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CepTudunumposaHHbIN CTaHAAPTHbIN Obpasel,
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AHHOTaLMA: INEKTPUYECKME TPAHCKHOPMATOPbI — KITHOYEBOI 3/1IEMEHT B MPOLIECCe pacnpeneneHuns aNeKTPOIHeprum oT npo-
U3BOAUTENSA K KOHEYHOMY NOTPebuTento. HafexHoCTb paboThl 3N1eKTPUYECKUX TpaHCopMaTopoB 06ecrneynBaeTcs
MoCcpefiCTBOM CMCTEMATNHECKOTO MOHUTOPUHIA COCTOSIHUS! KOHCTPYKLMN C UCTONb30BAHNEM B 3TUX LIENSX XMMUYECKOT0
aHan13a 3HepreTMYecKoro (TpPaHCOPMATOPHOT0) Macna, NPMMEHSEMOr0 AN ANEKTPMYECKON N30NALMMN 11 OXNXKLEHNS
TpaHcgopmMaTopOoB.

OueHNTb paboynin PECYpPC 3HEPreTUHECKOro Macsa U, YT0 TaKXKe HeMaJIOBaXKHO,— 6YMaXKHOI M30NIALMUM NO3BONAET OLEHKA
COZIePXXaHNA aHTMOKWUCIIMTENLHOM Npucagky (MOHONMA) 1 doypaHoBbIX NPOU3BOAHBIX (hypdoypunoBoro cnupTa, ypdypona,
2-aueTundypaxa n 5-metundypdypona).

B cTaTbe NpoBefieH KPUTUYECKNIA aHANIM3 METOAUK U3MEPEHNA MOHONA U OypaHOBbLIX MPON3BOAHbLIX B Macnax. B yacT-
HOCTM, YCTAHOBNEHO, 4TO HaNBOJbLUEE PACNPOCTPAHEHNE ANA ONPEAeNIeHNs MOHONA U (DYPAHOBbLIX MPOU3BOLHLIX UMEKOT
MEeTOZbl XKMAKOCTHOIA 1 ra30Boii XxpoMatorpadum ¢ npeaapuTenbHbIM BblAeIeHMEM aHATMTOB HA NPUHLMNAX XKUAKOCT-
HO/TBEPA0CA3HON IKCTPAKLUN.

OLHOBPEMEHHO BbIfIB/IEHA NOTPEOHOCTb B MATPUYHBIX CTAHLAPTHbIX 06pasLax ¢ YyCTAHOBIIEHHOW METPONOrnYecKon
MPOCNEXMBAEMOCTbIO 11 METPOMOMMYECKOr0 066CNeYeHIN METOMK N3MEPEHNIA COLLEPXKaHUS MOHONA U (hyPaHOBbIX
MPOM3BOAHbLIX B Macnax. [103TOMy LeNibio HaCTOALLEro NCCnefoBaHus cTana pa3padoTka cepTUdUUUPOBAHHOMO CTaH-
JapTHoro o6pasua (CCO) cocTaBa aHepreTMyeckoro Macna.

TexHonorus npurotosneHus takoro CCO, BbINOMHEHHAR B X0e UCCNeA0BaHus, 06ecneynBaeT BO3IMOXHOCTb NPUrOTOBIE-
HUA MaTepuana c Heo6Xo4MMbIMU KOHLEHTPaLUAMUN aHaNnTOB. B cTaTbe onucaHa nocnesoBaTensHOCTb NPUrOTOBNEHUS
naptuu GCO, npefcTaBneHb! BbIBOAbI N3Y4YeHUS CTAOUIILHOCTU U MEXIK3EMMIIAPHOA OAHOPOAHOCTI MaTepuana.
3acnyXnBaeT BHUMAHWUA MPUBELEHHbIA pacyeT CTaHAAPTHOW HEOMpPeAeNeHHOCTM ANS aTTeCTOBAHHOMO 3Haye-
Hus GCO ot cnocoba xapakTepu3auuu, 0T HEOAHOPOAHOCTM U OT HECTAOMNbHOCTWU MaTepuana B COOTBETCTBUU
¢ FOCT ISO Guide 35-2015. YcTaHoBNIeHa METPOIOrNYeckas NpoCNeXnBaemMocTb aTTecToBaHHbIX 3HadeHnit CCO K eau-
HULE BENIMYMHBI «MacCcoBas LONS KOMMNOHEHTa», BOCNPOM3BOAUMON T0CY[apCTBEHHbLIM MEPBUYHBIM 3TANIOHOM eAUHUL
MaccoBoi (MONIIPHOM) AONM N MACCOBOI (MOMSPHOIA) KOHLEHTPALMM OPraHNYeCKMX KOMMOHEHTOB B XXMAKNX U TBEPLbIX
BELLLECTBAX W MATepManax Ha 0CHOBE XXUAKOCTHOI 1 ra30BOM XPOMATO-Macc-CneKTpOMETPUI G N30TOMHbLIM Pa36aBieHnem
u rpasumetpun (M3AT 208—-2019). KomneTeHTHOCTb NCCNEA0BAHMSA NOATBEPXKAAET TOT (pakT, 4To B utore CCO yTBEpXAEH
kak [CO 12232-2023.

KntoueBbie ¢NoBa: cepTUULIMPOBAHHbI CTaHAAPTHbIA 06pa3el], 3HEPTeTUHECKOe Macso, TPaHC(OPMaTOPHOE Macho,
(hypaHoBbIe NPON3BOLHbIE, NOHON

MpunsTtbie cokpawenuns: CCO — cepTMdULMPOBAHHBI CTaHOAPTHbIA 06pa3el; XK — XXUAKOCTHAA aKcTpakums; TO3I —
TBepAodasHas akcTpakuus; BIXKX-YO — BbICOKO3(h(DEKTUBHAA XMAKOCTHAA XpoMaTorpadus ¢ OOTOMeTpUYECKUM
aetektupoBaHuem B Y®-o6nactu; IX-MGC — razoBas xpomartorpadus ¢ Macc-cneKTpOMeTPUYECKUM AETEKTUPOBAHNEM;
I'X-MWL - razosas xpomarorpadgus ¢ nnamMeHHo-NOHU3aLUOHHLIM LEeTEKTUPOBAHUEM.
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Abstract: Electrical transformers are a key element in the process of distributing electricity from the producer to the final
consumer. The reliability of electrical transformers is ensured through systematic monitoring of the structural condition
using chemical analysis of fuel (transformer) oil used for electrical insulation and cooling of transformers.

The working life of energy oil and paper insulation can be assessed by evaluating the content of antioxidant additive (ionol)
and furan derivatives (furfuryl alcohol, furfural, 2-acetylfuran and 5-methylfurfural).

The article provides a critical analysis of methods for measuring ionol and furan derivatives in oils. In particular, it has
been established that the most widely used methods for the identification of ionol and furan derivatives are liquid and gas
chromatography methods with preliminary isolation of analytes based on the principles of liquid/solid-phase extraction.
At the same time, the need for matrix reference materials with established metrological traceability was identified for
metrological support of methods for measuring the content of ionol and furan derivatives in oils. Therefore, the purpose
of this study was the development of a certified reference material (CRM) for the composition of fuel oil.

The technology for producing such a CRM makes it possible to prepare the material with the required concentrations of
analytes. The article describes the sequence of preparation of a CRM batch and presents the conclusions of studying the
stability and between-bottle homogeneity of the material.

The given calculation of the standard uncertainty for the certified value of the CRM from the characterization method,
heterogeneity, and instability of the material in accordance with GOST ISO Guide 35-2015 deserves attention. The
metrological traceability of certified values of the CRM to the unit of value «mass fraction of a component» reproduced
by the State Primary Standard of units of mass (molar) fraction and mass (molar) concentration of organic components
in liquid and solid substances and materials based on liquid and gas chromatography-mass spectrometry with isotope
dilution and gravimetry (GET 208-2019).

The competence of the study is confirmed by the fact that the CRM was recognized as GSO 12232-2023.

