organic pollutants (PCDD/Fs, PCBs and PBDES) in Finnish and Russian terrestrial and aquatic animal species. Environ Sci
Eur. 2016;28:5. DOI: 10.1186/s12302—-016-0071-z.

10. Holma-Suutari A., Hallikainen A., Ruokojarvi P. Kiviranta H., Nieminen M., Laaksonen S. Persistent Organic Pollutants
in Finnish reindeer (Rangifer tarandus tarandus) and moose (Alces alces). Acta veterinaria Scandinavica. 2012;54.
DOI:10.1186/1751-0147-54-S1-S11.

11. Holma-Suutari A. Harmful agents (PCDD/Fs, PCBs and PBDEs) in Finnish reindeer (Rangifer Tarandus tarandus) and moose (Alces
alces). Academic dissertation, UNIVERSITY OF OULU, OULU2014, 10.13140/RG.2.2.27421.97761.

12. Nordisk Ministerrad EU Maximum Levels for Dioxins and Dioxin-like PCBs: Impact on Exposure and food supply in the Nordic coun-
tries. Nordic Council of Ministers, Copenhagen, 2008, 106 p.

13. GOST 31792-2012 Fish, marine invertebrates and products of their processing. Determination of dioxins and dioxin-like biphenyls

content by GC-MS method. Standartinform, Moscow, 2014. (In Russ.)



. CranpapTHble o6pasupl / Reference materials

NHOOPMALA Ob ABTOPAX

Kpbinos AHatonuii UBaHOBHY — . XM. HayK, PYKOBOANTENb OT-
[iena rocatasnoHoB B 0671aCTW OPraHM4Yeckoro U HeopraHM4ecko-
ro aHanu3za ®ryn «BHUWAM um. .. MeHpeneesa».
Poccuitickas ®epnepaums, 190005,

r. CaHkT-MeTep6ypr, Mockosckuii np., 19.

e-mail: akrylov@b10.vniim.ru

Muxeesa AneHa HOpbeBHa — KaHA. XMM. HayK, BeyLLWii Hay4HbIi
cotpyaHuk Oryn «BHUUM um. . . MeHngeneesa».
Poccuitckas ®epnepaums, 190005,

r. CaHkT-MeTtepbypr, MockoBckwii np., 19.

e-mail: may@b10.vniim.ru

ResearcherID B-6506-2019

byako Anekcangpa l'epmaHoBHA — Hay4HbIid cOTPYAHUK DIV
«BHUANUM um. 1. 1. MenpeneeBa».

Poccuitickas ®epepaums, 190005,

r. CankT-MeTtepbypr, MockoBckwii np., 19.

e-mail: aa@b10.vniim.ru

ORCID0000-0002-4288-2916

ResearcherID 0-8550-2018

SrtanoHbl. CraHpapTHble o6pasubl T.16. N22, 2020 I||||I||||I||||I||||I||||I||||I|||

INFORMATION ABOUT THE AUTHORS

Anatoliy I. Krylov-Dr. Sci. (Chem.), head of the department for
state measurement standards in the field of organic and inorganic
analysis D.l. Mendeleyev Institute for Metrology.

19 Moskovskiy ave., St. Petersburg

190005, Russian Federation

e-mail: akrylov@b10.vniim.ru

Alena Y. Mikheeva- PhD (Chem.), leading researcher,
D.l. Mendeleyev Institute for Metrology (VNIIM).

19 Moskovskiy ave., St. Petersburg

190005, Russian Federation

e-mail: may@b10.vniim.ru

ResearcherID B-6506-2019

Alexandra G. Budko —researcher, D.1. Mendeleyev Institute for
Metrology (VNIIM).

19 Moskovskiy ave., St. Petersburg

190005, Russian Federation

e-mail: aa@b10.vniim.ru

ORCID0000-0002-4288-2916

Researcher|D 0-8550-2018

Tl

BHUUM

wm. [1. V. Menpeneesa



