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MNpegncnosne

Llenn, oCHOBHblE MPWHLMMNLI 1 OCHOBHOW MOPAAOK NPOBeAeHUs paboT Mo MEeXroCcyfapCTBEHHON CTaH-
napTunsaunu yctaHosneHsl B FOCT 1.0—2015 «MexrocygapcTseHHas cucteMa ctaHgaptusauni. OCHOBHbIe
nonoxenusa» un NOCT 1.2—2015 «MexrocygapCTBeHHas cucteMa crtaHgaptusaunvi. CtaHgapTbl MexXrocy-

AapCTBEHHbIE. NMpaBuia, pekoMeHgauum no Me)KFOC)I,D,apCTBeHHOVI cTaHpgapTtusauuu. MNMpasuna pa3pa60TKV|,
NpUHATUA, OGHOBNEHNS N OTMEHbI»

CBefieHusi o ctaHgapTte

1 NOArOTOBJ/IEH ®epepanbHbiM FOCyAapCTBEHHbIM YHUTApHbIM NpeanpuaTuem «Bcepoccuiickuii
Hay4Ho-vccneaoBaTelbCkNii LeHTp CTaHjapTusauum, nHdopmauum n ceptudukannm coipbs, matepuanos v
BewectB» (Pryrn «BHNL,CMB») Ha ocHOBe COGCTBEHHOIO NEpPEBOAA Ha PYCCKMI A3blK @aHTNI0A3bIYHON BEPCUM
cTaHfapTa, yKasaHHoro B nyHkre 5

2 BHECEH ®epgepasibHbIM areHTCTBOM MO TEXHUYECKOMY perysimposBaHuio u MeTponornm

3 MPUHAT MexrocygapcTBeHHbIM COBETOM MO CTaHjapTv3auuv, MeTposiormm u ceptudmkaymm
(npoTtokon ot 5 fekabpsa 2014 r. Ne 46)

3a npuHATHeE nporosiocosani.

Kpatkoe HaMMeHoBaHe CTpaHbl Kog cTpaHbl no CokpalLieHHOe HarMeHOBaH1e HaLOHaIbHOTO
no MK(MCO 3166) 004-97 MK(NCO 31e6) 004-97 opraHa o craHgapT3aLmm

ApmeHus AM MuHakoHOMVKM Pecny6nvkn ApmeHus

Benapycb BY lFocctaHgapt Pecny6nukn Benapycb

Kuprusunsa KG KblprbiscTaHgapt

MongoBa MD Mopposa-CtaHgapT

Poccus RU loccraHpapT

TagxnkmcTaH TJ TagxukctaHaapT

Y36ekucrtaH uz Y3ctaHgapTt

4 Tlpukasom ®PefepasibHOro areHTCTBa Mo TEXHWYECKOMY PeryimpoBaHuio U MeTposioruun ot 29 mas
2015 1. Np 478-cT MeXrocyaapcTBeHHblin ctaHgapT TOCT IEC 60666—2014 BBefeH B AelicTB/E B kayecTBe
HauuoHanbHOro ctaHgapTta Poccuiickoii ®egepauumn ¢ 1 nona 2016 .

5 HacToAwmit ctaHaapT MAEHTUYEH MexayHapoaHoMy cTaHaapTy IEC 60666:2010 «O6GHapyxeHue 1
onpejeneHve ycTtaHOBNEHHbIX NpUcanok B HePTAHbIX N30MALMOHHBIX Macnax» («Detection and determination
of specified additives in mineral insulating oils», IDT).

MexayHapoaHblii cTaHfapT paspaboTaH TexHnyeckum kommuteTom IEC/TC 10 «)XKnakocTv Ans npuMeHe-
HUS B 9/1EKTPOTEXHMKE» MexayHapoAHON 3/1eKTPOTEXHNYECKON KOMUCCUN.

HaunmeHoBaHue HaCTOALLEro cTaHAapTa U3MeHeHO OTHOCUTE/TIbHO HaMMeHOBaHWA ykasaHHOro ctaHgap-
Ta ansa npusefeHus B cootsetctame ¢ FOCT 1.5 (nogpasgen 3.6).

OdmumansHble 3K3eMNAAPbl MEXAYHAPOAHOro cTaHjapTa, Ha OCHOBE KOTOPOro MoAroToB/IeH HACTOSA-
LM MEXrocyAapCTBEHHbI CTaHAAPT, Y MeXAYHapOAHbIX CTaHAapTOB, Ha KOTOPbIE AiaHbl CCbIIKN, UMEelTCs B
denepanbHOM MHAOPMaLMOHHOM (hoHAE CTaHL4AapPTOB.

Mpu NpuMeHeHUN HacToSALLEro cTaHgapTa PeKOMeHyeTCA UCMO/b30BaTb BMECTO CCbUIOUYHbIX MeXay-
HapofHbIX. CTAHAAPTOB COOTBETCTBYIOLME UM MEXTOCYAapCTBEHHbIE CTaHA4APThl, CBEAEHMS O KOTOPbLIX Npu-
BefleHbl B JONONHUTENIbHOM MpunoxeHun A

6 BBEJEH BMNEPBbIE

7 NMEPEN3OAHUE. MapT 2019 r.
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WNHdopmaLumsa 06 M3MeHeHUsx K HacTosWeMy cTaHfapTy Ny6nnkyeTCa B eXerofHom uHdopmauu-
OHHOM YyKasaTene «HauuoHanbHble cTaHAapThi», & TEeKCT U3MEeHeHWA W NONpPaBOK — B €XeMeCAYHOM
NHOpPMaLMOHHOM YKasaTe e «HaunoHanbHble CTaHaapThi». B cnyyae nepecMoTpa (3amMeHbl) v 0TMeHb!
HacnosWwero craHgapTa COOTBETCTBYlolee ysBefoM/leH/e OyaeT ony6/nKoBaHO B eXeMeCAYHOM
MHMOPMaLMOHHOM YyKasaTene «HauuoHanbHble cTaHfapTbi». CoOTBETCTBYOWAs WHpopmauus,
yBe[JOM/IEHNe 1 TeKCTbl pa3MellanTCcs Takke B MHOPMALMOHHOW cucTeme o6Liero nonb3oBaHna —
Ha oduumanbHoM caliTe ®efepasbHOro areHTCTBa N0 TEXHUYECKOMY perympoBaHnio 1 MeTposioruy B
ceTu lHTepHeT (Www.gost.ru)

© CraHgapTvHdgopm. odopmieHne, 2015, 2019

B Poccuiickoii ®eaepaumny HaCTOAWMIA cTaHAapT He MOXET 6biTb MOMHOCTHIO
WK Y4acTWYHO BOCMPOU3BELEH, TMPAXMPOBAH M PacnpocTpaHeH B kayecTBe odu-
uManbHOTO U3faHns 6e3 paspelleHns ®eaepasbHOT0 areHTCTBa Mo TEXHUUECKOMY
perynMpoBaHuio 1 MeTposiornu
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M E X T OCUY A4 APCTUBETHH®bB W CTAHAOAPT

MACNA N30NALUNOHHbIE HE®TAHBLIE

OGHapyxeHue n onpefeneHne yCTaHOBEHHbIX NpUcaaok

Mineral insulating oils. Detection and determination of specified additives

fata eBegeHns — 2016—07—01

1 O6nacTb NPUMEHEHUS

HaCTOFILLI,I/IVI CTaHAapT yCTaHaB/MBaeT MeToabl O6Hapy)KeHVI9-I n onpegeneHna yctaHoB/IEHHbLIX Npuca-
O0K, NpuMeHsAeMbIX Npu nNpon3BoAcTBe Mac/a, B HEUCNO/Ib30BaHHbIX U pa60LWIX Heq)TﬂHbIX MN301ALUNOHHbIX
Macnax.