Keywords: certified reference material, fuel oil, transformer oil, furan derivatives, ionol

Abbreviations used: CRM — certified reference material; LE — liquid extraction; SPE — solid phase extraction; HPLC-UV -
high-performance liquid chromatography with ultraviolet detection; GC-MS — gas chromatography-mass spectrometry;
GC-FID - gas chromatography with flame ionization detection.
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BeeaeHue

Homenknatypa o6opygoBanns

PerynsipHbli MOHUTOPUHT COCTOSIHWS NEKTPUYECKUX
TpaHCOPMATOPOB KaK KNHOYEBbIX annapartos A4Ns pacnpe-
[eJIeHNs 3N1eKTPO3HEePru Heo6xoaum Ans 06ecrneveHms ux
HaJeXHoli pa6oTbl. OCTaBLLNIACH pecypc paboTbl TpaHCOop-
MaTopOB 06bI4YHO OLEHMBAIOT NYTEM KOHTPOS COCTOAHUS
UX N30NALMOHHON CUCTEMbI, KOTOPAs COCTOMT U3 [IBYX 0C-
HOBHbIX KOMMOHEHTOB: U30MALNOHHOW ByMaru n aHepreTu-
Yeckoro (TpaHcgopmaropHoro) macsna [1]. bymara B TpaHc-
(hopmatope MCnoNb3yeTcs ANs pasfesieHns NnpoBOJHUKOB,
NpefoTBpaLLeHNs KOPOTKOro 3aMblKaHus U 06ecrneyeHus
MEXaHW4eCKOM NPOYHOCTI 0OMOTKI. JHEPreTUYECKOe Mac-
N0 NPUMEHSAETCA AN CO3AAHNA ANEKTPUHECKOA N30NALMN
1 OXJTAXK[EHMs CUCTEMbI TpaHCchopmatopa [2].

B npouecce akcnnyaraluum nof BO3LeACTBUEM BbICOKUX
Temnepartyp W BO3HMKAIOLLEr0 KOPOHHOMO pa3psifia aHepre-
TUYeCKUe macna ferpagnpyrot ¢ o6pa3oBaHneM NpPoayK-
TOB OKUC/EHUA UCXOLHOA MATPULLbl, 4TO BbI3bIBAET MOBbI-
LUEHNEe KNCNOTHOCTW Macna 1 cnoco6CTBYeT NOSBNEHUIO
0CajKa, 3aTpYAHAIOLLEro 0TBOA Tenia 0T aKTUBHbIX Ya-
cTen TpaHcdopmaropa [3]. Ina npefoTBpalleHns Takmx
NpOLECCOB B COCTAB 3HEPreTUYECKOro Macna BBOAAT aH-
TUOKWUCINTENbHbIE MPUCAAKN, CPEAN KOTOPbIX Hanbonee
4acTo NPUMEHSIOT MoHON (arngon-1; 2,6-au-Tper-6yTun-
n-kpeson, puc. 1) [4].

B kKayectBe M30NALWOHHOW 6Gymaru wWUpo-
KO ucnonb3yetcsa kpaT-6ymara, Kotopas COCTOUT

n3 uennwonosbl (78-80 %), remuuenntonossl (10-20 %)
W NUrHUHA (2-6 %) [5]. B npouecce [oNrocpoyHOM 3Kennya-
TalUumn N30NALMOHHAA Bymara B TpaHC(opmaTope paspyLua-
eTCA 13-32 Pa3NIMYHbIX BO3AEACTBMIA (TENOBOIO, ANEKTPU-
4eCKOro, MexaHM4eckoro 1 XMMUYECKOro), 4T0 HeraTuBHO
CKa3blBAETCH HA €6 MEXAHUYECKON NMPOYHOCTU M CNOCOGHO-
CTU BbIAEPXMBATb KOPOTKNE 3aMbIKaHUA U LyroBble Npo-
Liecchbl B cucteme TpaHcdopmaropa [6]. Xumuyeckoe pas-
NOXEHUEe N30NALNOHHON Bymaru 3aKIlo4aeTcs B pacnaje
MOMEKYN Lensonosbl, KatanmampyemMom WoHamm Bo40po-
[a, ¢ 06pa3oBaHnem 5-rugpokcumeTui-cpypdypona u gyp-
typona. 13 5-ruapokcumetun-gypdypona n dpypdypona
B pe3yibTaTe No604YHbLIX XUMUYECKUX peakLnil 06pasyoTcs
hypdypunoBblin cnnpT, 2-aueTundypaHd n 5-meTun-gyp-
typon (puc. 1). Co BpeMeHeM (pypaHOBble NPON3BOSHbIE
nocpencTsom Auddysun nepexonar B TpaHcopmaTop-
Hoe macno. Mo cofepxaHnio ypaHoBbIX NPOU3BOAHbIX
B Macne OLEHMBAOT OCTaBLUNIACA pecypc BYMaXKHOM 130-
naumu. B Tabn. 1 nokaszaHa Koppenauus Mexzay coiepxa-
HMeMm 2-oypdypona B TpaHCPOPMATOPHOM Macie U Co-
CTOSHMEM BYMAXKHON U30MALMN.

HopmarnsHas 6a3a

[ns onpenenexHns colep>XXaHus MOHONA B AHEPreTU-
4ECKOM Maclie BbIMOMHSKT UCMbITaHUS B COOTBETCTBUM
co cneaytowmmu gokymentamun: FOCT P MK 60666-2013,
r0CT IEC60666-2014, CTO 56947007-29.180.010.008-2008,
PL 34.43.105-89, P11 34.43.208-95, P[] 34.43.209-97,

Ta6nuua 1. COCTOAHME OYMaXKHOW M30NAUMN B 3aBUCUMOCTU OT CoaepxaHus 2-cypdypona

B TpaHCcopMaTopHOM Mache [7]

Table 1. Condition of paper insulation depending on the content of 2-furfural in transformer oil [7]

Copepxanue 2-chypthypona B machne, CteneHb NoNMMepuU3aL M1 30NaUNOHHOI COCTOSHHE W3ONALMM TPaHC(OPMaTOpa
Mr/Kr Gymaru
<01 1200-800 HOBOE
0,1-0,5 800-550 jonyctumoe
1,0-2,0 500-450 TpebyeT BHUMaHUS
> 10,0 <200 HeJonycTuMoe
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Puc. 1. CTpyKTypHble hOPMYNbl MOHOMA W OyPaHOBbIX MPOU3BOAHBIX
Fig. 1. Structural formulas of ionol and furan derivatives
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MKXA 01-99, MKXA KH-01-12 (®P.1.31.2015.21310),
CTO 70238424.27.100.053-2013, ASTM D2668-07(2021),
ASTM D4768-11(2019)".

Ons onpepeneHus coaepxaHus dypaHo-
BbIX MPOM3BOAHbIX PYKOBOACTBYKTCSH Cheayi-
wumu gokymeHntamn: TOCT P M3K 61198-2013,
FOCT IEC61198-2014, IEC61198:1993, P[] 34.51.304-94,
CTO 56947007-29.180.010.009-2008, MKXA 01-99,
CTO 70238424.27.100.053-2013, MKXA KH-01-12
(®P1.31.2015.21310), ASTM D5837-152.

"TOCT P M3K 60666-2013 HauuoHanbHblii cTaHmapT
Poccuitckon ®epepauun. Macna n3onsaynoHHble HedTAHbIE.
06HapyXeHue n onpeaeneHne yCTaHOBEHHbIX NpUcaok.

IOCT IEC 60666—2014 MexrocynapcTBeHHblIi cTaHaapT. Macna
N30NALUNOHHbIE HedpTAHbIE. OBHApY>XeHMEe N ONpeaeneHmne yCTaHOB-
NEHHbIX NPUCAAOK.

CTO 56947007-29.180.010.008-2008 MeToanyeckne ykazaHus
M0 ONpeAeneHnio coep>XKaHus NoHoNa B TpaHCOPMATOPHbIX Mac-
nax MeTooM ra3oBoin xpomarorpacpum.

Pl 34.43.105-89 MeToun4eckune ykazaHus no akcnayarayum
TpaHCcgOpMaTOpPHbIX Macen.

PO 34.43.208-95 MeTtoanKa KONMYECTBEHHOTO XUMNYECKO-
ro aHanusa. OnpegeneHme CoAepXxaHus NpUcagok B IHEPreTn-
4YeCKMX macnax MeTofoM BblCOKOI(MEKTUBHON XULKOCTHON
Xpomarorpacguu.

