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B cTaTbe npeacTasneHa Hgopmauma o pa3paboTkKe HOBOro Tuna cTaHgapTHoro obpasua (CO) cocTasa pac-
TBOpa WecTn NPUOPUTETHLIX hTanaToB (AumMeTundgTanaT, gnaTundTanaT, gu(H-6yTun)dpTanaT, 6eH3mnby-
TunTanaT, gu(2-aTuarekcun)TanaT, AU(H-okTUN)PTanaT) B MeTaHone, 06ecne4yeHHOro MeTpPoorMyecKoin
npocne>kmBaemocThbio K F3T 208-2019 (3T 208).

Moka3aHa npoueaypa npuroTosneHns n aTTecTayum CO, B TOM YuCAe OLeHWBAHWE OLHOPOAHOCTU U CTabunbHo-
cTWU. B KauyecTBe ucxofgHoro maTepuana CO 6blM UCNONb30BaHbl YNCTbIE OpraHMYecKne BellecTBa - (hTanaThl,
oxapakTepusoBaHHble Ha AT 208. MaTepuan CO 6bin NPUTrOTOB/NEH BECOBbIM U 06bEMHO-BECOBLIM METOAAMM.
VccneposaHue cTabunbHoc T MaTepnana CO BbINONHEHO U30XPOHHLIM CMOCO60M. AT TeCTOBaHHbIMU XapakTepu-
cTukamu CO ABNAKOTCSH MaccoBas A0S U MaccoBas KOHUEHTpaumna nHansmayansHbix hTanaTos BpacTeope. Mpu
pacyeTe 6l04>KeTa HeonpeAeneHHOCTU aT TecTOBaHHbIX XapakTepucTuk CO 6blan y4TeHbl BKAa4bl OT YUCTO-
Tbl UCXOAHbIX BELECTB, npoueasypsbl npuroTosneHns CO, HEOAHOPOAHOCTU U LONTOBPEMEHHOR HeCTabunbHOCTU.
OTHOCUTeNbHAaA paclunpeHHas HeonpeLeneHHoCTb aT TeCTOBaHHbIX 3HaUeHWii He npesbiwaeT 2 %. B pesynbTaTe
6bln pas3paboTaH MyTBEPXKAEH CEPTUGMUMNPOBaHHbIN CTaHfapTHbIN o6pasel (CCO) cocTasapacTBopa ahupos
opTodTanesoi KucnoThl (pTanaTos) BMeTaHone (6dThT-BHNVM) TCO 11366-2019.

MpakTuyeckas 3HaUMMOCTb npumeHeHns FCO 11366-2019 cocTonT B 06ecneyeHn MeTPONOrNYECKOR NPOCe>Kn-
BaeMocTun CO K cooTBeTCTBYyOWUM eanHuyam Sl, BocnpomssogumbiM Ha F'AT 208. PaspaboTaHHblil CO MOXKeT
NPUMEHATbCA NPY peLleHnn NIObIX U3MEPUTeNbHbIX 3aay W BbINMONHEHUN PA3NIMYHbIX BUA0B MET POAOTMYeCKMX paboT.

Ccblnka npu uMTnpoBaHun:

MeTponoruyeckoe obecrneyeHne W3MepeHuil cogepxaHus (hTanatoB: CTaHLapTHbIA obpasel cocTaBa pacTopa LeCTW npuo-
puTeTHbIX (PTanatoB B MetaHone / A. W Kpbinos [n ap.] // 31anoHsl. CtaHgaptHble obpasusl. 2021. T. 17. Ne3. C 5-19. https://doi.
0rg/10.20915/2687-0886-2021-17-3-5-19.
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The article provides information on the development ofa new reference material (RM)for the composition ofa solu-
tion ofsix priority phthalates (dimethyl phthalate, diethyl phthalate, di(n-butyl) phthalate, benzyl butyl phthal-
ate, bis(2-ethylhexyl) phthalate, di(n-octyl) phthalate) in methanol provided with metrological traceability to

GET 208-2019 (GET 208).

The procedurefor the preparation and certification o fRMs is shown, including the estimation ofhomogeneity and

stability. Pure organic substances (phthalates) characterized on GET 208 were used as the starting material for

the RM. The RM material was prepared by weight and volume-weight methods. The stability study ofthe RM was

carried out by the isochronous procedure. The RM certified values are the massfraction and mass concentration

ofindividual phthalates in the solution. When calculating the uncertainty budgetfor RM certified values, contribu-
tionsfrom the purity ofthe starting materials, RM preparation procedures, heterogeneity, and long-term instability
were taken into account. The relative expanded uncertainty ofthe certified values does not exceed 2 %. As a result,
a certified reference material (CRM) was developed and approvedfor the composition ofa solution ofortho-phthalic

acid esters (phthalates) in methanol GSO 11366-2019.

The practical significance ofthe application of GSO 11366-2019 is to ensure the metrological traceability ofRM to

the corresponding S1 units reproduced on GET 208. The developed CRM can be applied in resolving any measuring

tasks and performing afull range ofmetrological works.

Keywords: reference material, phthalates, certified value, uncertainty, metrological traceability, mass balance method,
homogeneity, stability, metrological support

Vicnonb3yemble B CTaTbe COKpaLleHus:

CERI - VIHCTMTYT OLEHKM W UCCNEA0BAHNA XMMNYECKNX
BeLLeCTB, AnoHuA

CIL- Cambridge Isotope Laboratories, Inc, CLUA

CRM - CepTuchuumpoBaHHbIii CTaHAAPTHbIA 06pasel]

NIM - HaumnoHanbHbIii MeTponornyeckuii MHCTUTYT Kutaiickoit
HapogHoii Pecny6nuku

NIST - HauuoHanbHbIiA UHCTUTYT CTAHAAPTOB 1 TEXHOOTHIA,
CLIA

NMIJ - HauuoHanbHbIA METPONOTUYECKNA MHCTUTYT ANOHUN
RM - CtaHgapTHblii 06pasel
BB® - 6eH3unbyTundranat

OTanoHbl. CTaHgapTHble o6pa3ybl T.17. Ne 3, 2021

Abbreviations used in the article:
CERI - Chemicals Evaluation and Research Institute, Japan

CIL- Cambridge Isotope Laboratories, Inc, USA
CRM - Certified reference material
NIM - The National Institute of Metrology, China

NIST - The National Institute of Standards and Technology, USA

NMIJ - National Metrology Institute of Japan
RM - Reference material
BBP - benzyl butyl phthalate
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BIXX-Y® - BbICOKOI(h(DEKTUBHAS XMUAKOCTHASA XpoMaTorpa-
us ¢ ynbTpamroneToBbiM 4eTeKTOPOM

[CO - cTaHAapTHble 06pasLibl YTBEPXAEHHOMO TMna
I'X-MC - ra3osas xpomartorpagus/macc-cnekTpoMeTpus
OB® - pu(H-6yTun)dpranar