MeToabl 06Hapy)Keva MOXXHO NPUMEHATL ANA OLEHKN coaepXaHnAa B HECpTHHOM n3014AUMOHHOM Macne
YCTaHOB/1EHHbIX NMpUcaokK, yka3aHHbIX NOCTaBLUKOM.

MeToabl onpefeneHns UCNoNb3yTCA A1 KONIMYECTBEHHOIO onpeaesieHns YyCTaHOBNEHHbIX NpUcagok,
NPUCYTCTBYHOLWNX UNn npeasaputTesibHO OGHapy)KeHHbIX COOTBETCTBYHOLWMM METOO0M.

2 HopmaTuBHble CCbI/IKU

[Nna npuMeHeHVa HacTosALWero ctaHjapTa HeobXxo4uMbl CneayroLme Cebl/loYHble cTaHgapTel. Ana aa-
TUPOBAHHbIX CCbIIOK MPUMEHSAIOT TOSIbKO YKasaHHOe M3faHue CCbIIOYHOro cTaHjapTa, ANS HefaTUpOBaH-
HbIX — MocnefgHee n3gaHve (BkNOYas BCE N3MEHEHUS K HEMY).

IEC 60296. Fluids for electrotechnical applications — Unused mineral insulating oils for transformers
and switchgear OKngkocTv 4N NnpUMEHeHNs B 3N1eKTPOTEXHMKE. Hencnonb3oBaHHble HE(PTAHbIE U30NSALMOH-
Hble Macna gnsa TpaHchopmMaTopoB 1 BbikouaTene)

IEC 60475:2011, Method of sampling liquid dielectrics (MeTog oT60pa Npo6 XnAKNX AN3/1eKTPUKOB)

ISO 5725 (all parts). Accuracy (trueness and precision) of measurement methods and results [Tou-
HOCTb (MPaBUMBLHOCTb U NPELN3NOHHOCTb) METOL0B N3MEPEHWIA 1 pe3ybTaTos]

3 MeTO,D,bI onpeagenieHnda nNpoTMBOOKUCITUTE/IbHbIX NPUCagokK

3.1 OnpegeneHne NPOTUBOOKUCAUTENbHBIX NPUCAA0K HA OCHOBO (DEHO/IOB M AMUHOB METOA0M
nHppakpacHolii (MK) cnektpochoTtomeTpun. Metog A

3.1.1 Mpeaucnosune

HacTosiwumii MeTos ycTaHaBnMBaeT onpejeneHve cogepxanusa 2.6-au-tpet-6ytun-n-kpesona (DBPC)
B HENCNO/b30BaHHbIX Y pabounx HePTAHbIX Macnax nyTem M3MepeHus MHgpakpacHoro nornoweHnsa Ha ya-
CTOTe BaJIeHTHbIX KonebaHuii cBsasn O-H NpocTpaHCTBEHHO 3aTpyAHEHHbIX heHOM0B. MeToa Takke MOXHO 1c-
nonb30BaTh A4/19 onpefenexHnsa cogepxanus 2,6-gu-tpet-6ytundgerHona (OBP), Ho He NO3BONSET pa3NnynTb
DBPC n DBP.

B nepsom m3ganun IEC 60666 6bin onvucaH MeTof onpeAesieHnst KOHKPeTHbIX aHTUOKCUMAAHTOB C 1C-
nonb3osaHnem mMetogos WK cnektpodotometpun. MeTtog 6bin aphekTBEH AN HOBbIX Maces npu oTcyT-
CTBUW NPOLYKTOB OKUCNEHUSA, 3aTPYAHAOLWNX onpefesieHne aHTUOKCUaHToB. s pabounx macen 3ToT Me-
TOA NMPUBOAWNS K HEYyAO0BNETBOPUTE/IbHLIM pe3ysibTartam, MOCKOJIbKY NPOAYKTblI OKUC/IEHUSA MO/ U3MEHUTb
6a3oBble VK cnekTpbl, 4TO 3aTPYAHAN0 06HApY)XeHNe 1 KONNYeCTBEHHOe onpeesieHne aHTUOKCUAAHTOB.

M3paHue oduymansHoe
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Lnsa pelwexus atoli Npo6nembl B HACTOSILLEM CTaHZapTe onvcaHa npoueaypa noAroToBKM 3TasIOHHbIX
mMacesi, KoTopble UCMOJb3YIT B Ka4ecTBe 6a30BbIX Maces.

[na BbINONHEHWs 3TON npouesypbl TPE60BaSIOCL MHOTO BPEMEHM, YTOObI ybeanTbCA, YTO HOBas cepus
6a30BbIX Macen afekBaTHO COOTBETCTBYET aHa/M3UpyeMbiM Macsiam, MOCKOJSIbKY COAepXaHue HeKOTOpbIX
KOMMNOHEHTOB 6a30BbIX U aHANN3NPYEMbIX Macesl MOr0 3HaYUTESIbHO OT/IMYATLCS.

HoBbIli mMeToA HacTosIero ctaHgapTa ycTaHaBnMBaeT npouefypy MoslyYeHWs 3TasIOHHbIX Macesn, He
cofepxaliux npoTUBOOKUC/IMTENbHbIE NpUcaku, TBepaodasHoit akcTpakumei (SPE) ¢ ucnonb3oBaHuem
cunukarens.

3.1.2 O6opygoBaHue, matepuarsnbl U pacTBOpUTENN

Vcnonb3ytoT cnegylouive obopyfoBaHue, matepvasbl U pacTBOpUTENN:

- WK-®dypbe cnektpomeTp wnu ayxnyveBoil WK cnekTpod)oTOMeTp, CHabXeHHbIi cornacoBaHHbIMU
KloBeTamu 13 xaopuga Hatpusa ¢ AJIMHOW onTuyeckoro nytv 1 MM (MOXHO MCNOMb30BaThb Apyrme Marepuasnsi,
ecnu oHn He nornowatoT UK nsnyyerHne B gnanasoHe ot 3000 go 3800 cm'1):

- KpYrnogoHHble Konbbl BMECTUMOCTbIO 5 nnu 10 cm3;

- CTakaHbl BMECTUMOCTbI0 5 nin 10 cm3;

- POTOpPHbI NCnapuTens;

- cunukarenesble KapTpumkn (MPUrofgHbI KapTPUAXM C Maccoi copbenTa 1 unm 2 r);

- H-MeHTaH, 4. 4. a.

3.1.3 MoprotoBka NpoobbI

MomewatoT B cTakaH 11 macna, aHa/M3npyemMoro Ha Hasimume npoTUBOOKUCUTENbHLIX Npucanok, f0-
6aBNAl0T 2 CM3 H-MEHTaHa U1 Twarte/lbHO NepemeLLyBatoT.

MponyckalT Nosly4eHHbI pacTBOp Yepes cUMMKaresieBbllii KapTPUOAXK U cOGMpPaloT antaT B KPYr/1040H-
HYI0 KO/106y. BbinapnsaloT H-NeHTaH B POTOPHOM ucnaputene.

3anonHaloT ogHy WK kioBeTy mac/siom, ocTaBLIMMCA B k0/16e ucnaputens, u nomewatT Ha NyTh onop-
HOro Nlyya cnekTpodoTomeTpa.