Pl 34.43.209-97 3kcnpecc-meTof onpeaeneHns aHTMOKUCIIMN-
TENbHOM NPUCAAKN (MOHOMA) B CBEXMX W 9KCMIyaTaLUMOHHbIX Typ-
6UHHbIX Macnax.

MKXA 01-99 MeToauka Konn4yecTBEHHOr0 Xxpomartorpadgunye-
CKOro aHanusa. OnpefieneHne coaepXxaHns NoHona n ypaHoBbIX
NPOU3BOAHbIX B TPAHCKHOPMATOPHbLIX MACciax MeTOL0M ra3oxXmup-
KOCTHOM Xpomarorpaqum.

MKXA KH-01-12 (®P.1.31.2015.21310) MeToanka Konnye-
CTBEHHOr0 Xpomarorpaduyeckoro aHanuaa. Onpeaenexune coaep-
XKaHWS (PYPaHOBLIX NPON3BOLHBIX U aHTUOKMUCAUTENBHOI NpUcag-
K NOHON B 9HEPTeTUYECKMX MAcNax MeTO0M ra3oXuaKoCTHOI
Xpomarorpacguu.

CTO 70238424.27.100.053-2013 CtaHmapT opraHusauuu.
JHepreTnyeckne Macna u Macnoxo3sancTea aNeKTPUYECKUX CTaHUui
1 CETEN OpraHM3auns aKcnayaTauum u TEXHUYECKOro 06CnyXnBaHus
HOPMbI 1 TPe6OBaHMSA.

ASTM D2668-07(2021) Standard test method for 2,6-di-tert-
butyl-p-cresol and 2,6-di-tert-butyl phenol in electrical insulating
oil by infrared absorption.

ASTM D4768-11(2019) Standard test method for analysis of
2,6-ditertiary-butyl para-cresol and 2,6-ditertiary-butyl phenol in
insulating liquids by gas chromatography.

2T0CT P M3K 61198-2013 HaunoHanbHblit cTaHAapT
Poccuitckon ®epepauun. Macna n3onsaunoHHble HedTAHbIE.
MeToabl onpefenenus 2-pypdypona u poACTBEHHbIX COEANHEHNIA.

[OCT IEC 61198-2014 Macna u3onsunoHHble HedTAHbIE.
MeToabl onpefenenus 2-pypdypona u poACTBEHHbIX COEANHEHNIA.

IEC 61198:1993 Mineral insulating oils — Methods for the
determination of 2-furfural and related compounds.

PL 34.51.304-94 MeToanyeckune peKomeHaaLmn no npumeHe-
HUIO B 3HEPrOCMCTEMAX TOHKOCNOHOM XpOMaTorpadoum Ans OLeHKN
0CTaTO4YHOr0 pecypca TBEPAON N30NALMN NO HANMYMIO (YPaAHOBbIX
COeJIMHEHNIT B TPAHCOPMATOPHOM Machne.
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Merogonorus nsmepeHmii

OCHOBHbIe XapaKTepucTUK1 MeTOANK N3MEPEHUI Npej-
cTaBneHbl B Tabn. 2. [1ns onpegenieHns noHona u ypaHo-
BbIX MPOM3BOAHbIX HANBOMbLLEE PACNPOCTPAHEHNE HALINK
MEeTOAbl XXMIKOCTHOW 1 ra3oBoil xpomartorpaduun. Ctagus
npo60onoLroTOBKM BKNKOYAET NPoLEeAYypbl BbIAEEHNS aHa-
NNTOB U3 Macna MeToL0M XXULKOCTHON UK TBEPLOAZHOI
3KCTpaKLMK, T. K. MAaTPUYHbIE KOMMNOHEHTLI NPO6bI 0Ka3bl-
BAlOT MELLAKOLLEe BNUSHUE HA UX XpoMaTorpaduyeckoe
onpegenexue. MNpoueaypa npo6ONOAroTOBKM NOAPasyMe-
BaeT NPUMEHEHMEe OPraHNYecKnX pacTBopUTENen (aLeToHN-
TPWUN, METAHOJ1, 3TAHOJT), BOLbI U COPOEHTOB (CUSTMKArenb,
cBepxcwuToIi noaucTupon). Mpu atom Bpems npoéonoj-
rOTOBKW COCTaBASAET OT 6 MUH 0 5 4. Cnefyer OTMETUTS,
4TO S-TMAPOKCUMETUN-CYPPYPON ABNAETCH HECTAOUNb-
HbIM BELLECTBOM MpW HArpesaHuu, N03TOMYy ero He onpe-
JendT MeTOA0M rasoBoii xpomatorpadum [8].

Uenenonaranne

AKTYanbHOCTb UCCNEA0BAHNS U HACTOALLEN CTaTby Npe-
JonpezeneHa 04eBULHbIM (DAKTOM: NS METPOSIOrM4ECKOro
o6ecneyeHns MeTOAMK U3MEPEHUI, BKITHOYAKOLLMX MHOTO-
CTaAuiHble npoLeaypbl NpodonoAroTOBKM, TpebyeTca npu-
MEHEeHMe MaTPUYHbIX CTaHLAPTHbLIX 06pa3LoB C YCTAHOB-
NEHHOW MeTPOIOrnYecKoi NPoCNeXXnBaeMoCTbH.

Llenb HacTosALlero ncenefoBaHns — paspaboTka cep-
TUUUMPOBAHHOIO cTaHgapTHoro o6pasua (CCO) cocTa-
Ba 3HEPreTMYeckoro mMacna.

3apaqm, koTopble TPe6yeTcs BbINOMHNTL AN peanusa-
LM NOCTABNIEHHON Lenu:

1) paspaboTatb TexHonoruo npurotosnexus GCO, obe-
CMeYMBaloLLY0 BO3MOXXHOCTb MPUrOTOBNIEHNS MaTepuana
C HEe0OX04MMbIMU KOHLEHTPALUAMMN aHASITOB;

2) Bbl6paTh cnocob atTecTauuun CCO;

3) uccnenosatb CTabUNLHOCTL M OJHOPOAHOCTb
marepuana;

4) oueHUTb MeTponoruyeckue xapaktepuctukn CCO;

5) yCcTaHOBUTL METPOJIOrMYECKYI0 NPOCNEXNBAEMOCTD
aTTECTOBAHHbIX 3HAYEHUMN.

Matepuanbi u meTofbl

PeakTtuBbi n Matepnansl

B kayectse matpuubl CCO npumeHsanm TpaHcgopma-
TopHoe macsio K no TY 38.1011025-85 npoussoacTea

CTO 56947007-29.180.010.009-2008 MeTofu4eckne ykazaHus
M0 ONpeAeneHnto CoaepXxaHnsa ypaHoBbIX NPON3BOHBIX B TPAHC-
(bopmaTopHbIX Macnax MeToAoM ra3oBON XpomaTorpadguu.

ASTM D5837-15 Standard test method for furanic compounds
in electrical insulating liquids by high-performance liquid
chromatography (HPLC).
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Ta6nuua 2. XapakTepuCTMKN METOAUK 3MEPEHUIA NOHONA 1 (DYPaHOBbIX MPON3BOAHbIX B 3HEPreTUYECKMNX
macnax
Table 2. Characteristics of methods for measuring ionol and furan derivatives in fuel oils