OM® - agumetundpranart

[O® - an(H-okTun)hTanar

[J3roe - an(2-atunrekcun)dranat

030 - puatundptanar

JIOC - neTyune opraHumyeckne CoepnHeHus

MB - MeTof MaccoBoro 6anaHca

MYK - meToguueckue ykasauus

HC - Henetyune coegnHeHus

OK - OCHOBHOW KOMMOHEHT

MBX - nonusuHunxnopug

[134B - nepBuuHOE 3TA/IOHHOE YMCTOE BELLECTBO

PC - pOACTBEHHblEe COefjNHEHMS

CO- cTaHgapTHbI 06pasel

CCO - cepTM(uLMpOBaHHbIN CTaHAapTHbIA 06pasey,
TP TC - TexHnueckuil pernameHT TaMOXEHHOT0 Cot03a
YOB - 4ucToe OpraHM4ecKoe BELLeCTBO

BeepeHnue

B HacToqwee Bpems B Poccuu Bbinyckaetcd AocCTa-
TOYHO LIMpoKas HomeHknatypa CO, KoTopble ABNAKTCA
BaXHOW COCTaB/ISIOLLENA CUCTEMbI 0BECNEYEHNST eANHCTBA
n3mepeHuii [1]. OfHaKo CyWecTBYHT Lenble rpynnbl (Mau
KMaccbl) XMMUYECKNX BELLECTB, W3MEPEHNE COLEPXaHNSA
KOTOPbIX HEOOXOAMMO B MHTEpECAaX Pas/MyHbIX oTpacnei
NPOMBILLNEHHOCTH, CENbCKOrO X035iCTBa, 34paBooXpaHe-
HWS, 9KOMIOTUN U T. [, HO He 06eCNeYeHHO COOTBETCTBYIO-
wumu CO. IpyruM BaxHbIM acnekToM TeKyLlero MOMeH-
Ta AIBIAETCA BOMPOC HA/MUNA/OTCYTCTBUA Y CTAHAAPTHBIX
06pa3suos (CO) METPONOrNYECKOI NPOCNeXNBaEMOCTH, YTO
onpefensfeT ux HasHaueHne 1 061acTb NPUMEHeHUs B aHa-
JINTUYECKOI NpaKTuke.

Schupbl opTohTaneBoi kucaoThl (hranatkl) ABASOTCS
KPYMHOTOHHAXHbIMY NPOAYKTAMW XWMUYECKON MPOMbILL-
NIEHHOCTY, HaWEeAWNMU WIUPOKOe NMPUMEHEHNe B KauyecT-
BE CMa30uHbIX Maces, neHoracAlnx BeLlecTs, pacTso-
puteneii 1 HocuTenei B Pas/iMUHbIX NPOU3BOACTBEHHbIX
npoueccax, a Takke npu W3roToB/IEHUM KOCMETUYECKUX
cpegcts. Camoe WKpoKkoe NpuUMeHeHne diTanatbl Nosyyn-
NN Kak naacTuukaTopbl B U3LENUAX W3 MONUBUHUIIXIIO-
puga (MBX) npu npou3BOACTBE Pa3/IMUHLIX NOUMEp-
HbIX MaTepuanos NPOMBbILIEHHOTO, BbITOBOrO, MULLEBO-
0 M MEANULMHCKOTO Ha3HayeHus. MocTynneHne qranaTos
B OKpYXatollyl Cpefdy - He TO/IbKO pesynbTar ux npowus-
BOCTBA W nepepaboTku, HO U CNefCcTBME NOBCEMECTHOIO
pacrnpocTpaHeHus niacTMacc B Bife TOBAPOB HapPOAHOTO
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HPLC-UV - rngh-performance liquid chromatography-ultraviolet

GSO - formal name of certified reference material in Russia
GC-MS - gas chromatography / mass spectrometry
DBP - di(n-butyl) phthalate

DMP - dimethyl phthalate

DOP - di(n-octyl) phthalate

DEHP - bis(2-ethylhexyl) phthalate

DEP - diethyl phthalate

VOC - volatile organic compound

MB - mass balance approach

MYK - methodical instructions

HC - non-volatile compounds

OK - the main component

PVC - polyvinyl chloride

M34B - primary reference pure substance

RC - related structure compound

TR CU - Technical regulations of the Customs Union
YOB - pure organic matter

notpebnexus. B o6beme nonumepa ranartsl, kKak npasu-
N0, He 06pasyloT NPOYHbIX CBA3EN U NErko BblAENATCA
13 rOTOBbIX M3genuii [2-5]. M3 rpynnbl (TanaTtoB wecTb
COefMHEeHN OTHeCeHbl K MPUOPUTETHbIM OpPraHNYeckum
3arpasHutensm: gumetundptanar (AM®), gnatnndra-
nat (A39), au(u-6ytun)dpranat (4b®), 6eH3unbyTUNGD-
Tanar (6b®), an(2-atun rekcun)ranar (43rP), An(H-ok-
Tun)thtanat (L4OO®) [6, 7).

Mpu KpaTKOBPeMEHHOM BO34eiicTBUM (hTanathl Ma-
NOTOKCUYHbBI, HO B YCNIOBUAX LNUTENIBHOMO MOCTYNNEHUS
B OpraHu3m MOryT CTUMY/MPOBATb BO3HUKHOBEHWE XPO-
HUYecknx 3aboneBaHuii [8-12]. Ha ocHOBe Hayu4HbIX faH-
HbIX M3 Pa3NNYHbIX MCTOYHMKOB B 2004 1. EBpOneiickuii co-
t03 (EC) 3anpetun npumeHeHve AB6® npu npou3BOACTBE
KOCMEeTUYeckux cpedcTs u urpywek [13]. Mo3sxe 3anpert
Obin pacnpocTpaHeH Ha A3r® n BB®. B Poccum Takxe
NPUHAT PAL HOPMAaTUBHO-NPABOBbLIX AOKYMEHTOB, perna-
MEHTUPYIOLLNX COAepxXaHue (pTanatos B ynakoBke U npo-
OyKUMKM, NpefHasHayeHHo Ans aeTeil M NOLPOCTKOB, aT-
MOC(DEPHOM BO3AyXe, TEKCTUMbHBLIX U 06YBHbLIX MaTepua-
nax [13-19]. MeTogpl U3MepeHnid cosepxaHus (pTanatoB
B pas/NyHbIX MaTpuULax NponucaHbl B pOCCUiiCKNX HopMa-
TUBHbIX IOKyMeHTax [20-26] 1 TeXHUYECKUX pernameHTax
TaMOXeHHOro cot3a.