3anonHawT BTopyld VK KioBeTy aHanMsmpyembiM MacsioM, KOTOpoe He 6bi10 npodunibTpoBaHo, 1
noMeLLaloT ee Ha NyT! aHa/IMTUYECKOro slyya cnekTpodoTomeTpa.

3anuceiBatot UK cnektp no 3.1.5.

3.1.4 Kanubposka

[0TOBAT cTaHAapTHbIe kKannbpoBoyHble pacTBopbl DBP 1 DBPC BO B3BeLLEHHOM KO/IMYECTBE Macna, He
cofepxallero NpoTMBOOKUCIMTENbHbIE NpUcagkn. MNpy HEO6XOAMMOCTU UX TOTOBAT U3 NPO6LI Macna Anas uc-
nbITaHUs ¢ Mcnonb3oBaHnem npouenypsl no 3.1.3 (TpebyeTca 60MbLUEe KONMYECTBO kapTpuakein n 6onbLunii
o6bem macna).

CpoK rofHoCTK CTaH4apTHOro KasIMbpoBOYHOIO pacTeopa (fanee — kanMbpoBOYHOro pacTsopa) — He
6onee 6 mec.

MpumeuyaHne — KanubpoBOUHbIE PACTBOPLI MOXHO NPUIOTOBUTL C MPUMEHEHWEM HEUCNO/b30BAHHOMO Macna,
HEe CoAepXallero UHMGUTOpP, NPU YCoBuUM, YTo 6a30BOE MAc/0 TO Xe Camoe, YTO U UCMbITyeMoe. Macno fO/MKHO 6bITb
NpoBepeHo No 3Toii Npouegype, YTo6bl y6eauTbesl B OTCYTCTBUM UHIMGMTOPA. STOT BapuaHT He clegyeT UCMOo/b30BaTh,
€C/IN UCTIbITYyeMblE Mac/ia OYeHb CTapble.

[OTOBAT HEe MeHee NATU KaIMOGPOBOYHbIX PAcTBOPOB C coAepXaHnem nHrnéutopa ot 0.02 % macc, Ao
0,50 % macc.

Mpn Heo6X0ANMOCTN MOXHO MPUrOTOBUTL NMPOMEXYTOUHbIE KanIMbpPOBOYHbIE PACTBOPbI, €CN N3BECTHA
npmbnnsnTenbHas KOHUEHTpaumsa nHrméutopa B obpaste.

M3mepstoT no 3.1.5 onTuyeckyto NI0THOCTbL KaMbpoBOUYHbLIX PacTBOPOB (NPY BOSIHOBOM umcnie 3650 cm*1
ana DBPC) 1 CTpoAT Ka/imbpoBOYHY0 KPUBYIO 3aBUCUMOCTY MOT/IOLWEHNA OT CoAepXaHusa uHrmbutopa B npo-
LueHTax no macce. KanvbposoyHas KpmBas Ao/HKHA NpeacTaBinaTb CO60M NPAMYI0 IMHWI0, NPOXOAALLYI0 Yepes
Hayasio KoopAMHaT, CorlacHo 3akoHy nornoweHns Jlambepta — bapa

A =log,0'f=KCD. (1)

rae A — nornoLexue;
/0 — WHTEHCUBHOCTb BXOAALLEr0o U3NyYeHus;
/ — WHTEHCUBHOCTb NPOMYLLEHHOTO U3NyYEeHUs:
K — koadpchmumeHT nornoweHns [KoHctaHTa ansa csasun (O-H) B DBPC];
C — cogepxaHne DBPC, % macc.;
D — onTuyeckuii NyTb KIOBETbI, MM.
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Mockosibky K 1 D ABAAIOTCA NOCTOSAHHLIMU A9 faHHOro onpegenexHns. A npsaMo nponopunoHasnsHo C.

3.1.5 lMpoBegeHne ucnbiTaHUi

3.1.5.1 VK-®Pypbe cnekTpomeTp

MpoBepsoT 060pyfoBaHue. HacTpavsalT B COOTBETCTBUM C pEKOMEHaLMAMU NPOM3BOANTENS.

3.1.5.2 [yxnyueBoii UK cnektpodhoTomeTp

[OTOBAT fBEe NOAXOAALLME KIOBETbI C OKOLLKaMW U3 X/10puaa HaTpusa v AJIMHOR onTuyeckoro nytn 1 mm.
3anonHaT o6e kioBeTbl 6a30BbIM Mac/OM, OfHY KIOBETYy MOMELLAT Ha NyTW aHa/IMTUYEecKoro nyva, apy-
ryl0 — Ha nyTu ONOPHOTO slyya cnekTpodoTtomeTpa u ybexpgatrcs, uto MK cnektp ot 3800 go 3400 cm*1
npeactaBnseT co60i NPAMY0 NMHUI0. PUKCMPYIOT NPOLEHT nponyckanus (95 % — 100 %).

MeHsI0T KloBeTbl MecTamu. [MoBTOPAIOT 3anuck cnekTpa. CHoBa NosyyaloT NPsAMYI0 JIMHUIO C NPonycKa-
Huem npumMepHo 95 % — 100 %.

Ecnu ykazaHHble Bbile YC/T0BUSA He BbINOIHATCA, NPOMbIBAIOT Y NONNPYIOT MAK BGpakyroT KioBeTbI, KO-
TOpble NOr/0OWAKT B aHHOW 06/1acTu, 1 NOBTOPAKOT Npoueaypy, Noka He 6yAeT HalgeHa nogxoaswas napa
KIOBET. DTU KIOBETbI UCNO/b3YIOT A1 BCEX OnpeAeneHuid.

3.1.5.3 VcnbiTaHne pacTBopoB

3.1.5.3.1 WNK-®ypbe cnekTtpomeTp

3anosHAT KIOBETY UCMbITYyeMbIM Mac/aiom 1 3anuckiBaloT VIK cnektp (A) B COOTBETCTBYHOLLEM AManaso-
He BOJIHOBbIX Yynces. MoBTOPAOT UCNbITaHME, UCNO/b3YS 3TANOHHOE Macso 6e3 MHIMGUTopa, W BbIYUTAOT 3TOT
pe3ynbTaT U3 cnekTpa A AN NonyvyeHus cnekTpa c MHeliHol 6a30Bo MHWEN.

3.1.5.3.2 AyxnyueBoit VK cnektpochoTomeTp

Mopuwueit aTaIOHHOrO Macna, He cofepxalero UHIMeUTop, NOSIHOCTbIO 3anonHaT VK kioBeTy 1 no-
MeLLalT ee Ha MyTV ONOPHOro slyya cnekTpodoTomeTpa. MoAHOCTLIO 3anoHAT cnegytowyto VK kioBeTy uc-
NbITyeMbIM Mac/IOM 1 MOMELLLAIT Ha NyTU aHa/IMTUYecKoro iyya cnekrpocoTomeTpa. 3anuceisatoT UK cnekTp
B COOTBETCTBYKOLLEM AMana3oHe BOMHOBbIX yncesn (o1 3500 go 3700 cm 1ana DBPC).

3.1.6 BbluncneHus

3.1.6.1 W3mepeHne onTUYECKOW NNOTHOCTN

3.1.6.1.1 UK-dypbe cnekTpomeTp

N3mepstoT nornoweHne Ha MakCcUmasbHOW BbiCOTe MWKOB ANA obpasuya v aTanoHHOro Macna 6es
MHrMbuTOpA.