MeTopa

Bpems

[lvanasoH

MeTop npo6o- Bocnpoussogu- HopmaTtusHbIi
onp::ll:ne- NOAIrOTOBKY AHanuTbl "fsf&":"n_ DKl'IolzleuﬂeeHJ.'ll-;gl\l::Ivle HOBTOPHBMOGTI: MOCTb [OKYMEHT
K3 (3kcTpa- 5-rnapokcume-
TeHT — aLeTOHM- | TUN-pypdyporn, 6 MUK
Tpun-meTtaHon, | dypdypu- 12% (01 0,01 17% (07 0,01
1cmd) NOBbI CAMPT, (0,01-10,00) 00 1,00 mr/gm?) | go 1,00 mr/gm®)
BIKXV® typchypon, mr/ pme 5% (0T 1 10% (o7 1 ASTM D5837-15
2-auetundy- £o 10 mr/gm3) | go 10 mr/gm3)
T®3 paH, 5-metun- 10 MUH
(cunukarens) dypdypon
K3 (akcTpa- 5-rmapokcume-
FeHT — aleToHU- | TUA-ypdypon, 10 MU
TpuUn-meTaxon, | ypdypu- 10% 15%
5 cm®) NOBbIA CINPT, (0,5-10,0) (Bo 1 mr/kr) (Bo 1 mr/kr)
BIXKX-YO bypdypon N 59, 10% FOCT IEC61198-2014
03 2-auetundy- (o1 1 mr/kr) (o1 1 mr/kr)
paH, 5-MeTuI- 12 MUH
(cunukareno) dypdypon
5-rnapokcume-
Tn-chypepypon,
T®J (cBepx-
BIKXYD CLIJVIT(bII7I p ypdypon, 10 MU (0,1-10,0) i i CTO 70238424.27.
2-auetundy- mr/Kr 100.053-2013
noancTnpon)
paH, 5-metun-
typbypon
5-rngpokcume-
K3 (akcTpa- Tun-cypdypon,
BaXX-yo | FEHT—aueTo- - pypdypon, | og | (05-10.0) . . P1.31.2008.04635
HUTPUN-BOda, | 2-aueTundy- mr/Kr T ’
1 cmd) paH, 5-meTun-
thypchypon
dypcypu-
K3 (akcTpa- NOBbLIA CNNPT,
: FeHT — aueto- | ypdypon, (0,5-20,0) o o CTO 56947007-
rx-nna HUTpUN-BOJA, | 2-aueTundy- 54 Mr/KrP 7% 15% 29.180.010.009-2008
1cmd) paH, 5-meTun-
typcbypon
15% -
oypdypH- i
; dypon), 10%
K3 (akcTpa- NOBbIA CAUPT,
rx-nug | eHT - auero- | dypdypon, 30mny | (02-200) ﬂfii’.fyc‘é”m Wl m;ﬁ &1&1-?091’-12
HUTpUN-BOAA, | 2-aueTundy- MI/KF P, ®P1.31.2015.2131
1 o) DaH, 5-MeTHA- 2-aueTtundy- (PP.1.31.2015.21310)
(byp‘(bypon paH, 5-meTtun-
thypcypon)
K3 (akcTpa- CTO
BIKX- Ve | FEHT~ AUETORU- oo 15MuH | (0,01-0,10)% - - 70238424.27.100.053-

TpUN-mMeTaHon,
5cmd)
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OKOHYaHue Tabn. 2
End of Table 2

MeTopn M Bpems [lnanasoH o
eToj npo6o- Bocnpoussopu- HopmatusHbIi
onpepene- AHanutbl npo6onoa- | onpegensembix | MoBTOPAEMOCTHL
s NoAroToBKH rOTOBKH KOHI.l,EHT[]alIMﬁ MOCTb AOKYMEHT
K3 (akcTpa-
BOKX-y | FeHT —aUeTO- o on 20 MuH | (0,05-0,40)% ; ; ®P1.31.2008.04635
HUTPUN-BOAR,
1 cmd)
K3 (3kcTpa-
CT0 56947007-
- - — 00 00 -
rX-nng reHT3 3TaHoN, | MOHON 54 (0,05-1,00)% 5% 99.180.010.008-2008
2 cm®)
rX-nng - NoHonN - (0,04-0,50)% - - ASTM D4768-11(2019)
?:::T(iKgTsf(;- MKXA 01-99,
rX-nng T vm—LElso 2 NoHoN 30 muH | (0,01-0,50)% 10% - MKXA KH-01-
p3 = 12 (®P.1.31.2015.21310)
1 cmd)
NK-
CnexTpo- - 1oHon - (0,1-0,5)% 0,04 macc. % | 0,04 macc. % |ASTM D2668-07(2021)
MeTpus
K- 109 (0,02-0,50)%
CMeKTPo- (cunukarenb)
IANIE: = (0,1-0,4)% 15% 45%
MOHON 15 MuH FOCT IEC60666-2014
BIXX-YO 103
(cunukarens)
'X-MC - (0,02-0,40)% - -

NMAO «HK «PocHedTb» (Poccus). na npurotosne-
Hug GCO mcnonb3oBanu noHon (99,9 %), pypdypuno-
BbIlh cnupTt (93,0 %), dypdypon (97,8 %), 2-auetundy-
paH (99,4 %) n 5-metundpypdoypon (99,2 %) nponssoacTea
Sigma Aldrich (fepmanus). Lns nposefeHuns Teepgaodas-
HOM 9KCTPAKLMM UCNOMb30BANN KaPTPUIKM (CUIIMKArefb)
npoussofcTea Sigma Aldrich (Tepmanus), a Takxxe H-neH-
TaH npom3soncTea «JleHpeakTus» (Poccud). [ina npose-
JleHUs XpomaTorpacnyeckoro aHanusa npUMeHsann MeTa-
HOM U aLeTOHUTPUN Npon3soacTea «Kpnoxpom» (Poccus).

Texxonorns npuroToBneHns marepuana cco

Ha nepsom aTane 6b1711 IPUrOTOBIEHbI MHANBUAYATbHbIE
pacTBOpbI (hypaHoBbIX NPOM3BoAHbIX (1,0 r/Kr) B TpaHcop-
MaTOPHOM Macse ¢ y46TOM YUCTOTbI IPUMEHSIEMbIX PEareHTOB.
OnpegeneHue thypaHoBbIX NPOU3BOLHbIX U MOHONA B UCXO[-
HOM Mache BbINOMHANN METOAOM BbICOKO3(DEKTUBHOMN XXM A-
KOCTHOI Xpomarorpadgoum ¢ (DOTOMETPUYECKUM [ETEKTUPOBA-
Huem B YO-o6nactu (BXKX-Y®) no FOCT P MK 61198-2013
n TOCT IEC 60666—2014 cOOTBETCTBEHHO.

Matepuan CCO roToBunn nyTem CMELLEHMS pacTBOPOB
(pypaHoBbIX MPOM3BOAHBIX, UOHONA U TPAHCHOPMATOPHOIO

E StanoHsbl. CranaapTHbie o6pasubl. 2024. T. 20, N2 3. C. 23-40

Macsia B NOfIMMEPHOI eMKOCTM Ha ANEKTPOHHbIX 1labopaTop-
Hbix Becax (NVL 20000 Ohaus Corporation (CLUA)). Maccbl
NCXOAHbIX PACTBOPOB, MOHONA M TPAHCKOPMATOPHOIO Mac-
na Bbl6upanu Tak, 4to6bl npurotoButs CCO co cneaytowwn-
MM XapakTepMCTUKAMU:

maccoBas gons nosona — 1,5 %;

maccosas gons dypdypunosoro cnupta — 10,0 mr/kr;

maccosas gonsa dpypdypona — 10,0 mr/kr;

maccosas gonsa 2-auetundypana — 10,0 mr/kr;

maccoBas gons 5-metundypdgypona — 10,0 Mr/kr.

MpuUroToBNEHHbIA MaTepUan pa3nnBanu B TEMHbIE NOMK-
MepHble (DNaKoHbI (HOMUHANLHLIA 06bem — 100 cm3), CCO
XPaHWUM B XONOANNbHIKE NpK TeMnepaType He Bbie +6 °C.

Onpegenenne ogHopogHocTn Mmatepuana CCO

MexakzemnnsapHyto ogHopoaHocTb CCO onpenensanu
B naéopatopun 000 «[leTpoaHanuTuka» B COOTBETCTBUM
¢ pekomengaumamun FOCT ISO Guide 35-20158. [ins aToro
cnyyanHbiMm o6pasom ot6upanu 10 3Kk3emMnnapos

8TOCT ISO Guide 35-2015 MexrocyaapCTBeHHbI CTaHAApT.
CtaHpapTHble 06pasubl. 06LMe N CTAaTUCTUYECKME MPUHLNMDI
cepTudmkaumm (artectaumm).
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M NPOBOAWMNM W3MEPEHUS MACCOBOW AONM WOHONA
no MOCT IEC 60666—-2014 n maccoBbIx goneit hypaHoBbIX
npoussofHbix no FOCT P M3K 61198-2013 B ycnosusx
MOBTOPSEMOCTH.