®dTanatbl OTHOCATCS K OfHOI U3 BaXHEMWNX rpynn Be-
LLEeCTB, ANA M3MEPEHNS KOTOPON A0 HEeLABHErO BPEMEHU
oTcyTcTBoBasm CO poCCMIACKOr0 NPOM3BOACTBA.
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HaumoHanbHble METPOJIOrnyeckne UHCTUTYTbl HEKOTO-
PbIX CTPaH W P4 KOMMEPYECKUX OpraHn3aLunii Bbinycka-
I0T OFpaHNYEHHbI aCCOPTUMEHT Kak CepTUMLNPOBAHHbIX
pehepeHTHbIX MaTepuanos (Certified Reference Materials -
CRMs), Tak 1 pethepenTHbix (Reference Materials - RMs),
CBefieHNs 0 KOTOpbIX 0606LLeHbl B Tabn. 1

BaxHo 3ameTtnTb, 4to B CRM npunucaHHble 3HaueHus
BE/IMYMH 0XapakTepu3oBaHbl C TOUKW 3peHNs Heonpepe-
NEHHOCTU (MOTPELLHOCTM) W UMEIOT YCTAHOB/IEHHYI0 Me-
TPONOTrUYECKY0 NPOCNEXNBAEMOCTb, YTO ABNAETCH KI1t0-
yeBbIM 0T/IMuMem CRM ot RM, Ans KOTOpbIX YKa3aHHbIe Xa-
paKkTepUCTUKN He 06s3aTenbHbI [27].

AHanornyHoe pasfenieHne no npusHaky Hanuuma/ot-
CYTCTBUS METPOSIOrMYeckoil npocnexusaemoctu Ha CCO
n CO 3aKpenneHo B JOKYMeHTax Mo CTaHjaptusauum,
NPUHATBIX HA Mexrocy4apCTBEHHOM COBeTe M0 CTaH-
JapTusauun, MeTposiorn u cepTudmkauum (npoTokon
ot 30 okTA6pa 2019 r. Ne 123-1) 1 BBEAEHHBIX B feiiCTBME
B Poccwiickoii depepauun [28].

MpumeHeHne CCO /191 BbINMOMHEHNS U3MEPEHUIA rapaH-
TUPYET HaMBLICLLYI0 TOYHOCTb 1 HAJEXHOCTb, a Takxe Co-
NOCTaBUMOCTb MOMYYEHHBIX Pe3y/bTaToB, YTO 0COBEHHO
BAXHO Npu BbINOMHEHWN WU3MeEpPeHuii B cthepax, noane-
XaLux rocysapCcTBeHHOMY PEryMpoBaHNio, peanu3auum

Ta6nuua 1.CeptudpuumnposaHHble CO u CO rpynnbl ¢pTanartos, BbiNyckaemble 3apy6eXHbIMY

3HaueH1eMaccoBOii KOHLLEH-
Tpauuu*, Mkr/cm3

npon3BoauTeNAMM
Table 1. Certified reference materials and reference materials of the phthalate group produced by foreign
producers
No Mpoussopurent, HaumeHoBaHWe marepuana KaTanoxHblil Homep
CTpaHa
CCO (CRM)
1 NIM, Kutaii OM® B meTaHone GBW(E)100221
03® B meTaHone GBW(E)100222
[3ro B metaHone GBW(E)100223
BE® B mMeTaHoNe GBW(E)100224
[B® B mMeTaHoNe GBW(E)100226

2 CERI,Anoxusa

[3® B meTaHoNe
[3® B rekcaHe
[b® B meTaHone

[b® B rekcaue

CERljcss-0569
CERljcss-0570
CERIjcss-0571
CERljcss-0572

230 (+2%
(

=

238 (2%

=

186 (+2 %

=

165 (+2%

=

195 (+2 %)
1000 (+0,8 %)
1000 (0,7 %)
1000 (+0,8 %)
1000 (+1,0%)

[3r® B meTaHone
[3r® Brekcane
B5® B MeTaHone
BBE® B rekcaHe

8 hranatos B MeTaHone:
Onatungpranat
Ou(2-atunrekcun)dranar
On-H-6yTundptanart
Bensunbytundranar
[Ou-H-rekcundgpranar
Jduunknorekcundptanat
[Ov-H-neHTUNgTanat
[On-H-nponundptanar
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CERljcss-0573 1000 (+0,7 %

)
CERIljcss-0574 1000 (+0,9 %)
)

CERljcss-0575

(
(
(
(
(
(
1000 (+0,4 %

(

CERljcss-0576 1000 (x0,6 %)

100
100
100
CERljcss-0619 100
100
100
100
100

+0,5%
+1,0%
+0,5%
+0,5%
+1,0%
+1,0%
+0,5%
+1,5%

=

AN N NS S S~
eSS eSS =

11111:1m1111 w1111 m11111 w1111 m111P.ATI
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OkoH4yaHue Tabn. 1
End of Table 1
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ﬂpOI/ISBO,qVITe}'Ib, o 3HaYeHMeMaccoBol KOHLEH-
No HaumeHoBaHue matepuana KaTanoxHblii Homep
CTpaHa Tpauum*, Mkricm3
3 NIST,dIIA 6 (hTanatos B MeTaHoONeE:
- Mo 55,6 £12
- A50 51,4 +17
- 6o NIST SRM 3074 512+12
- bbo 522 +14
- [19roe 58,6 +1,3
- Joo 482 +14
CO (RM)
4 CIL, CLLIA B6® B HOHaHe ULM-7551-1.2 100
[3rd B HOHaHe ULM-6241-1.2 1000
[3® B HoHaHe ULM-6174-1.2 100
OM® B HOHaHe ULM-6783-1.2 100
JB® B HOHaHe ULM-7466-1.2 100
[O® B HOHaHe ULM-6129-1.2 100
5 Supelco (Merck), EPA meTop, cmech apupoB htane- 48805-U 2000 (kaxgoro)
CLIA BOA KNC/IOTHI
[3r® B meTtaHone 47994 2000

* B cKoBKax npnBeAeHbl 3HaYEHNA OTHOCUTENbHOIA paCUJMpEHHOVI HeonpeaeneHHocTn

MEXroCyapCTBEHHbIX NPOEKTOB W T. ., KOrga Heobxo-
OMMO MpU3HaHWe pesy/nbTaToB W3MEPEHWIi Ha MexXayHa-
pogHom yposHe (Cornawexue CIPM MRA o1 14 okTa6ps
1999 r. [29]).

Mepeg aBTopamu 6bina noctaBneHa 3afadva paspabo-
Tatb CCO cocTaBa pacTBopa LWecTu NpuopuTeTHbIX (hTa-
natoB, ob6ecneyeHHbIi METPOIOrNYECKoii npocnexusa-
eMOCTbi0 K eAuHuLam Bennuud CU, BOCNPON3BOAUMBIM
FoCy4apCTBEHHbIM NEPBUYHLIM 3TANIOHOM €AMHUL, MAcCco-
BOIi (MO/IAAPHOIA) JONMM 1 MACCOBOI (MONAPHOIA) KOHLEHTPa-
LK OpraHnyecknx KOMNOHEHTOB BXUAKUX W TBEPAbIX Be-
LLeCTBAX M MaTepuanax Ha 0CHOBE XWAKOCTHOIA 1 ra3oBoii
XpOMaT0-Macc-CneKTPOMeTpUN C M30TONMHLIM pa3basneHu-
em u rpasumetpun 3T 208-2019 (F3T 208).