BblynTatoT cNekTp aTa/IoOHHOrO Macsa 13 CnekTpa MUCnbITyeMoro obpasua 1 nosyyatT KOIMYEeCTBEHHbIN
pe3ynbTaT MO Ka/IMGPOBOYHON KPUBOIA.

3.1.6.1.2 AByxnyueBoit IK cnektpochoTomeTp (prcyHoK A.1, npunioxeHue A)

MpoBoaAT 6a30By0 NNHMIO MO BO3MOXHOCTM 6113ko mexay 3610 n 3680 cm 1u oTMevatoT NPOLEHT Mpo-
nyckaHus /0, npu koTopoM 6a3oBas NMHWA nepecekaeT NnHUo 3650 cm'L

3anucbiBaloT NPOLEHT NPOMyCKaHWUA Ha BepLuMHe nuka npu 3650 cM 1/ 1 BbIYMCAAIOT ONTUYECKYHO NOT-
HOCTb MO hopmyne

A)BM =100 Yy- N9

CopepxaHue DBPC B npoLeHTax no macce, cooTBeTcTBytowee A 3650, onpeaensaioT no kambpoBOYHOINA
KPUBOIA.

MOXHO ncnosib30BaTe aBToMaTn4eckoe onpefesieHne CnekTpomMeTpoM.

3.1.7 TMpeun3noHHoOCTb

MoBTOPSAEMOCTb M BOCMPOM3BOAMMOCTb MeTofa 6bl/in YCTaHOB/IEHbI B COOTBETCTBUM CO CTaHapTamu
cepumn I1ISO 5725.

3.1.8 MoBTOpsAEMOCTb (CXO4UMOCTb)

PacxoxgeHne mexay pesynbtatamu AByx nocrefoBaTeslbHbIX OnpefeneHniil, Nony4yeHHbIMU OAHUM U
TEeM e ornepaTopoM Ha OJHON W TOW e annapartype npu NOCTOSHHbIX YCMOBUAX UCMbITAHUS HA UAEHTUYHOM
MCNbITYEMOM MaTepuasie B TeYeHue A/INTESIbHOrO BPEMEHU MNP HOPMaslbHOM U MPaBUIbHOM BbINOSIHEHUN
MeToAa MCMbITaHWU, MOXET NPeBbILAaTb 3HAYEHUS], NPUBEAEHHbIE HXE, TOIbKO B OAHOM cryyae u3 20:

- Heucnosib3oBaHHble 1 pabouve Macna: 15 % wunm (X, ¢ x2)!2 « 0,15, rge X, U X2 — pe3ynbTatbl ABYX
nocnefoBaTe/bHbIX onpeaeneHui.

MpumeuaHne — loOBTOPSEeMOCTL onpegeneHa Tobko AN cogepxanus DBPC B macne 6onee 0.05 % macc.
3
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3.1.9 Bocnpons3sognmMocTb

PacxoxgeHvne mexay ABYMSA OTAENbHbIMU U HE3aBUCUMbIMY pesynbTaTaMu onpeaeneHunii, nonyyeHHsbl-
MV pasHbIMU onepaTopamu, paboTarWwmumMn B pa3Hbix 1abopaTtopusax, Ha ULEHTUYHOM UCMbITYEMOM MaTepu-
ane B TeyeHue A/IMTEeSIbHOr0 BPEeMEHW NPU HOPMasIbHOM W NPaBUIbHOM BbINOIHEHUM MeToAa WCMbITaHWiA,
MOXeT MpeBblllaTb 3HAYEHNS, NMPUBEAEHHbIE HXE TOMbKO B OAHOM c/y4yas u3 20:

- Heucnosib3oBaHHble Macna, Ana cogepxaHns DBPC s 0.1 % macc, BOCNpPOU3BOAUMOCTb COCTaBMAET
0.02 % abCco/IIOTHOrO 3HaYEHUS:

- Heucnonb3oBaHHbIe Macna, ansa cogepxaHuna DBPC > 0,1 % macc, BOCNPOM3BOAMMOCTL COCTaBsAET
45 % nnun (X, +x2Y2 m0.45, rae X, U X2— pe3ynbTaTbl ABYX ONpeAeneHuii:

- paboune macna: 45 % unm (x, ¢ x2)/2 0,45. rpe X, n X2 — pesynbTatbl ABYX ONPeaeneHuii.

MpnmeyaHune — Bocnpou3BOAYMOCTb AN paboumx Macesn onpegernieHa Tonbko Ans cogepxaHus DBPC B
macne 6onee 0.05 % macc.

3.1.10 Ortyer
3anucblBaloT cofepxaHve NPOTUBOOKUCIUTESbHbLIX MPUCAAO0K HA OCHOBE (DeHOMA U aMUHOB C TOYHO-
cTbto g0 0.01 % macc.

3.2 OnpegeneHune 2,6-An-TpeT-6yTUN-N-Kpe3osa MeToa0M MHpakKpacHo
cnektpodotomeTpuu. Metog B

[lns 06bI4HOro aHanM3a Maces, HaxoAAWMXcsa B aKcnyaTaumm, MoryT 6biTb UCNOJIb30BaHbI CriegyoLme
n3MeHeHusa npoueaypsbl no 3.1.

3.2.1 KanunbpoBka

[OTOBAT OAHY XMAKOCTHYIO KIOBETY C A/IMHOW ONTUYECKOro NyTh 0.2 MM C OKOLLKaMU U3 X/TI0pMAaa HaTpus.

3anonHAlT KioBeTy HedTAHbIM TpaHcopmaTopHbiM Macnom 6e3 uHrnébutopa (KannbpoBOYHbIN
pacTBop € 0 %-HbIM cofepxaHuem uHrméuTopa) u peructpmpytot UK cnekrp.

[OTOBAT He MeHee Tpex KanMbpoBOYHbLIX pacTBOpPoB AobaBneHnem nHrméutopa DBPC ¢ cogepxaHmem
ot 0,1 % macc, go 0.4 % macc.

PernctpupytoT VK cnekTp kaxaoro kaimbpoBOYHOro pacteopa.

3MepsloT BbICOTY XapaKTepHbIX MUKOB MHIMGUTopa npumepHo Ha 3650 cM~1 (cM. pucyHoK A.2, npu-
noxeHue A).

CTpoSAT KaNnMBpPOBOYHYIO KPUBYIO 3@BUCUMOCTM BbICOTbI MWKa B MPOLLEHTAX MPONYCKaHWS OT COAepPXaHuA
DBPC B macne B npoueHTax no macce.

3.2.2 Mpumepbl UCNbITAHUA HOBbIX UMW UCNO/Ib30BAHHbIX Macen

Tpu pasa 3ano/IHAIT Ka/MbpoBaHHYIO KIOBETY UCMbITYEMbIM MAC/IOM 1 CAUBAIOT Macso.

CHoBa 3anofHAI0T KIoBETY U peructpupytoT VIK cnekTp.

M3mepstoT BbICOTY XapakTepHOro Nuka MHrMbuTopa B NpoLeHTax NponyckaHus BU3yasibHOWM OLEHKOW Tak
Xe. KaK BO Bpemsi npoueaypbl KaIMOpoBKN (CM. PUCYHOK A.2, npuioxeHne A).

OnpegensioT No BbiCOTe NWKa cofepxaHue uHrmbuTopa B obpasle macnia B NpoueHTax no macce, uc-
noMb3ys KanmbpOoBOYHYIO KPUBYHO.