Onpenenenne ctabunbHocTn matepuana CCO

CTabunbHOCTb (KpaTKOBPEMEHHas U JONTOBPEMEH-
Haa) aksemnnsapos CCO onpepenanu B naéoparopuu
000 «[leTpoaHanuTuka» B COOTBETCTBUM C PEKOMEHAA-
umsamu FOCT ISO Guide 35-2015 nyTemM OLIEHKU N3MeHe-
HUS MaCCOBbIX A0Neil (hyPaHOBbIX MPON3BOAHBIX (YpdY-
pUI0BOro cnupTa, pypdypona, 2-aueTundypaHa u 5-me-
Tundypdypona) no rOCT P M3K 61198-2013 n noHona
no NOCT IEC 60666-2014.

WccnenoBaHme JONTOBPEMEHHOI CTaBUNbHOCTH Bbl-
NOSTHANW MyTeM U3MePEHNs MacCOBbLIX LONel (hypaHOBbIX
npon3BofHbIX 1 noHona B GCO yepes kaxable 1,5 mecsua,
npu 3TOM XpaHeHWe MaTepuana o0CyLieCTBNANOCH B CNeay-
IOLLNX KITMMATUYECKIMX YCIOBUSAX:

TemnepaTypa OKpy»xatoLlero Bo3ayxa — +6 °C;

aTmocdepHoe gasneHue — (100 + 7) kMa;

BJTAXXHOCTb BO3yXxa — He 6osee 95 %.

[nqa nccnefoBaHns KpaTKOBPEMEHHOW CTabUNbHOCTH
aksemnnapbl CCO xpaHunu npu Temnepatype (20 + 2) °C
B T€YeHue 28 AHeil, Npu 3TOM Kaxable 7 AHei oTéupanm
no 2 aksemnnspa GCO gns npoBeAeHNs N3MepeHnii mac-
COBbIX A0J1e/ (DYPaHOBLIX NPOU3BOAHBIX U MOHONA.

Ycranosnenne aTTectoBaHHbIX 3Ha4eHni CCO

W METPONIOrHYECKOH MPOCNEXHBAEMOCTH

YCTaHOBNEHME 3HAYEeHUIt MeTPONOruyYecknx xa-
paktepuctuk GCO nposogunn ¢ NOMOLbI CNOCO-
6a mMexnabopaTopHOM aTTecTauun B COOTBETCTBMUM
¢ F'OCT 8.532-2002%. 1ns aToro B 9 He3aBUCKUMbIX N1a60-
paTopuii, B TOM 4YKCIE — aKKPEANTOBAHHbIX HAa COOTBET-
cTteue TOCT ISO/IEC 17025-2019% — pacchinanu 3k3em-
nnapbl CCO. Kpome TOro, npoBOAUAKU UCTbITAHUS B Na-
6opatopun 000 «[leTpoaHannTuka».

CopepxaHue MOHONA onpepens-
AN B COOTBETCTBUM CO CHeaylWwWuMMu [OKY-
meHTamun: CTO 70238424.27.100.053-2013,
CT0 56947007-29.180.010.008-2008, IOCT IEC 60666—2014,
MKXA 01-99, ®P.1.31.2015.21310 (MKXA KH-01-12).

4TOCT 8.532-2002 MexrocynapCTBEHHbIA CTaHAapT.
CTaHpapTHble 06pa3ubl COCTaBa BELECTB M MaTepuanos.
MexxnabopatopHas MeTponornyeckas atrectaums. Cogepxarue
1 NOPALOK NpoBeaeHMs paboT.

STOCT ISO/IEC 17025-2019 MexrocyaapCTBeHHbIA CTaH[apT.
06wime Tpe6OBAHNS K KOMNETEHTHOCTYM UCNbITATENbHbIX M Kannépo-
BOYHbIX NabopaTopmil.

CopepxxaHue ¢ypaHOBbIX NMPOMU3BOAHLIX OMpe-
Aendnn, pPYKOBOACTBYACb CAEAYHLWMUMM [OKY-
meHTamu: ®P.1.31.2015.21310 (MKXA KH-01-12),
FOCT P M3K 61198-2013, IEC 61198(1993), MKXA 01-99.

[ns o6ecneyeHns METPOSIOrMYECKOW NPOCNEXMBAEMO-
CTW aTTECTOBAHHbIX 3HAYEHUA MPUMEHSANIN YNCTbIE BELLle-
CTBa AN Xpomarorpacum (MoHon, pypyprunoBsbIi CanpT,
ypdhypon, 2-auetundyypan n 5-metundypdypon). Huctole
BELLECTBA A1 XpoMaTorpadyuu NpUMEHSINCL Ans nocTpo-
eHUSA FPafynpOBOYHbIX 3aBUCMMOCTEN NPK ONpeaeneHnn
MOHONA 1 hypaHOBbLIX NPOM3BOLHBIX B MPOLIECCE XapaKTe-
puzauun GCO. MaccoBbie 0NN OCHOBHbIX BELLECTB ObInn
YCTaHOBJIEHbI MOCPEACTBOM U3MepeHui Ha AT 208.

Onpepenenne cogepxanns (aypaHoBbIX NPON3BOJHBIX

W noHona B marepnane CCO

Onpepenexne gypaHoBbIX NPON3BOAHbLIX B NabOPaTo-
pun 000 «[TeTpoaHanuTMkKa» NPOBOANSN B COOTBETCTBIM
¢ FOCT P M3K 61198-2013. lanee nocnenoBaTenbHO onu-
LLEeM X044 NPOBeEeHNs aHanu3a npoo.

B mMepHbliA UMNNHAP ¢ NPO6KON BMECTUMOCTbIO 25 cM3
nomewanu 20 cm3 npo6bl Macna, B3BELEHHON C TOYHO-
cTbto 0 0,1 mr. [TuneTkoit 06aBNANKM 5 CM® aLeTOHUTPUNA.
Mony4yeHHY0 CMeCb BCTPAXUBANU B Te4eHMe 2 MUH. Tocne
NPoBeJeHNs 3KCTPAKLIMM CMeCh 0CTaBASAN [0 NOMHOM0 pas-
AeneHns ¢as. IKCTPaKT 0TOMpany 1 aHanM3npoBann me-
To0M BIXKX-Y®. Pa3neneHne npoBoaMaM Ha Xpomarorpa-
thuyeckoit KonoHke Gemini C18 (250 MM x 4,6 MM X 5 MKM;
110 A). MogsuxHas (asa cocToana 3 Bofsl (pasa A) 1 aue-
TOHUTpUna (dpasa b). AnompoBaHne 0CyLLECTBNIANN B rpa-
QVEHTHOM pexume: [0 14 MUH 06beMHAs [0 pacTBOPY-
Tena b coctasnana 20 %, ¢ 14 no 15 MuH 06bemMHAsA Aons
pactsoputens b nuHenHo ysennyusanach Lo 99 % u nog-
JiepXKnBanacb NOCTOSAHHOI BO BPeMs NPOMBbIBKU 0 23 MUH,
3aTeM ¢ 23 no 24 MuH 06beMHas fona pacteopuTens b
NUHeHO cHuxanack Ao 20% 1 nogaepXxueanacb nocTo-
AHHOM 00 30 MUH. CKOpPOCTb NOTOKA MO6GUMLHOIA (hadbl —
0,75 cm®/MuH. 06bEeM BBOAMMOTO 3KCTpakTa — 20 MKJI.
KonoHky Tepmoctatuposanu npu 40 °C. [JeTekTupoBaHue
BbINOSHANM NpW AnnHAaX BONH 220 HM — ans pypdypuno-
BOro cnupta, 280 HM — ana qypdypona, 2-aueTundypa-
Ha n 5-metundypdypona.

Tunu4Hble XpOMaTOrpaMmbl 3KCTPAKTOB NPMBEMEHbI
Ha puc. 2.

OnpepeneHne uoHona B nabopaTopum
000 «[eTpoaHanuTuka» nNpoBOAMIN B COOTBETCTBUM
¢ F'OCT IEC 60666-2014. lanee nocneaoBaTenbHo onu-
LLEeM X044 NpOBeAeHNs aHanu3a npoo.