Matepuasibl 1 MeToAbI

OT60p 1 NOArOTOBKA UcxogHoro matepuana CO

[Onsa cozpaHua CCO thranatos 6biim npuobpeteHsl YOB
tpranatel: AM®, 030, AB®, BE®, A3r®, 1O (npou3Bo-
antens - Sigma-Aldrich, Fepmanus) ¢ 3asBneHHON cTene-
HblO 4ncToThbl OT 98,4 % [0 99,8 % (Tabn. 3).

Wceneposanus YOB 6b11 BbINOMHEHLI HA aHaNUTUYe-
ckoM 060pya0BaHMK, BKIKUYEHHOM B cocTas 3T 2081

MepBbiM 3TanoM onpefeneHus YuCToTbl OpraHuye-
CKMX BELLEeCTB ABANOCH NOATBEPKAEHNE UX WAEHTUYHO-
cTn. NaeHTudmkaumio qtanatos BbINOMHAAN METOLOM
rasoBoil xpomatorpaduu/macc-cnektpometpun (FX-MC)
C Ucnonb3oBaHmeM 6ubnnotekn macc-cnektpos NIST 142
1 Xxpomatorpanuecknux UHLEKCOB yaepXuBaHus.

Ha BTOpom 3Tane YOB 6binn TuiaTeIbHO uccnefoBa-
Hbl Ha Ha/MumMe YeTbipex BEPOATHbIX rpynn npumecei (PC,
Boga, /IOC n HC), npousBedeH nocnegytowuii pacyet
MaccOoBOi A0MM OCHOBHOTO KOMMOHeHTa no dyopmyne
«100 % MuHyCc cymma npumeceii» [30-32] B COOTBETCTBNN

173T 208-2019 locymapcTBEHHOMY MEPBUYHOMY 3TafiOHy
€[VHNAL, MaccoBOW (MOMSIPHON) [OMM W MACCOBOI (MONSPHON)
KOHLLEHTPaLM OpraHnyeckux KOMMNOHEHTOB B XWUAKUX 1 TBEPAbIX
BeLLeCTBaxX M MaTepuasax Ha 0CHOBE XUAKOCTHOI W ra3oBoi Xpo-
MaT0-Macc-CNeKTPOMETPUN C M30TOMHBIM pasbaBfieHneM U rpa-
BumeTpUN // defep. UHGopM. (PoHA no obecrney. efuHCTBA U3Me-
peuii [caiT]. URL: https://fgis.gost.ru/fundmetrology/registry/12/
items/1382717

2NIST Mass Spectral Library 2014
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C MeXAYHapOAHO-NPU3HAHHLIM KOCBEHHBLIM CMOCO60M
ONpefeneHns YNCToTbl KOMMOHEHTOB MeTO4OM MacCOBO-
ro 6anaHca (MB).

Onpegenenve npumeceii PC 1 TOC 6bian BbINONHEHDI
metogom X-MC Ha npubope Agilent 7890B/5977B (npo-
n3sogutens - Agilent Technologies, CLUA).

Paboune napameTpbl xpomarorpada u Macc-cnekTpo-
MeTpa npejcTaB/ieHbl B Tabn. 2.

Onpegenexne mMaccoBoii gonn npumecein HC Bbinos-
HANW TPaBUMETPUYECKUM METOAOM C NMOMOLLbIO OTKan-
OpoBaHHbIX 3M1EKTPOHHBIX BECOB CMELWanbHoro knac-
ca TouyHocTn GH-252 (AND, AnoHus). MaccoByl [0M1H0
HC n3mepsinim no pasHocTM mMacc Konbbl 40 U nocne yna-
prvBaHWA Npodbl NpyU NOHMKEHHOM fasneHun (T=200 °C,
P=1,33 ka (10 Mm pr. CT.), pe3ynbTar OTHOCWU/IN K Macce
o6pasua, koTopas coctaenana 50 .

Onpefenexlne MaccoBoi JoOAW NpUMeECH BOAbl Oblio
BbINO/IHEHO Ha ycTaHoBKe Mettler Toledo C30 (npou3Bo-
autens - Mettler Toledo, LBeiiyapus), peanusyiowein me-
TOZ, Ky/NIOHOMETPUYECKOro TUTPOBaHMA no Kapny ®uwepy,
C Ucnonb3oBaHMeM 6a30BbiX HACTPOEK Npubopa.

Matepuan CCO rotoBunuM BeCOBbIM M 06BEMHO-BECO-
BbIM METOZaMMU.

B KauecTBe pactBopuTens Ans NpuroTOB/IEHWS OMbIT-
Hoil naptum CCO Mcnonb30Bann MeTaHon, NpeABapuTeb-
HO MPOBEPEHHbI HA OCTATOYHOE COAEPXaHWe BCTPEYHbIX
npumeceii.

Macchbl HaBECOK MHAWBMAYaNbHbIX (hTanaTos onpege-
NANN Ha 0TKasMBpOoBaHHbLIX Becax | (cnewumansbHOro) knac-
ca TouHocTn XPE26 (npoussogutens - Mettler Toledo,
lWBeiuapus). KoHTponb rpybbix NpoMaxos, Uccnenosa-
HWe O4HOPOALHOCTM U cTabunbHocT matepuana CCO Bbl-
NOMHAMM NO cofepxaHuto dranatos metogom MX-MC.

PesynbTatbl nccriefoBaHUA 1 UX 06CYXaeHune

OCHOBOI4 06ecrneyeHns MPOCNeXMBAEMOCTU B OpraHu-
YeCkOM aHasu3e ABMAKTCA MOHOCTLI0 OXapaKTepnu30BaH-
Hble YMCTbIE OpraHnyeckne BellecTsa [33]. Takum 06paszoMm,
nepBbIM HEOOXOAMMBIM LUAroM A1 CO3LaHNA CepTUtnLM-
poBaHHoro CCO 1 hopMUpPOBaHMA LLenoykn MeTponornye-
CKOM NpOCNEeXMBAEMOCTN ABNSETCA AeTasbHOe Mccneno-
BaHue YOB c Liefbio ero atrecrayuun/ceptudukanmuu.

Ta6nuua 2. YCN0OBUA BbIMOMHEHNS u3MepeHnii cogepxanus PC n NOC meTogom MX-MC
Table 2. Related structure compounds (RCs) and volatile organic compounds (VOCs) measurement conditions

by using GC-MS

Xpomatorpad

KonoHka
Temnepartypa nHxekropa

Pacxop, raza-Hocutens (refinii) B pexnMe NoCTOSHHOIO
notoka (Constant Flow)

Pexum rasa-Hocutens
Pexum BBOAA Npo6bI

TemnepaTypHasi nporpamMma TepmocTaTa KOIOHKM

3ajiepxka Ha BbIXOZ4 pacTBOpUTENS

O6bem npobbl

HP5-MS, 30mx0,25mmIDx0,25gm df
280 °C

1 cM3MuH.