3.2.3 MNpeynsnoHHoCcTb

[MoBTOPAEMOCTL 1 BOCNPOM3BOAUMOCTbL A1 MeToAa B ycTaHOBNEHbI TakMe Xe. Kak Ans metoga A.

3.2.4 MoBTOPSAEMOCTb (CXO4UMOCTb)

PacxoxgeHne mMexay pesynbTataMu ABYX NocnefoBaTesbHbIX ONpeAeneHunii, NoayYeHHbLIMU OAHUM U
TEeM Xe onepaTopoM Ha OAHOW W TON Xe annapaType Npu NOCTOSHHbIX YC/I0BUAX UCMbITAHUS Ha UAEHTUYHOM
UCMbITYEMOM MaTepuasie B TeYeHune AJINTE/IbHOr0 BPeMeHU Npu HOPMasibHOM W NPaBW/IbHOM BbINOSIHEHUN
MeToAa MUCMbITaHWi, MOXET NpeBbIlaTh 3HAYEHUS, NPUBEAEHHbIE HUXeE, TO/IbKO B O4HOM criyvae u3 20:

- Heucnosb3oBaHHble 1 paboune macna. 15 %.

MpunmeyaHne — TIOBTOPSEMOCTb oOnpefenieHa TOMbKO AN cogepxaHus DBPC B macne He MeHee
0.05 % macc.

3.2.5 Bocnpon3soaMMOCTb

PacxoxgeHvne mexay ABYMSA OTAE/NbHbIMU U HE3aBUCUMbIMY pe3ynbTaTaMu onpeAeneHunii, noayyeHHbl-
MW pasHbIMK onepatopamMu, paboTaloLlMm B pasHbIX 1abopaTtopmsax, Ha WAEHTUYHOM UCMbITYEMOM MaTepu-
ane B TeYeHue ANUTENIbHOTO BPeMeHW NPU HOPMasIbHOM W NPaBUIbHOM BbINOSIHEHUW MeToAa WCMbITaHWiA,
MOXET MpeBbIlliaTh 3HAYEHUS, NMPUBEAEHHbIE HXKE, TOIbKO B OAHOM criyyae u3 20:

- Hewucnosnb3oBaHHble Macna: ana cogepxaxHua DBPC s 0,1 % macc, BOCNpON3BOAMMOCTL COCTaBNsAET
0.02 % abCoMTHOIO 3HAYEHUS:

4
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- Hewucnonb3oBaHHble macna: gssa cogepxaHus DBPC > 0,1 % macc, BOCNpon3BOAMMOCTL COCTaBfeT

- paboune macna: 45 %.

MpumeyaHne — Bocnpou3BogMMOCTb Ansi paboumx Macen onpefernieHa ToMbKo Ans cogepxanus DBPC B

mMacse He MeHee 0,05 % macc.

3.2.6 Ortuer
CopgepxaHue 2,6-gu-tpet-6ytun-n-kpesona (DBPC) ykasbiBatoT ¢ TouHoCTblo o 0.01 % macc.

3.3 OnpegeneHne 2,6-gn-tpet-6ytun-n-kposona (DBPC) meTogomM BbiCOKO3(PEKTUBHOM
XUNAKOCTHOW xpomaTorpacpum (HPLC)

3.3.1 BBepgeHune
HacTosiwwmii meTog No3BONSET onpefennTb cogepxarue 2.6-au-tpeT-6yTnn-n-kpeaona (DBPC) B He-

NCNOJIb30BaHHbLIX U pa6o'-w|x He(Zt)TFIHbIX Macsiax ¢ nomMoulbto BbICOKOBqD(beKTVIBHOVI )KVI[],KOCTHOVI Xpomarto-
rpadmm nocne noaroToBKU I'Ip06bl C UCNoJsib30BaHNEM TEXHUKU TBep,ﬂ,OCba3HOVI JKCTpaKyun.

3.3.2 Matepuans! 1 o6opygosaHue
Mcnonb3yloT cnegyiolime matepuansl 1 060pyLoBaHue:
- BbICOKO3(D(PEKTUBHBIN XNAKOCTHbIA Xxpomatorpad (HPLC) c ynbTpadmonetoBbiM (Y®) geTekTopom

UM YO eTeKTOPOM Ha AMOAHONA MaTpuLe;

- KOMOHKK ¢ pazoin C18. paamepom 3.9 * 300 MM. TO/ILUMHON MOKPLITUA 5 MKM;

- NpeaKonoHky ¢ gasoii C18, TONWMNHOK NOKPLITUSA 5 MKM;

- KapTpuaXu ¢ maccoit cunukarens ot 0,6 go 1r,

- Wnpuu-unbTp U3 nonuteTpadTopaTUieHa ¢ pasmepomM nop He 6onee 0,5 MkM (Heo653aTeNbHO).
3.3.3 PeakTuBbl 1 pacTBoputenu

PeakTuBbl JO/MXHbI BKAOYATb:

- meTaHon gnsa HPLC;

- Bogy ana HPLC;

- M-neHTtaH ana HPLC.

3.3.4 TBOpPAOXMAKOCTHASA IKCTpaKums

B3sewwBatoT o1 0,25 0 0.50 r o6pasua Macna c TO4HOCTbI0 A0 0,01 r v pacTBOpstOT B 2.5 cM3U-neHTaHa.
MpoMbIBAIOT HOBbIV cunMkareneBblli KapTpuax 3 cM3 «-neHTaHa, antat ygansoT. MNoka cunukarenb

B/IaXKHbINA, NPONyckaloT pacTBop obpasua Yepes KapTpuax nog HebonbLMM BakyymMoM Npu NoToke He 6onee
3 cM3MuH. dntoaT yaansior.

CyliaT KapTpuax noj, BakyyMom B TeueHne 10 MuH. C6pachiBaloT BakyyM 1 BbIMbIBAKOT MOMMOLLEHHbIV

MaTtepuasl 3JINEHTOM. KOTOprVI 6y,u,eT ncnonb3oBaH B XpOMaTOFpaCt)I/I‘-IECKOM aHanunse.

Co6upatoT nepBble 5 cM3 an0ata B MEPHYIO KOGy BMECTUMOCTbIO 5 cM3.
MOXHO NPOMILTPOBATL 3TOT PACTBOP uepes3 LNpUL-(hUILTP Nepej Tem. Kak nepemMecTuTb ero BO

hNaKoH.

MomewatoT anaT B noagxoasAwmii piakoH ansa aHanusa metogom HPLC.
3.3.5 AHanns akcTpakta
Mcnonb3yoT cnegytowme ycnosus:

MoaswxHas dasa: n3oKpaTuyeckme ycrioBus.

OJI0EHT: 100 %-Hblii METAHON MK CMeCb MeTaHona ¢ BoAol 10 40 % BoAbl No
06bemy.

BBOAVMbI 06bEM: 10—20 mKn.

CKOpOCTb MnoToKa: 1 cmM3MUH.

Temnepatypa: n3otepmuyeckn npu temnepartype ot 30 °C 1 40 °C.

Muk 06HapyxeHus: OT 276 [0 278 HM C BpemeHeM yaepxunsaHus ot 3 o 10 MuH

B 3aBMCMMOCTM OT YC/IOBUIA 3NHONPOBaHNS.
Mpumep xpoMaTorpammbl NpuBeAEH Ha pucyHke A.3 (NpuioxeHue A).
3.3.6 Bbluncnexuns
Mnowaab NuKa namM BbICOTY NUKa obpasLla cpaBHMBAKOT C KaIMOGPOBOYHLIMK CTaHAapTamMu, NOATOTOB-

NeHHbIMK no 3.1.4.