AnnksoTy TpaHcgopmaTopHoro macna (0,5 cm?),
B3BELIEHHYI0 C TOYHOCTbI Ao 0,1 mr, pacTBopsnu

Measurement Standards. Reference Materials. 2024. Vol. 20, no. 3. P. 23-40 m
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Puc. 2. Xpomatorpamma aKCTpakTa, Nosly4eHHOro npu onpege-
NEeHUN hypPaHOBbIX NPOU3BOAHbIX

Fig. 2. Chromatogram of the extract obtained during the
identification of furan derivatives

B 2,5 cM® H-MeHTaHa. 3aTeM NOMY4YeHHbIA pacTBOP Npo-
nyckanu 4yepe3 KapTpuax ¢ CUNMKAresem co CKOPO-
CTbto He 6onee 3 cM3/MuH. [ins mecopbumu aHanuTa ye-
pe3 KapTpuax nponyckanu 5 cm® metaHona. Otéupanu
3/110aT 1 BbINOMHANN €r0 aHanu3 MeToaom BIXKX-YO.
PasaeneHne npoBOANAM Ha XpoMaTorpacu4yeckomn Ko-
noxke Gemini C18 (250 mm x 4,6 MM x 5 mkm; 110 A).
MonaBuxHas hasa coctoana u3 sofbl (Pasa A) n meta-
Hona (¢pasa b). AnonpoBaHme OCyLLECTBAANMN B FPaan-
EHTHOM peXxume: 10 5,2 MUH 06beMHas J0NS pacTBOPU-
Tens b coctasnana 95 %, ¢ 5,2 no 6,2 MMH 06bEMHAA [0-
nq pacteoputens b nuHeiiHo ysenudusanach o 100 %
W noaJepXxuBanacb NOCTOSAHHON BO BPEMS MPOMbIBKU
no 11 muu, 3atem ¢ 11 no 12 MuH 06bEMHAA AONS pac-
TBOPUTENSA b NMHENHO CHMXanack A0 95 % u nogaepxu-
Banacb NOCTOSHHOW A0 15 MuH. CKOpPOCTb NOTOKA MO-
6unbHoM asbl — 0,75 cm3/muH. KonoHKy TepMocTaTu-
posanu npu 40 °C. [leTeKTMpOBaHUE BbINOHANN NPK
LINHE BONHbI 272 HM.

TunnyHas xpomatorpamma 9KCTpakTa npusefeHa
Ha puc. 3.

Puc. 3. Xpomatorpamma 3kcTpakTa, nosy4eHHOro npu onpege-
NEHNN noHoNa

Fig. 3. Chromatogram of the extract obtained during the
identification of ionol

m StanoHsbl. CranaapTHbie o6pasubl. 2024. T. 20, N2 3. C. 23-40

Pesynbratbl 1 06CcyxpgeHne

OpHopogHocTs MaTepnana CCO

OueHKa 0JHOPOAHOCTM ABNAETCA OLHUM U3 BaXKHEN-
wunx atanos pa3pabotku CCO. [ns oLeHKN MEXIK3EMNNAP-
HOW O4HOPOAHOCTY NPOBOAMIIN U3MEPEHME MACCOBON 40N
NoHONa 1 (PypaHoBbIX NPpou3BoLHbIX B 10 ak3emnnsapax CCO.
3 kaxxgoro pnakoHa oT6upanu e HaBecku matepuana
1 BbINOSTHANM [BA NapannenbHbiX U3MepeHus. MonyyeHHble
pe3ynbTathbl NPeCTaBNeHbl Ha puc. 2. PacxoxeHus pe-
3yMbTaToB U3MEPEHN MacCOoBON JOMN (PYPAHOBLIX NPOM3-
BOJHbIX U MOHONA He NPeBbILLIANN NPesesioB NOBTOPSEMO-
ctu no FOCT P M3K 61198-2013 n FOCT IEC 60666-2014
(51 15% 0T cpeiHero 3Ha4YeHNs COOTBETCTBEHHO).

PesynbTartbl OLEHKN MEXIKIEMNIIAPHOA 0LHOPOAHO-
CTW 06pabaTbiBan Npu NOMOLLM MeToAa 04HOAKTOPHO-
ro gmcnepcmonHoro aHanusa (ANOVA), B xofe KOToporo
BbIYUCIIANN ClieayloLwne nokasarenu (taén. 3):

—cpeAHee apuMeT4eCKoe 3Ha4EHNe Pe3ynbTaToB X;

—CpefHee 3Ha4YeHe no BbIGOPKe X;

— KBafpaTt pasHOCTU CPEJHEero 3Ha4yeHus no BbIGOP-
Ke 1 CpefHero apuMeTU4eCcKoro 3Ha4YeHusa pesynbraTos

(x-X)%
- CYMMY KBaApaToB, PpacCYUTAHHYK npw
pasbépoce wMexAay rpynnamu (Bolbopkamu)

SSO (Sberween) = zj’il N (fl - f)z ’
ncnbiTaHuii (2));
— CyMMY KBaApaTtoB, paccYMTaHHyto npu pasépoce BHY-
TpM rpynn (Bb|60pKV|) SSe (Swithin) = z:’;l z7:1 (‘le - ‘Z)’z
— [IUCMEPCHI0, PACCUUTAHHYIO NpU pa3bpoce Mexay rpyn-

(N - 4ucno

SS,
namu (bi6opkamu) MS,(M,,,....) = —— (fo - 1ucno
Jo
cTeneHe cBo6oAbl npu pas3bpoce MexAay

rpynnamu (Bbioopkamu) (10));
— ICNEepCUto, pacCcyYMTaHHY0 NpW pasbpoce BHYTPY
SS
) =—=, (f.— 4mcno cTe-
neHein csob6oAbl nNpu pasbpoce BHYTpU rpynn
BblO ;
(esiGopKw) (10)); , MS,— Ms,
— [Mcnepcuio Mexay Bbibopkamn Sy = ——————=,
(N = 4yncno ucnbiTanunit (2)); N
—CTaHJAPTHYI HEOMNPEeeNIeHHOCTb, CBA3AHHYIO C MEX3K-
38MNNAPHOM HEOAHOPOAHOCTLIO -~ 14, Yu,, = S,, = Sj;
— OTHOCUTESbHYI0 CTaHAAPTHYI0 HEONPEeneHHOCTb, CBS-
3aHHYK C MEX3K3eMNNAPHON HEOAHOPOLHOCThIO

S =
5b(% omn) =-—2.100%, rae X — cpefHee 3HayeHue

rpynn (Bbi6opkm) MS, (M

within

=l

no BbIGOPKe.
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Ta6nuua 3. Pe3ynsrarbl UCCIIE40BAHUSA MEXIK3eMNIAPHOI 0gHOpogHoCcTU MaTepuana CCO

Table 3. Results of the study of between-bottle homogeneity of the CRM

AtTectyemas = 2 Uy, (Spy)
XapaKTepucTHKa 20 SSo SS. MS, MS. S Uy (Spn) (% oTH.)
L',\/"aCCOBa”O””"'O”O”a’ 149 | 2,98-10 | 2,88-10° | 3,31-10° | 2,91.10 | 1,51.10 | 3,89-10 | 0,258
0
Maccosas gons dyp-
dbypunosoro cnupta, | 1045 | 0409 | 9,66-10- | 1,21-102 | 9,71-10-* | 5,55-10-3 | 7,45-102 | 0,729
MI/Kr
Maccoad AONA Y- | 65 | (198 | 958.10°% | 2,20-102 | 9,62-10* | 1,05-102 | 0103 1,06
ypona, mr/kr
IEBBEREY] A0 1041 0190 |581-10 | 2,11-102 | 579-10 | 1,03-102 | 0,101 1,01
2-aletundypaHa, mr/kr
Maccoas gons
5-metundypcpypona, | 9,59 | 0,07 | 976-10-¢ | 1,19-102 | 9,78-10 | 5,48-10-¢ | 740.102 | 0,753
Mr/Kr

Mony4eHHoe 3Ha4eHMe Sh,,(% omy YHUTBIBANV NPV OLIEH-
Ke OTHOCWUTENbHOI pacLUMpeHHOl HeonpeaesieHHoCTH ar-
TeCTOBaHHOr0 3HaveHns CCO.