MocTosHHbIA NoTok (Constant Flow)
C nenenvem notoka 1/50 (Split 1/50)

40 °C (5 MuH.) - 10 T /MmuH.- 280 °C
(35 muH.)

6e3 3afepxku

1 mm3

Macc-cnektpomeTp

TemnepaTtypa WOHHOTO UCTOYHMKA
TemnepaTypa Kagpynosns
DHEPrusi NOHU3UPYIOLLMX 3/1IEKTPOHOB

Pexum peructpaynn

10
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230 °C
150 °C
70 38

MonHbIiA NoHHBIA TOK (TIC) B AnanasoHe
m/z 33-550
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OnpegeneHune unctotel YOB thTanatos

NoeHTMdnKaLnio OCHOBHOTO KOMMOHeHTa MpoBoO-
annn metogom MX-MC ¢ ucnonb3oBaHneMm 6U6NMOTEKN
macc-cnektpoB NIST 14 u xpomaTorpaguueckux UHaek-
COB yAepxuBaHud. Ha puc. 1 B kayecTBe npumepa npu-
BEEHbI akTyasibHbIA 1 COOTBETCTBYIOWMIA pethepeHTHbIi
macc-cnektpsl JB®.

Cnefyet OTMETUTb, YTO B MACC-CMEKTPAxX 3/71eKTPOH-
HO MOHM3aLMN (HTANATOB OCHOBHbLIM XapaKTepPUCTUYHBIM
WOHOM AiBNIfieTCA M/z 149, MHTEHCMBHOCTb MPOYUX MOHHBIX
(parmeHTOB cocTaBnseT MeHee 20 %, a cUrHan Moseky-
NAPHOTo MoHa coctaBnseT mMeHee 109%. Takum o6pasom,
OONMbLWNHCTBO (PTANATOB UMEIOT CXOAHbIE MacC-CnekTpbl,
4TO AenaeT WX UAeHTUdUKaLMI0 C MOMOLLLI0 MacC-Ccnek-
TPOMETPUM He LOCTATOUHOI ANS NOATBEPXKAEHUS ULEHTNY-
HOCTW OCHOBHOTO KOMMOHeHTa. [/ MOBbIWEHUS Hagex-
HOCTW MAeHTUMKaLUU pTanatos NpuBNekann LaHHble
0 Xxpomarorpaduyeckux WHAekcax yaepxusaHua. B ka-
YeCTBE [OCTATOYHbIX KpPUTEpUEB MAEHTUdUKALUKN npu-
HUMaNW CoBnafeHne Macc-CnekTpos ¢ 6UBAMOTEYHBIMY -
He meHee 80 % W OTKNOHeHMe WHAEKCOB yAEepXuBaHus -
He 6onee 5 eguHnL,.

MOCKONbKY B HOPMAsIbHbIX YCNOBUAX pTanatsl ABNA-
I0TCA XUAKOCTAMM C YCTAHOB/IEHHLIMU TEMMEPATYpaMu Kin-
NeHus 1, CnefioBaTesibHo, NPUTOLHbIMU K aHaiudy MeTo-
[0M ra3oBoi xpomatorpaduu, onpegeneHune npumeceii PC
1 JIOC 6b110 BLINOIHEHO OLHOBPEMEHHO HEMOCPELCTBEH-
Ho 13 YOB ¢pTanaros.

NaenTuduumposantble npumecn PC n JIOC 6binn 13-
MepeHbl METOLOM BHELLHEro CTaHAapTa Mo TOYeYHbIM rpa-
[yVPOBOYHbIM XapakTepucTUkam B NPefnofioKeHUm, uto
(hakTop OTK/INKA NPUMECKH OTHOCWUTESILHO COOTBETCTBYIO-
Lero ctaHaapta paseH 1 B kauecTse BHellHero ctaHgap-
Ta NPUHANK:

- neHTaHon-1 - Ans npumecein anudaTnyeckux cnup-
TOB 1 NPOCTbIX 3(PUPOB;

- 6YyTMNOBLIA 3PUP YKCYCHOIA KMCNOTBI - AN MpUMe-
ceii anuatnyecknx CoXHbIX 3¢hMpoB;

CtaHpapTHble o6pa3ubl / Reference Materials |

- GEH30MHYK KMCNOTY - ANA NPUMECel apomartuye-
CKNX KapboHUNCcofepXaLmx coefnHeHui;

- 6 tpranatos (AM®, 439, AB®, BB®, 43P, 4OP) -
4ns npuMeceii achmpos (hTaneBoii KNCNOTHI.

Bo Bcex uccneposaHHbix YOB (pranartos 3apeructpu-
POBaHbl XapakTepHble NPUMECH, HaNM4Me KOTOPbIX 06Yy-
CNOB/IEHO TEXHONOrUed Npom3soacTBa (CnMpThl, 3thupbl
OEH30MHOIA KMCNOThI, (hTaneBblil aHTMAPWUA, N30OMEPHbIE
thranatsl). TunuyHas macc-xpomarorpamMma pranartos
Ha npumepe O3r® npusegeHa Ha puc. 2.

B pe3ynbTare BbIMO/IHEHHbIX UCCNEL0BAHMIA ObI10 yCTa-
HOB/EHO, YTO MaccoBast gona cymmbl JIOC v PC Bo (ptana-
Tax coctaenget o1 0,17 % po 1,12 %.

MaccoBylo [0 BOAbl U3MEPsSAN N0 CTaHAapTHOI
npouesype € UCNofb30BaHUEM KY/IOHOMETPUYECKOro TH-
TpoBaHua metofoMm Kapna ®wuwepa, cofepxaHue npu-
Mecell BOfbl B UCCNefOBaHHbIX (dTanatax COCTaBWU/IO
ot 0,027 % fo 0,105 %.

[na 3MepeHus COAepxaHns HeneTyuyux npumecen
NPUMEHANN TPaBUMETPUYECKUIT METOZ, 3aKnivatoLnics
B M3MEPEHUM Macchl HaBecCku A0 W nocne ynapusauus OK
W MPOYMX NETYUUX OPraHUYeCKUX W HEOpPraHuyecknx se-
LecTs. bblno ycTaHoBNEHO, YTO BO BCEX MCCNEA0BaHHbIX
(hTanarax maccosas foNs NpUMECE HeneTyuux coefuHe-
Huii cocTasnseT MeHee 0,0005 %.

0606LLeHHble pe3ynbTaTbl U3MEPEHW A MaccoBOl [0-
nm OK B YOB 1 nosiyyeHHble Ha MX OCHOBE aTTecTOBaH-
Hble XapakTepuCTUKN NMEPBUYHBLIX 3TANIOHHBLIX YUCTBIX Be-
wects (M34B) npuBeeHsl B TabN. 3.