CTpOFIT KafIVI6poBO‘4HyIO KPpUBYHO 3aBUCUMOCTU BbICOTbI Un nnowann nnka ot cogepxXxaHus VIHI'VI6VITOpa

B NMpoLeHTax no macce. Mo kannbpoBOYHOI KPUBOI onpefensitoT coaepxaHne DBPC B o6pa3sue B npouUeHTax
no macce.
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3.3.7 MNpeunsnoHHocTb

[MoBTOPAEMOCTL M BOCMPOU3BOAUMOCTL ObINN YCTAHOB/IEHbI B COOTBETCTBUM CO CTaHAapTamu cepun
ISO 5725.

3.3.8 MoBTOpsAEMOCTb (CXOAUMOCTb)

PacxoxgeHne mexay pesyibTtataMu ABYX NOcC/iefoBaTeflbHbIX OnpefeneHunii, NoayYeHHbIMU O4HUM 1
TEM e onepaTopoM Ha OfHOI M TON Xe annapaTtype npu NOCTOAHHbIX YCIOBUSAX UCTbITAHNUSA HA UAEHTUYHOM
UCMbITYEMOM MaTepuasie B TEYEHUE ANIMTENIbHOTO BPEMEHW MPU HOPMaslbHOM U MPaBW/IbHOM BbIMOSIHEHUN
MeToAa MCNbITaHWi, MOXET NpeBbIWaTh 3HAYEHUS, NPUBEAEHHbIE HUXE, TO/IbKO B OAHOM cilyyae u3 20:

- Heucnosb3oBaHHble U paboune macna: 15 %.

MpumeyaHne — MNoBTOPAEMOCTb OnNpefeneHa Tonbko Ana cogepxanna DBPC B macne 6onee 0,05 % macc.

3.3.9 Bocnpon3soamMmMoCTb

PacxoxgeHvne mexay ABYMSA OTAE/NbHbIMU U HE3aBUCUMbIMY pe3ynbTaTaMu onpeAeseHunid, nonyyeHHbl-
MW pasHbIMK onepatopamMu, paboTalLlMn B pasHbix n1abopartopmsax, Ha WAEHTUYHOM MCMbITYEMOM MaTepu-
ane B TeyeHue ANUTENbHOTO0 BPeMeHW MpY HOPMasIbHOM W NPaBUIbHOM BbINOMIHEHUM MeToAa WCMbITaHWiA,
MOXeT NnpeBbIWarb 3Ha4eHus, NpruBefeHHbIE HUXe, TO/IbKO B OAHOM ciydyae u3 20:

- Hewucnosb3oBaHHble Macna: ana cogepxanHma DBPC s 0.1 % macc, BOCNPOM3BOAMMOCTL COCTaBNAET
0,02 % abCcoNtOTHOrO 3HAYEHUA:

- Heucnosib3oBaHHble Macna: Ans cogepxanus DBPC > 0.1 % macc., BOCNpou3BOANMOCTbL COCTaBMAEeT
45%;

- paboune macna: 45 %.

MpumeuyaHne — BocnpousBoAMMOCTb A1 UCMO/Ib30BAHHbLIX Macesn onpejesieHa TOMbKO AN COoAepXaHus
DBPC B macne 6onee 0.05 % macc.

3.3.10 Ortyer
3anucelBatloT cogepxaHuve 2,6-gu-tpeT-6yTun-n-kpesona (DBPC) ¢ TouyHocTbio g0 0.01 % macc.

3.4 OnpoponeHno deHoncodepxawmnx WHIIMOUMTOPOB MeTOAOM ras3oBOi xpomartorpadum —
Macc-cnektpomoTtpun (GC-MS)

3.4.1 CywHoCTb MeToada

[lo6aBnatoT K Macny pacTBopuTeslb, COoAepXalimMii BHYTPEHHWUI cTaHAapT (AMMeTunoBblli acup dra-
NeBOl KMCNOTbl), COOTBETCTBYIOLWMI KanMOPOBOYHLIM CTaHAapTam, COAepXaliiM M3BECTHOE KO/M4YecTBO
2,6-gu-tpeT-6yTUNdeHona (DBP) n 2,6-au-tpeT-6yTnn-n-kpesona (DBPC). O6pasubl 1 cTaH4apTbl BBOAAT
B rasosblii xpomaTorpad (GC) ¢ genutenem noToka, MCMOMb3YIOLWMA Macc-CneKTpoOMeTpuyeckoe AeTekTu-
poBaHve. XpomaTtorpaMMbl MOHOB C COOTHOLUEHMEM MacChl MONeEKy bl K 3apady ee noHa (mlz) = 191. 205 n
163 npegHasHauveHbl N8 KO/IMYECTBEHHOMO onpegeneHns DBP. DBPC u BHyTpeHHero ctaHgapTa COOTBeT-
CTBEHHO.

HacTosAwwmii meTog npyMeHUM Ana BceX HedTAHbIX Macen, B TOM yucne ans paboumx macen, rae uc-
nosb3oBaHne mMeTtofoB VK cnektpooToMeTpun MOXET ObiTb 3aTpyAHEHO U3-3a MOMeX. BbICOKyl0 4yBCTBU-
TeNbHOCTb HACTOALLEro MeToAa MOXHO UCMONb30BaTb A1 YCTAHOB/IEHWUSA OTCYTCTBUA MHIMOWUTOPA B HEUHIU-
61poBaHHbIX Macnax.

3.4.2 TMpumep napameTpos npubopa

[envtens notoka. 1 MKN BBOAAT C AiefieHnemM B cooTHoweHumn 200:1 npu 275 °C.

[a3-HocuTenb: renmi.

[laBneHve B KOJOHKe: MOCTOSHHbIN pexum notoka 1,2 cM3/mun.

KosoHka: 5 % denun, 95 % aumeTnnnonucunokcaHa, 30 m. 0.25 mm, 0.25 MKM wm
3KBUBaJIEHTHAA.

GC nporpammarop nyck npu 120 °C, yaepxvBaeTcs B TeyeHne 1 MuH, 3aTeM Temnepartypa no-

Temneparypsl: BbllaeTca Ha 10 °C/MuH fo antoupoBaHua DBPC, nanee temneparypa no-

BbilaeTcsa Ha 50 °C/muH go 300 °C. BeigepxuvBatoT npu Temnepatype 300 °C
[l0 BOCCTAHOB/IeHMS1 6a30BOW NMHNK.

MS HacTpoiiku: 3Heprus noHusauum (El+) 70 aB. Temnepatypa nosyuwkm — 150 °C, Havyanb-
Has Temnepartypa — 80 °C. ckaHupoBaHve B fuana3oHe COOTHOLIEHUA Mac-
Cbl MONeKynbl K 3apagy ee noHa {miz) ot 50 go 500. 3 ckaHWpoBaHUs B ce-
KyHAY 0151 YCTaHOB/IEHUA BpeMeHn yaepxusaHus no 3.4.7.
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HaunHaloT ckaHMpoBaHWe Ha 3 MWH. 3aBepLUalT CKaHMpoBaHWe He paHee
yeM yepes 7 MUH.

3.4.3 GC npuHagiexHocTu

NnHuns: NNHUA fenvuTensa noToka,

Wnpw. BMECTUMOCTbIO 5 nnn 10 mkn.

MotoLwunii pactBOpuTENb, TOJYOS.