CrabunbHocts matepuana CCO

ViccnepoBaHune A0NrocpoYHOM U KPaTKOCPOYHOW CTa-
ounbHocT matepnana CCO mrpaet pellaroLwyo ponb
ON5 BblIOOpPA YCNIOBUSA XPaHEHWS U TPAHCNOPTMPOBKM.
®ypaHoBbIe MPOM3BOJHbIE ABNAKTCA HECTAOUABHBIMN
coegnHeHmamu, noatomy CCO xpaHunu npu Temnepary-
pe +6 °C (monrocpoyHas cTabUnbHOCTb B TeYeHWe 7 Mecs-
ues) n (20+2) °C (kpatkocpo4yHas cTabUIbHOCTb B TeYe-
Hue 28 fHel). B JaHHOM uccnefoBaHum TakxKe NPUMEHSNN
meTo BIXKX-YO. NMony4eHHble pe3ynbTaTthl NpeAcTaBneHbl
Ha puc. 3 u 4. PacxoxaeHns pe3ynbTaTtoB U3MepPeHns mac-
COBOM LONW oypaHoBbIX NPOU3BOAHBLIX U MOHOMA He npe-
BblLIANN Npenenos NoBTopseMocTu (5 n 15% 0T cpegHe-
ro 3Ha4eHWs COOTBETCTBEHHO) W NPejeNoB BOCNPOU3BO-
anmocTtu (10 n 45% ot cpefiHero 3Ha4eHs COOTBETCTBEH-
Ho) no FOCT P M3K 61198-2013 n FOCT IEC 60666-2014.

[Onsa aHanusa TpeHga 6biia MCnonb3oBaHa NnHenHas
annpokcumaums:

Y, =b,+b, X,

rae Y; — peaynsTaT M3MepeHnii MaccoBOii JONIW MOHONA UMK
(bypaHOBOro NpoOM3BOAHOr0, COOTBETCTBYHOWMNIA ONpefe-
NeHHOMY cpoKy xpaHeHus CCO npu Temnepatype xpaHe-
Hus CCO;

X, —cpok xpaHeHus CCO npu TemnepaType XpaHeHus,
MecAlbl (BHU);

bo 1 by — K03DHMLMEHTBI perpeccuu.
[Ina OUEHKW HaKMOHA MCMONb30BANMU ChefyoLLee
BbIpaXKeHue:

1

_SLX =X -T)
Z?:l(Xi -

X)*

roe X — cpeaHee apudMeTM4eCcKOe BCeX 3HaveHun X,

MecsLeB (aHen);
Y- cpennee apudpmeTuyeckoe Bcex sHaueHuit Y.
OUueHKY 0Tpe3ka, 0TCEKaeMoro Ha KoopAuHaTHOIA ocu,

nposounu no oopmyne

bo = ?_bl X’

13 aHanu3a NorpeLIHoCTY PACcCUNTbIBANYN CTaHAAPTHOS
0TKNOHeHue b, no opmyne

s(b) =

rneS:\/

\/ZLI(X;' _)?)2 |

Z?:l(Yi B bo — lei)

n—2

[1ns npoBepKN runoTtesbl 06 OTCYTCTBUM TPEHAA Bbl-
YUCNSANM OTHOLLEHME ¢ No hopmyne

{=

bl

s(b)

Mony4eHHble 3Ha4eHus (Tabn. 4) He NPeBbILIAIOT KBaH-
TUNb pacnpepeneqns CTblofeHTa %y os.5 (3,182), 410 roopuT
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Puc. 4. Pe3ynbTaTbl N3MepeHUi copepxaHmns ypaHoBbIX npon3BoaHbix (A-T) n nonona ([) 8 matepnane CCO Ans oUEHKM MEXIK-
3eMNSAPHOIA 0AHOPOAHOCTM MeTofoM BIXKX-Y® no NOCT P M3K 61198-2013 u FOCT IEC 60666-2014 (n =2)

Fig. 4. Measurement results of the content of furan derivatives (A-I') and ionol () in the CRM to assess between-bottle homogeneity
using the HPLC-UV method according to GOST R IEC61198-2013 and GOST IEC 60666-2014 (n =2)

06 OTCYTCTBUM TPEHAA B JAHHbIX. [1pU 3TOM KMHETUYECKMIA CTaHpapTHY0 HeonpeaeneHHoCTb 0T AONITOBPEMEH-

MexaHWU3Mm He OblJ1 yCTaHOBJIEH. HOW (KpaTKOBPEMEHHOI) HECTaOUNBHOCTY Uy, (TabN. 4)
Takum 06pa3om, NONy4YeHHble pe3ynbTarTsl NOATBEP-  BLIMUCHANM MO DOPMYIIE

aunu, 410 CCO MOXeT 6bITh CTAaBUILHLIM NPK Temnepa- Uyisys = Siys = 8(Dy) -,

Type +6 °C B Te4eHue He MeHee OJHOT0 roJa v Npu Kpat-  rae Sy, — a6CONITHO CTaHAAPTHOE OTKNOHEHME 0T A0N-
KOBPEMEHHbIX YCNOBUSX TPAHCNOPTUPOBKM HIKe +22 °C rOBPEMEHHON (KPaTKOBPEMEHHOM) CTabUNbHOCTHY;

6e3 Kakux-nu6o ocobbix Mep NpefoCTOPOXHOCTN B Te- ¢ —BpeMA ANUTENbHOCTM NPOBEAEHHOr0 UCCNea0Ba-
YyeHue 28 gHen. HWUA, MecaLeB (aHeR).
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Ta6nuua 4. Pe3ynbTatbl UCCNEA0BAHNS AONTOBPEMEHHO N KPATKOBPEMEHHOI CTabunbHOCTM MaTepuana CCO
Table 4. Results of the study of long-term and short-term stability of the CRM

ATTecTyemas xapakTepucTuka b, b, s(b,) f Wiy
WccnenoBaHue 40ONTrOBPEMEHHO CTaOUNLHOCTY
MaccoBas gons uoxona, % 412.10* 1,49 486-10 0,847 5,83-10-°
MaccoBas gons dypcypunoBoro cnupta, Mr/kr | -5,28-10-° 10,18 8,11.10-2 -0,651 9,74.10-?
Maccosas gons dypdypona, mr/kr 5,42.10-° 9,65 1,03-10-2 0,527 0,123
Maccosas gons 2-auetundypasa, Mr/kr 9,40-10-2 10,12 8,42-10-2 1,12 0,101
MaccoBas gons 5-metundypdypona, Mr/kr 6,48-10-* 9,61 7,88-10-° 0,082 9,45.10-?
WccnenoBaHne KpaTkoBpeMeHHO CTabUNbHOCTY
MaccoBas gons uoxona, % 11410 1,49 1,66-10 0,688 465-10-3
Maccogas gons dypdypunosoro cnupta, mr/kr | 1,06-10-8 10,16 2,91.10-° 0,364 8,14.102
Maccosas gons dypdypona, mr/kr -8,66-10-° 9,68 3,23-103 -2,67 9,04-10-?
MaccoBas gons 2-auetundypaHa, Mr/kr -1,60-10- 10,14 1,46-10-° -1,09 410102
MaccoBas gons 5-metundypcypona, Mr/kr 9,42-10 9,58 1,91.10-° 0,494 5,34-107

Arrectayuns (xapakrepu3ayns) CCO

B ncnbitannsix CCO npuHann yqactue 9 He3aBMCUMMbIX
na6opatopuii u na6oparopus 000 «[leTpoaHanuTnka».
[ns onpeaenexHus noHona npumensanun meton BIXKX-YO.
Onqa onpenenenns ypaHoBbIX NPON3BOAHBIX — METO-
Obl BOXKX-Y® n kanunnapHoi razosoit xpomartorpadgun
C NNaMEHHO-NOHN3ALNOHHBIM JeTeKTUpoBaHuemM. Ong
MOCTPOEHNS TPAlyMPOBOYHbIX 3aBUCUMOCTEI NPUMEHS-
NN YUCTbIE BELLeCTBa NS XpomaTorpadum, 4ncToTta Ko-
TOPbIX BbiNa NOATBEPXAEHA ucnbiTaHuamm Ha 3T 208.
MonyyeHHble pe3ynbTathl ucnbitanmnit CCO npeactasne-
Hbl Ha puc. 7.

Pacyet atTecToBaHHbIX 3Ha4eHuin CCO npoBoguam B CO-
otetcTBumM ¢ FOCT 8.532-2002. CtaHaapTHYIO Heonpene-
NIEHHOCTb OT XapakTepu3auun paccynTbiBany COrnacHo
n.A.2.5.3TOCT ISO Guide 35-2015 no dhopmyne

— S(J’) — 1 z(yl _ychar)z

uchar_\/;_\/; =1

€ Vepar — ATTECTOBAHHOE 3HAYEHUE;

Y;— pesynbTat U3mMepeHUn aTTecTyemoil xapakre-
PUCTUKMK;

p —Habop fanHbIxX (p =10);

S(y) — CTAHAAPTHOE OTKJIOHEHWE CPeJIHNX 3HAYEHUIA Ha-
00pa AaHHbIX .