ATtTtectaunsa CO cocTaBa pacTBopa htanaTos

3HayeHMe MaccoBOi JONM W MAcCOBOW KOHLEHTpa-
UAN NPUOPUTETHBIX (PTAnatoB B NPUrOTOBNEHHOM pac-
TBOpE (xapaktepusauus CO) ycTaHas/iMBanu Mo pacyet-
HO-3KCMepUMeHTabHOI NpoLesype NpUroTOBAEHMS.

Maccosyto 010 (DTaNaToB B NPUroTOB/IEHHOM PacTBO-
pe (LwaH, r/kr) paccunTbiBany ¢ y4etom cogfepxanus OK B co-
oTBeTcTBYtoLWMX M3YB (Tabn. 3) no hopmyne obLLero suaa

Puc. 1 Macc-cnekTpbl: a- akTyanbHblii aTTecTyeMoro BellecTBa, 6- pedepeHTHbIR 4B® 13 6ubnuoTekn macc-cnektpos NIST 14
Fig. 1. Mass spectra: a- actual of the substance is being certified, b - reference of DBP from the Mass Spectral Library (NIST 14)
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Puc. 2. Macc-xpomatorpamma A3re: 1-2-atunrekcaHon; 2- MeTun(2-atunrekcun)dranat; 3 - au(2-nponunneHtun)dranat; 4 - A3re
Fig. 2. Mass-chromatogram of DEHP: 1-2-ethylhexanol; 2-methyl(2-ethylhexyl) phthalate; 3-di(2-propylpentyl) phthalate; 4 - DEHP

Ta6nuuya 3. CogepxaHue OK B YOB u aTTecToBaHHble xapaktepuctukm M34YB
Table 3. Mass fraction of the main component in the pure organic matter and certified values of the primary

reference pure substance

Kommepueckuii npofykT

HaumeHoBaHue
KOMIMOHEHTa MaccoBast aonsa

OK, %
OumeTundpranar 99,8
Onatundpranat 99,7
An(v-6yTun)gpranar 99,7
Bensunbytundranar 98,4
On(2atunrekcun)gpranat 99,6
Ou(H-okTnn)dptanar 98,6

Wy, = Mg Wy (1)
m p-pa 100

rae Tw- macca M3OYB, B3aTas 419 NpUroToB/IeHMA pac-
TBOpA, Mr;

w B- maccosas gona OK B N34B, %;

Tppa- macca pacTsopa, .

MaccoByl0 KOHLEeHTpaLuio qitanatos (pam, r/gmMd pac-
CYUTbIBAM C y4yeToM cogepxaHus OK B COOTBETCTBYIOLLMX
M34YB no dopmyne obllero Buaa

T *W,

am 2
g Vp-pa -100 ( )

rae Yp_pa- obbem npurotaBnMBaemMoro pacteopa, cMm3.

OTanoHbl. CTaHgapTHble o6pa3ybl T.17. Ne 3, 2021 II

M348
MaccoBas gons PaclumpeHHas
OK, % HeonpeaeneHHoCTb, %
99,60 0,09
99,79 0,05
99,46 017
98,83 0,18
99,78 0,12
99,35 0,18

OueHuBaHue opHopogHocTh marepuana CO nposoAu-
n metogom MX-MC. [ins 3T0ro MeTogom CTatucTUyecko-
ro otbopa Ot onbITHOA napTuu CO BbiMM B3ATHI 5 3K3EM-
NAAPOB, OT KAXA0ro ak3emnnasapa - 5 anuksoTt no 0,25 cm3,
[nsa kaxgoi anukBoTbl BbII0 NPOBEAEHO TPU Napanesb-
HbIX ONpejefieHns B COOTBETCTBUN C anropuTMOM uccre-
[0BaHNA, NpUBESEHHbIM Ha puc. 3.

MonyyeHHble 3KCNEPUMEHTasbHbIe AaHHble Bblin 06-
paboTaHbl B COOTBETCTBMM CO CXeMOii 04HO(AKTOPHO-
ro gncnepcuonHoro aHanusa ANOVA, paspaboTaHHOIi
C YY4ETOM MONOXeHnii [32, 34] n NpuBEAEHHOI B METOAN-
ke uccnefoBaHns 04HOPOLHOCTK u cTabunbHocT CCO.
PacyeTbl 6bIfI BbIMOMHEHbI A8 KAXAOT0 nccnegyemo-
ro pranata.

BIM2111 M111 Mr1211 Ma1a1 M1 PHD
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Puc. 3. Anroputm nccneaoBaHus OAHOPOLHOCTM CTAHAAPTHOrO obpasLa cocTaBa pacTopa 3(hupos
opTodTanesoi kucnoTsl (pTanarTos) B METaHONE

Fig. 3. Algorithm for studying the homogeneity of a reference material of a solution of esters
of ortho-phthalic acid (phthalates) in methanol

CraTuCTUYEeCKN 3HAYMMOTO U3MEHeHUs 3a nepuog uc-
cnefoBaHus 0LHOPOAHOCTW 06HapyXeHOo He Bbino. Mo pe-
3ynbTaTam MccnefoBaHuin 6bl1 cAenaH BbIBOS O TOM, YTO
naptus CO sBnseTcA OLHOPOAHON (AN BCex (pranatos
F<FKp.). Bknag HeonpeZeneHHOCTN 0T HEOAHOPOLHOCTY
matepuana (uh) 6bin yuTeH npu pacyete brogxeTa Heonpe-
[eNeHHOCTN aTTecToBaHHbIX xapakrepuctuk CO (uh npuHs-
Ta pasHoii 0,80 %).

WccnepgoBanne HecTabunbHocT matepuana CO ocy-
LWeCTBAAMN W30XPOHHBLIM CMOCOGOM («METOf YCKOpeH-
HOTO cTapeHns») [23]. Cy4eTOoM peKoMeHLOBaHHOro Au-
anasoHa Temnepatyp xpaHeHus naptum CO uccnegosa-
HME W30XPOHHOI CTabWNbHOCTU MPOBOAWAM MPKU ONOp-
HOll Temnepatype -18 °C u TemnepaTtype wcnbiTaHWii
44 °C. TIpof0/IXNUTENbHOCTL UCCNefoBaHNsA CTabubHO-
CTW T (B CYT.), oueHuBanu no opmye

! ®
20

rae T - npegnonaraemblil CPoK rofHocTK aksemnaspa CO,
CYTKM;

t0, tx- npegnonaraemas Temnepatypa xpaHeHus CO
1 TemMnepaTtypa XpaHeHns Mpu YCKOPEHHOM CTapeHnn Mu-
Hyc 18 °C 1 44 °C cOOTBETCTBEHHO.