3.4.4 KanubpoBouHble cTaHAapTHble pacTBOpbI

B3sewwnsatoT npumepHo 0.280 r DBPC wn/vnu DBP ¢ TouHOoCTbio A0 +0.001 r BOo dpnakoHe BMECTUMO-
cTbto 10 cm3. JobaBnsaT npumepHo 8.00 r HedbTsiHOro macna no !EC 60296. He cofepxallero MHrMbuTopsl,
B3BELUEHHOr0 € ToyHOCTbi0 +0.01 . MNepemMelunBalOT MarHUTHON Mellasnkoi fo pactBopeHus DBPC n DBP.
npy He06X04MMOCTH CNerka HarpesarT. [OTOBAT PAA Ka/IMOPOBOUHbIX CTAHAAPTHLIX PACTBOPOB, COAEpPXaLLuX
0,02 % macc.. 0.04 % macc.. 0.10 % macc.. 0.20 % macc, 1 0.40 % macc., UCNO/b3ys NPUBEAEHHbIN BbilLe
KannbpoBOYHbI/ CTaHAAPTHBI pacTBOp, TO Xe camMoe Macso U TwaTeslbHO NepemelLnBas pacTBopbl.

CraHfapTbl XpaHaT B TEMHOM W NMPox/1afiHOM MecTe He 6onee 6 Mec.

3.4.5 PacTBOpbl BHYTPEHHUX CTaHOapTOB

PacTtBop BHyTpeHHero ctaHgapTta 1. BssewwusatwT okono 1,000 r gumetungranata C TOYHOCTbIO A0
+0.001 r B MepHyt Konby BMecTumocTsio 100 cm3.

[loBogAT TONyonIoM [0 METKU, 3anncbiBalOT Maccy 1 TuiaTteibHO nepemMeLlvBatoT.

PacTtBop BHyTpeHHero ctaHgapta 2. NomewaT 1000 Mk pacTBopa BHYTPeEHHero ctaHgapTta 1 B mep-
HYI KON6y BMecTuMOocCTbio 100 cm3, 4OBOAAT TOYO/IOM A0 METKM U TaTe/lbHO NepemMeLLnBatoT.

PacTBop 2 He xpaHAT, ero roToBAT A5 KaXA0i cepun aHasIM30B.

3.4.6 Moarotoska 06pa3LoB N KANNOGPOBOYHbLIX CTAHAAPTOB

MomewyatoT no 100 mMkn o6pa3ua(oB) 1 KaXA0ro kasIM6POBOYHOIO CTaHAAPTHOIO pacTeopa B OTAe/IbHble
hnakoHbl, 3aTem gob6asnsaT no 1000 Mk pacTBopa BHYTPEHHEro cTaHAapTa 2 U XOpoLWo nepemMeLumBatoT.
AHanun3npyT obpaseLy(Lbl) 1 KaMBPOBOYHbIE CTaHAaPTHbIE pacTBopbI.

3.4.7 AHanuTuyeckue npoueaypsbl

YcTaHaBnuBalT W HacTpanBalT mMacc-cnektpomeTp (MS) B COOTBETCTBUM C MHCTPYKUMAMU NPOU3BO-
avrtens.

MpoBOAAT NONHYI NPOBEPKY (CKaHWpOBaHWE) AN ONpefenieHns BpeMeHu yaepxXnsaHus n ngeHTudu-
Kauuy coOoTBETCTBYIOLWMX LeneBblXx MoHOB DBPC, OBP. aumetundtanaTta v pexuma CenekTMBHOro AeTeKTu-
poBaHuA LenesbiXx MOHOB (SIM (CeneKTUBHbIA MOHUTOPWHT MOHOB)] A4N1S KanMGPOBKM 1 aHanm3a.

MpumeyaHune — [N MHOMMX TUMNOB Macc-CNEKTPOMETPOB, UCMO/b3yeMbIX B KauecTBe AeTeKTOpPOB, WOH XPo-
MaTorpammbl 4719 KONMYECTBEHHOrO OnpefeneHns MoryT 6biTb NOMTyYeHbl U3 XxpomaTorpauyecknx cepuii ¢ noaHbIM MS
CKaHMPOBaHWEM U C [OCTATOYHbIM OTHOLIEHWEM CUTHAN — LWyM. B Takux cnyyasx HeT Heob6xofumocTu 3anyckatb MS
B SIM pexume. Tem He MeHee. SIM eule MOXeT ObiTb NPeANOYTUTENbHLIM, YTOObI CIKOHOMUTL 06BEM COXPaHAEMbIX
[aHHbIX.

3.4.8 BbluncnieHuns
WHTerpupyloT v 3anvceiBaloT naowaam uenesbix voHos B DBPC, DBP n gumetundranata 1 BbIYACAAIOT
KannbpoBOUHbI KoathdrLmeHT RFX ANA KaxA0oro pactsopa U3 cepun KannmbpoBOYHbIX CTaHAAPTOB

RFx = [AJMJI[AcIMd. (3)

roe A,s— niowajab BHYTPEHHEro cTaHjapTa:
MIs — Macca BHYTpeHHero ctaHaapTa,;
Ac— nnowanb coeuHeHus;
Mc — macca coeuHeHus.
RFX kannbpoBo4HbIX CTaHAAPTOB, NoLWajb BHYTPEHHEro cTaHAapTa 1 nnowaay obpasya Ucnonb3yT
ONS BblUMCNEHNA cofepXaHusa uHrmbmTopa. PekoMmeHayeTcs UCNob30BaTh 3/1EKTPOHHbIE TabNNLbI.

Cs =[AJRFXJIfMJIAJ * Ms, o)

rae Cs— cofgepxaHune obpasua;
As— nnowagb o6pasua;
RFX — Ka/mimbpoBOYHbI KO3(PHULMEHT;
Ml|a— macca BHYTpPeHHero ctaHgapTa;
A,5— nnowanb BHYTPEHHEro ctaHaapTa,;
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M,. — macca o6pasua.

MpumeyaHne — HacTosAwWwmiA MeTo4 MOXHO MoAucbMLMpPOBaTh AN1A pacnpocTpaHeHus ero Ha Apyrue gocra-
TOYHO HU3KOKMMNSLLME NHTMBUTOPLI HA OCHOBE (DEHONOB M aMWHOB. HekoTopble AU eHnIaMUHbl paHee UCNosb30BaIUCh
B TpaHc(OpMaTOpHbIX Macnax . BO3MOXHO, 40 CUX NOP WCMO/b3YIOTCA HEKOTOpbIMK npoussogutenamu. OgHako BTA
(6eH30TpUas’on) MOXeT passaraTbCs Npu TemnepaTtype, UCNOsb3yeMOil B HACTOSILLEM MeToAe.

3.4.9 MNpeunsnoHHOCTb

HacTosAwwmii meTog nNo3BonsieT 06HapyXnTb CNefoBble KONMYecTBa SIPOTUBOOKUC/IMTENbHbIX NPUCanoK
Wn NOATBEPANTL OTCYTCTBUE 3TUX COeAMHEHUA. OfHaKo TOMbKO OrpaHnyYeHHoe Ynucno naboparopuin CMorio
NPUHATL Y4acTne B OLEHKe NPeLn3nNOHHOCTA. YCTaHOB/IEHO, YTO NPELN3NOHHOCTb F1aBHbIM 06pa3oM 3aBUCUT
0T cTeneHun pasbaBneHns N MOXeT ObITb 1ETKO OLEeHeHa Kaxoi nabopatopueli.