Pacyer XapakTepucTHK HEONPEAENEHHOCTH aTTeCTOBAH-
HbIX 3Ha4YeHmit CCO

OTHOCWTENbHAS paclUNpeHHAs HeonpefeneHHoCTb
aTTecToBaHHOro 3HavyeHus GCCO 6bina paccyuTaHa
no popmyne

2

2 2 2
_ 2. \/uchar + ults + usts + ubb

=k ey, = 7

U -100%

CRM orh.

roe U.,.— BKnag ot xapaktepusauyun CCO, mr/kr unu
% (AN MaccoBbIX fofied DYpPaHOBbIX MPOU3BOAHBIX
1 NOHON1A COOTBETCTBEHHO);

Uy, — BKNAZ OT JONTOBPEMEHHOM HecTabunsHocTn CCO,
MI/KT unu % (018 MaccoBbIX 4osei ypaHoBbIX NPOU3BO-
AHBIX 11 MOHOJN1A COOTBETCTBEHHO);

Uy, — BKNAZJ OT KPATKOBPEMEHHOMN HecTabunbHocTh CO,
MI/Kr unu % (AN9 MaccoBbIX [0S oypaHOBbIX NPON3BO-
AHBIX 1 NOHONA COOTBETCTBEHHO);

Uy, — BKNAA OT MEXIKIEMNIAPHON HEOAHOPOAHOCTY
CO, mr/kr unu % (Lns mMaccoBbIX LONEN OypaHOBbIX NPo-
N3BOJHbIX 1 NOHOMA COOTBETCTBEHHO);

k — xoachdpuument oxsata (k=2, P=0,95);

Ucry — CTaHJAPTHASA HEONPELEeNIeHHOCTb, CBA3aHHASA
€0 3HayeHuem ceoiictaa B GO.

Pe3ynbTathl pac4yeToB NpeAcTaBfeHsl B Tabn. 5.
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Puc. 5. PesynbTarbl u3amMepeHnit MaccoBom AoNnu oypaHoBbIx Npon3BoaHbIX (A-I') n noHona ([) 8 matepmane CCO ans oueHku
L0NroBpemeHHoi ctabuibHocTn Metofom BIXKX-YO no FOCT P M3K 61198-2013 n FOCT IEC 60666-2014 (n = 2)

Fig.5. Measurement results of the mass fraction of furan derivatives (A-T') and ionol ([) in the CRM to assess long-term stability
by HPLC-UV method according to GOST R IEC61198-2013 and GOST IEC 60666-2014 (n = 2)

3akntoyeHne METPONOr1M4ecKoro 06ecrneveHns cpescTs U METOLUK U3-

Wtorn onucaHHoro B CTaTbe UCCNEA0BAHUA UMEOT  MEPEeHUA MacCcOBOW JOMM NOHONA U DypaHOBbIX NPOU3BO-
YEeTKOE NPaKTU4ECKOe NPUMEHEHNE B SHEPTETUKE — OOHOM  JHbIX (hypdypunosoro cnupta, dypdypona, 2-auetundy-
3 OCHOBOMONArawLwwmx 06acTeil X03AMCTBEHHO-9KOHO-  paHa u 5-metTundypdypona) B 3HepreTU4ecKnx macnax,—
MWYECKON [eATenbHOCTN rocyaapcTea. Paspabotka CCO  3HaYMTeNbHbIA War B Aene NOBbILUEHN HAAEXHOCTN 3KC-
COCTaBa 3HEPreTM4ecKoro Macna, npefHasHa4eHHoro ona  nayartauum 3NeKTpudecknux TpaHcqopmaTopos.
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Puc. 6. PeaynbTatbl n3mMepeHunit MaccoBOm Aonu oypaHoBbIx Npou3BoAHbIX (A-I) n noHona ([) B matepuane CCO ans oueHkn Kpat-
KoBpeMeHHoN cTabunbHocT MeTogoM BIXKX-Y® no FOCT P MK 61198-2013 n TOCT IEC 60666-2014 (n = 2)

Fig. 6. Measurement results of the mass fraction of furan derivatives (A-T') and ionol ([) in the CRM to assess short-term stability
by HPLC-UV method according to GOST R IEC61198-2013 and GOST IEC 60666-2014 (n = 2)

Pe3ynbTaTtbl paboTbl CTAHYT HeOo6XoAUMbIM NOA-  3HavyeHus GCO o6ecneveHbl METPONOMMYECKO NPOCNEXU-
Cnopbem AN MeTPONOroB — NPakTUKOB B WX NOBCeA-  BaemocTbto K 3T 208.
HEBHOW AeATenbHOCTU. MeTponorudeckue xapakTe- 3HAYMMOCTb CCPOPMYNNPOBAHHbIX BbIBOJOB, KPOME Bbl-
puctukn GCO ycTaHOBNEHbI C Y4eTOM TpebOBaHUN LeyKa3aHHbIX, 3aKNo4aeTcs B pa3paboTke MeTOANYECKMX
FOCT ISO Guide 35-2015, xapakTepu3auus npoBoan-  NOAXOA0B, KOTOPblE 06€CMeYnin BOSMOXHOCTb U3rOTOBNE-
nace B cooTBetcTBnM ¢ TOCT 8.532-2002. ATTECTOBAHHbIE  HWSt MATPUYHOIO CTAHAAPTHOr0 06pasLia C yCTaHOBEHHOI
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Puc. 7. PeaynbTaThl M3MepeHnii MaccoBoil Aonu (ypaHoBbix Nnpon3BoLHbIX (A-I') u noxona ([) 8 matepuane CCO (n = 2)
Fig. 7. Measurement results of the mass fraction of furan derivatives (A-I') and ionol (O) in the CRM (n = 2)

METPONOrMYeCKOii NPOCNEXUBAEMOCTbIO. pefnoXKeHHas
METOL0NI0TUS MOXET [aTb MaTepuasn Ans npoLosiKeHus co-
BEPLUEHCTBOBAHMSA METOAOB W CPESCTB MOHUTOPUHIA CO-
CTOSHWS TPAHCOPMATOPOB, HEOOXOAUMOro AN obecne-
YeHUs NX HaLeXHON paboThl.

m StanoHsbl. CranaapTHbie o6pasubl. 2024. T. 20, N2 3. C. 23-40

Bknap coaBTOpOB: Bce aBTOpPbI BHEC/I CBOW BKNaj
B KOHLENLWI0 U An3ainH ncenegosanns. Yepkawmra K. [I.—
npoBeieHNe uccnenosareNbcknx paéor; fogyHos 1. A.—
OCYLLeCTBNIEHNE (hOPMaAnNbHOrO aHanm3a, HanucaHue cTa-
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Ta6nuua 5. 3HAYEHUS XapakTepucTUK HeonpeaeneHHocTy ans matepuana GGO

Table 5. CRM uncertainty characteristics

A ATTEcTOBaHHOE U o
TTECTyeMas XapaKTepucTHKa aHAYEHIE U u,, U, u,, CRM orns 10

Maccosast 4ons noHona, % 1,51 9,91-10% | 583.10° | 465.10° | 3,89-10° 17

Maccosas Aona bypcpypi- 10,2 0126 | 974102 | 814.102 | 745.10° 4

NOBOro cNupTa, Mr/Kr

Maccosast aona dypaypona, | g g 0174 0123 | 904102 | 0103 5

MI/KF

EBBEREE) A0 10,0 8,98-10-2 0,101 41010 0,101 4

2-auetundypaa, mr/kr

Maccosas Aond 9,8 0130 | 945-102 | 534102 | 740-102 4

5-meTundypypona, mr/kr

borganosa 1. [1.— oCyLLECTBNEHNE aHanu3a pe3ynbTaToB
uccnepnosanuii; Bupkn [1. A.— pyKoBOACTBO Hay4HO-UC-
cnepoBaTenbckoi paboton; bynatos A. B.— pa3paboTka
KOHLenuun nccnenosaHns, npoBepka n pefaktypa Tek-
cTa cTatbi.
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