Mpn hMKCUPOBaHHBIX 3HAYEHMAX TEMNEpaTypbl xpa-
HEHUs 1 UCX0As W3 Npegnosiaraemoro cpoka rogHocTn CO
He MeHee 3 fIeT, NPOAO/MKUTENBHOCTb UCCNEA0BAHNS CTa-
6unbHOCTY TcocTaBuna 14 aHei.

CTaTUCTUYECKM 3HAUYMMOTO W3MEHEHUA 3a Mepuog uc-
CNefoBaHus CTabunbHOCTK He 06HapyxeHo. Mo pesynbTa-
Tam uccnefoBaHuii caenaH BbiBog 0 ctabunbHocTy CO npu
BbIOpaHHbIX TeMMepaTypax XpaHeHus 1 TpaHcnopTMpoBa-
HUs. Bknag HeonpegeneHHOCTH OT HeCTabunbHOCTU MaTe-
prana CO (ustab) 6bi yuTeH npu pacyeTe OlofxeTa Heonpe-
JeneHHocTu (ustah npunsiTa pasHoii 0,52 %).

Mo pe3ynbTaTam WUccnefoBaHWii yCTaHOBNEH CPOK rof-
Hoctn CO - 3 roga.

PacueT 6rofxeTa HeonpefeneHHOCTU aTTECTOBaH-
HbIX xapaktepuctuk CCO npoBogunn no ¢opmyne obuie-
ro Buga

U= VUdwar+ Uh+ Ulab, )

rge uchar- OTHOCUTENbHAA CTaH4ApTHAs HeonpegeneH-
HOCTb OT cnocoba artectauuu CO (B %), paccuuTbiBaemas
no copmyne 5
Y%
Uchar (MW IU p)aH) (uwe +

Uchar 100

w(rnu p)aH w,,
f \ 2
u

+ nf -100 +

1Tw 7

U
TR g0 )

T (unwn V)p~pa

rie uh- oTHocuTeNbHAA CTaH4APTHAA HeOnpeLeneHHOCTb

0T HeogHopogHoct CO (B %), paccuuTbiBaemas no op-

Myne 6 unu 7 B cooTBeTcTBuu ¢ [34, 35];
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uh(w(ILUI p)aH)
uh w(mup)H

(SSH- SSe) M (unmu V)0

3 M (unu V) 100 6

w(urn C)aH

=urh(MmU p)a
Uh

w (uM p)ax
1 w M@wmmV)
3 e M (man V)
(7)
W (C)an

rhe ustah- oTHOCMTENbHAs CTaHA4apTHas Heonpefenex-
HOCTb OT HectabunbHoctu CO (B %), paccuuTbiBaemas
no cpopmyne 8 B cO0TBETCTBUM C [34, 35].

ustab (W@ i Pyan)

wl uP)an

Salt  +100, (8)

U stab
e w(rn-uC)au

Ta6bnnuya 4.

OTHOCUTE/NIbHYI0 paCLIMPEHHYI0 HeonpegeseH-
HOCTb (npu k=2) BbluncnAnn no hopmyne

U(wl up)ad) = 2en, 9

PesynbTathl pacyeToB 0606LeHbI B TabN. 4.

Takum 06pa3oM, 3HaUeHWs METPOSIOrUYecKUx xapak-
Tepuctuk CCO Bbinn onpedeneHbl € yyeToM pesy/bTartos:

- Xxapakrepusaumun M34B;

- npoueaypbl NpuroToBfieHns pacTteopa (Mo pacyet-
HO-3KCMepUMeHTaNbHOI NpoLeaype);

- nccnefosaHua ofHopogHocTi marepuana CCO;

- nccnefgosaHus ctabunsHocTn CCO.

MeTponornyeckme xapakTepucTUKn aTTecTOBAHHOI
naptuu CCO npefcTaBneHs! B Tabn. 5.

B pesynbTare BbINOMHEHHbIX UCCNeA0BaHNiA cozgaH CO
cocTaBa pacTBopa 3()MpoB opTodhTaneBoi kucnoTel (ra-
natoB) B MeTaHone (6@1nT-BHUKMM) ICO 11366-2019 (na-
nee - I'CO). I'CO 6bIn Ucnonb30BaH Ans kanubposku (rpa-
OYVPOBKW) aHa/IMTU4ECKOro 060pyoBanHna npu paspabor-
ke pedepeHTHON MeTOANKN M3MepeHnit «PechepeHTHas
METOAMKA W3MEpPEHUA MaccoBOi JOMM WECTN MpUopu-
TeTHbIX (PTanaTos (gumetundranara, AuaTundrana-
Ta, Au(H-6yTun)ranara, 6eHsnnbytundTanara, gu(2-3-
Tuarekcun)ptanata u gu(H-oktun)gpranata) B 06bekTax

BloAxXeT HeonpefeNeHHOCTN aTTeCTOBAHHbIX XapakTepucTuk (prTasaToB B pacTBope

CCO (maccoBas fons/maccoBast KOHLEHTpaLWA KOMMNOHEHTA)
Table 4. The uncertainty budget of certified values of phthalates in CRM solution (mass fraction/mass

concentration)
Ne n/n /ICTOYHUK HeonpeaeneHHocTH Tun oueHku

1 Yucrora MN34B B

2 Macca No4B B
Macca pactsopa B

3
O6bem pacTBOpa B

4 HeogHopogHocts CO A

5  HectabunsHocts CO A

OTHOCUTENbHAS CyMMapHasi CTaH4apTHast
HeomnpeseneHHOCTb, 1

OTHOCUTE/bHAsA paclUMpeHHas Heonpege-
NeHHocTb (k=2), U

MpuHATO

OTanoHbl. CTaHgapTHble o6pa3ybl T.17. Ne 3, 2021

OTHOCWTENbHAsA CTaHaapTHas
HeonpeaeneHHocTb, (Bknag) %

OTHOCUTENbHAA CTaH4apTHas
HeonpeaeneHHoCTb, (Bknag) %

(maccoBas fons) (maccoBasi KOHLeHTpaLus)

0,09 0,09
0,0080 0,0080
0,010
- 0,060
0,80 0,80
0,52 0,52
0,96 0,97
1,92 1,94
2 2
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Ta6nuua 5 MeTponoruyeckue xapakrepuctukn CCO coctaBa pacTtsopa (hranatos B MeTaHose
Table 5. Metrological characteristics of CRM for composition of phthalates solution in methanol

ATTecToBaHHOE
3HAYeHne MaccoBoiA
KOHLieHTpauumn komno-

HeHTa, Mricm3

HanumeHoBaHune
BellecTBa (KOMMOHEHTa)

IMO 2,04
fifelo) 2,05
il o) 1,98
BE® 1,98
Jore 2,02
fifelo) 2,01

OTHOCUTE/IbHAsA pacLui-
peHHasi HeonpegesneH-
HocTb U npu k=2*, %

ATTECTOBaHHOE
3HaYeHne MaccoBoli
[10N1 KOMMNOHeHTa, Mr/r

OTHOCUTE/IbHAs pacluu-
peHHast HeonpegesneH-
HocTb U npu k=2*, %

2,58
2,59
2,50
2,51
2,55
2,54

* COOTBETCTBYET rPaHILIaM JOMYCKAEMbIX 3HAYEHUIA OTHOCUTE/TBHON MOTPELLHOCTY ATTECTOBAHHOMO 3HaueHust Q00+ (B %) npn P=0,95.

Ha OCHOBE MOMMBUHUAXNOPUAA METOAOM ra30BOii Xpoma-
Torpachuu / macc-crnekTpoMeTpuu ¢ U30TOMHbIM pa3bas-
nexvemy» PM BHNNM-243-02-2019 [36].

BromxeT HeonpegeneHHocTu CCO (1abn. 4) nokasbiBaer,
YTO OCHOBHbIMYU COCTaBAAKLNUMN CYMMapHOA CTaHaapT-
HOIi HeonpeeneHHOCTU aTTecToBaHHbIX 3HayeHnii CCO sB-
NATCA BKNadbl 0T HEOLHOPOLHOCTM U HECTabUNLHOCTM
matepuana (B cymme okono 90 °%, UTo, C TOUKN 3peHns
aBTOpPOB, 00YCNOBNEHO 06BEKTUBHLIMU XapakTepucTuKa-
mu metoga M'X-MC, 1cnonb3oBaHHOIO A4ns UccnefoBaHus,
1 He yKa3biBaeT Ha PaKTUYeCKyl0 HEOLHOPOAHOCTL Miunun
HecTabunsHocTb mMatepuana CCO.

[lns noATBEPXAEHNA 3TOI TMNOTE3bl Bbl1 CMAAHMPOBAH
9KCNEPUMEHT C UCMOMb30BaHNEM aNbTEPHATMBHOMO aHa-
JINTUYECKOTO MeToAa - BbICOKOI(EKTUBHOI XMLKOCT-
Hoil xpomatorpacuu ¢ YO-getektupoaHnem (BIXKX-Yo),

KOTOpbIi B LIENIOM XapakTepu3yeTcs Nyylleil npeyn3noHHo-
CTbl0. [lM3ailH 3KCMepuMeHTa npegnonarai aHain3 aiue-
koTbl pactsopa CCO metofamn MX-MC u BOXX-YO B yc-
NOBUSAX NMOBTOPSAEMOCTU. Ha OCHOBE MOJTYYEHHbIX JaHHbIX
paccuuTbiBaNN OTHOCUTENbHbIE (DAKTOPbI OTKAMKA aHa-
nntoB: AO® - no AB®, octanbHble dTanatsl - no 4O
1 onpefensnn OTHOCUTENbHOE CpefHeKBaLpaTuyHoe OT-
knoHeHne (CKO) pesynbTaToB M3MEPEHUA, MOMYYEHHBIX
pasHbiMn MeTogamu (tabn. 6).

W3 paHHbIX Tabn. 6 BUAHO, 4TO ANA pa3paboTaHHOro
CCO Bknafbl OT HEOLHOPOAHOCTM M HECTabWIbLHOCTH Cy-
LLIeCTBEHHO 3aBUCAT OT NPUMEHAEMOr0 aHa/MTUYECKOro
meTofa (npu ucnonb3oBaHun BIXX-YO CKO pesynbTa-
TOB M3MEpPEHN ynydlwaetcs B 5-7 pas). Takum obpasom,
B C/ly4yae HeobXOAMMOCTW TOYHOCTHbIE XapaKTepUCTUKN
MCO 11366-2019 MOryT ObITh 3aMETHO Y/yULLEHbI 38 CYET

Ta6nuuya 6. CKO oTHOCUTENBHBLIX PAKTOPOB OTKAUKA MeTodamMu BIXX-Y® u I'X-MC.
Table 6. RSD of the relative response factors by HPLC-UV and GC-MS methods.

CKOD), %
KomnoHeHT
MX-MC BIXX-Y®
EMo 057 012
Jitelo) 0,55 0,10
Jil>) 0,80 011
BB® 0,80 011
43re 0,50 0,09
pifelo 0,59 0,10

Mo pesynbTatam 15 n3mepeHnii

I P.s "I mml‘]mm-l Measurement standards. Reference Materials Vol.17. Ne 3, 2021

BHUUM
4[] U Menpeneesa



| CrtaHpapTHble o6pa3subl / Reference Materials

NCNOMb30BaHMA albTepPHATUBHON NpoLesypbl OLEHKM Of-
HOPOAHOCTK Wunn ctabunbHocTi matepuana CCO.

3aknwoyeHne

B pe3ynbTare BbINO/HEHHbIX UCCNeA0BaHuA co3faH CO
cocTaBa pacTBopa 3(hMpoB opTodhTanesoi kucnoTel (ra-
naToB) B MeTaHone (6®tnT-BHNUM) TCO 11366-2019.
CO npepcTasnseT coboii pacTBOp LIECTU WHAMBUAYAbHBIX
(htanatoB B MeTaHose, pacthacoBaHHblii no (2,0£0,1) cm3
B CTEK/AHHbIE TEPMETUYHO 3anasHHbIe amny/ibl HOMUHANb-
HbIM 06BEMOM 5 CM3C 3TUKETKOIA, CPOK TOAHOCTM - 3 roga.
ATTecToBaHHbIMU XapakTepuctukamu CO ABNAKTCA Mac-
coBas [0N1A 1 MaccoBas KOHLEHTpauus UHAMBULYaNbHbIX
(branatos (gumetundtanara, guatundranara, gu(H-6y-
Tun)htanata, 6eHsunbyTundTanata, gnu(2-atuarekcun)
(pranata, fu(H-okTun)Pranata).

[laHHbii CO obecneyeH MeTpOMOrMYeckon npocaexu-
BaemocTbio K 3T 208, 4to rapaHTUpyeT npusHaHue pe-
3yNbTaTOB W3MEPEHU HA MEeXAYyHapOo4HOM YPOBHe, a Tak-
e NM03BO/ISIET MOBbLICUTL UX TOYHOCTb M JOCTOBEPHOCTD
npu peLleHnn NubbiX U3MEPUTENbHBIX 334a4 U BbiMNO/IHe-
HWW Pa3NNYHbIX BUAOB METpOsiorMyeckux pabor (paspa-
6oTka n atTectaums pedpepeHTHbIX MeTO4NK N3MEpPEHMI
1 METOANK U3MepeHUii, OpraH13aLmus KOHTPONS TOUHOCTHU
METOAMK M3MEepeHnd MeTofoM f06aBku, kanubposka wu/
WIn rpagyvpoBKa CPeAcTB M3MEPEHW, mexnabopartop-
Hble CPaBHUTENbHbIE UCTbITAHUA U Ap.)

BnarogapHoctu

Bce u3mepeHns npoBOAWIM C UCMONb30BAHNEM 060pY-
posaHusg OrYM «BHAVMM um . . Mengeneesa».
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