3.4.10 Ortuet

3anucbiBaloT cogepxaHve 2,6-an-tpeT-6yTun-n-kpesona (DBPC) c TouHocTbio Ao 0,01 % macc.
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MpunoxexHue A
(cnpaBoy4HOE)

OGHapyxXeHne NPOTUBOOKUCTUTB/IbHbLIX MPUCAL0K METOAOM TOHKOCNOHOI XpomaTorpadguu (TLC)

MpumMmeuyaHne — MeTog NCNOMb3YIOT 47151 TPOBEPKM HASTUUUS UK MOSTYKONIMUYECTBEHHOTO ONpeAeNieHus.
A.l CywHocTb MeToga

HacTtosiluii MeTo, MOXHO MCMNO/b30BaTh A5 NONYKO/IMUBCTBEHHON OLEHKM cogepxaHus DBPC. korga MeTos UH-
thpakpacHoii cnektpooTomeTpun. HPLC 1 meTog rasosoii xpomartorpaduu — macc-cnekrpometpun (GC-MS) HegocTyn-
Hbl. [10 HacTosiLeMy MeToAy onpeaensioT NoNykonmyecTBeHHoe cogepxaHne DBPC B HOBbIX MM pabounx HeTAHbIX
mMacsnax npu KoHueHTpauun B gnanasoHe ot 0,01 % macc, go 0.10 % rnace., ¢ warom 0.02 % macc. OH Takke MOXeT ObITb
MCNOMb30BaH A/151 KOHLeHTpauuii B ananasoHe ot 0.10 % macc, fo 0.50 % macc, nocne cooTBETCTBYHLLEro pa3taBneHns
macna.

/13BecTHOE KONM4ecTBO cMecn macna un xnopodopma (1:1 no o6bemy) nomewarT Ha antoMmHnesyto TLC nnacTtu-
Hy (nnactuHa A) C cunmkarenesbiM MOKPbITUEM. locne ncnapeHus pacTBOpUTeNst NAAcTUHY NOKPbIBAKOT aHanornyHomn
nnacTuHoi B. coBmelyasn cnou cunukarens.

MnacTuHy A HarpeBatoT, Npyu 3TOM NAACTUHY B. Ha KOTOPOW KOHAEHCUPYeTCs MHIMGUTOP, OAHOBPEMEHHO OX/lax-
paT. MnactuHy B panee o6pabaTbiBadT hochopoMonnbAeHOBON KUCNOTON M ammuakom. lMnowasb nonyunsLLerocs
CUHEro nsATHa nponopuuoHanbHa Konnyectsy DBPC.

A.2 PeaKTuBbl ¥ pacTBopuTenn

Vcnonb3ytoT cnegyloline peakTuBbl U pacTBOpUTENN:

- 3.5 %-HblIii pacTBOp hocthopomMonnbaeHOBOI KNCNOTbI B N30NpONaHose, cnpei-peakTus ANsA xpomartorpaduu;

- xnopodhopm, 4. 4. a:

- pacTBop amMmmuaka (25 %-Hoiii NH3 nnoTtHocTblo 0.91 r/cm3 npu 20 'C):

- 6enoe macno unun n3onsuMoHHoe macno 6e3 DBPC u gpyrux heHobHbIX NpUMeceli B COOTBETCTBUN C METOAOM
06HapyXeHus.

A.3 O6opypoBaHune

Wcnonb3ytoT cnegytouee o60pyoBaHue:
nnactuHkm ans FLC c cunmkarenesbiM NOKPbITUEM TOALWMHOW cnoa 0,25 mwm;
- WnpuL, BMECTUMOCTbIO 10 MKn;
HarpeBaTe/bHbIl 31eMeHT, obecneunBaoLWwmnii nogaepxanme Temnepatypsbl (125 +£5) “C;
YCTPOWCTBO A4N11 U3MEPEeHNs TemnepaTypbl Harpeeatens;
MeTannyecknii BOAOHENPOHNLaeMblli KOHTEHep C MAOCKUM AHOM, NPMGAN3NTENbHBIMU pasmMepamu 6 *6 cwM,
BblCOTOI 7— 10 cMm;
- CTEK/ISiHHbI KOHTelHep ¢ NI0THON KPbILWKOM, ncnonb3yemslit B TLC, paamepom 20 * 7 cm, BbicOToW 20 cM (MOXHO
MCcnosib3oBaTb 0ObIYHbIA IKCMKATOP).

A.4 TpoBefeHne NcnbliTaHWii

A.4.1 Ona copgepxaHus DBPC ot 0,01 % macc, go 0,10 % macc.

[0TOBAT CTaHA4apTHbIE pacTBOPbl B 6€/10M Macne unu usonsuMoHHom 6a3oBom macne 6e3 DBPC. cogepxaume
0.01 macc.%. 0.02 % macc.. 0.05 % macc, 1 0.10 % macc. DBPC.

Pa36aBnsaoT ncnbiTyeMoe Macsio U cTaHAapTHbie pacTBopbl xaopodopmoM 1:1 (no o6bemy).

BbipesatoT gse nnactuHku ans TLC (A n B) pasmepamun 6 * 6 cMm. Pa3fensior nx kapaHfalloM Ha y4acTku nio-
wagbto 1 cm2. YuacTku, pacrnonoxeHHble B npegenax 1 cm oT KpaeB NIaCTUHKM, HE NCMOMNb3YIOT.

C nomolybio Wwnpuya HaHocAT 10 MK pacTeopa Macna B X/10poopMe B cepejuHy 0[HOTO 13 y4acTKOB M/owWabio
1 cM2 Ha niacTuHke A.

AHaNOrMYHO HAaHOCAT Nno 10 MKN CTaHAapTHLIX PAcCTBOPOB B CePeAuHbl COCEJHMUX YHAaCTKOB Ha nnacTuHke A.

YaansaoT x1opodopM ¢ NIACTUHKM Ha BO3AyXe Npu TeMmnepaType okpyxatLlei cpeabl (MPrbaM3nTenpHO B TeYeHne
2 MWH).

MpumeyvyaHune 1— BaxHO NOJIHOCTLIO yAaNUTbL PacTBOpUTE L. DTO YCTaHaB/IMBAIOT NO OTCYTCTBUIO 3anaxa
xnopodopma.

MomeLlaloT Ha NAACTMHKY A BTOPYIO NNACTUHKY B. coBMeLLas criou cunmkarens.

MpumeyaHune 2— [ns Macen C BbICOKMM COAEPXaHUEM apoOMaTUYecKnX yrineBoAopoaoB 1 0COGEHHO Npu nc-
noab30BaHNN NNAacTUHOK TLC ¢ HU3KOW NIOTHOCTbLIO CUAMKArens ycTaHOB/IEHO, YTO flydllee pasgeneHne npy cogepxanHum
DBPC 0.01 % macc, gocTuraetcs npu He60/bLLIOM 3a3ope Mexay nnactuHkamu (0.8 mMm).
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OxnaxgaloT NnacTuHKy B. NnOoMecTMB Ha ee NOBEPXHOCTb MeTanInyecknii KOHTeliHep co NbAoM.
MomelyaloT BCIO cucTeMy (MNacTUHKU A 1 B 1 KOHTeliHep-XxoNoANNbHIK) Ha HarpeBaTesibHoe YCTpOoiicTBO, noaaep-
xusawuwee temnepatypy (125 +5) "C. AntoMmHMeBas NOBEPXHOCTb NIACTUHKM A AO/KHA KOHTAKTMPOBAaTh C HarpeBaTe b-

HOli NOBEPXHOCTbIO.

Yepes 5 MUH nnacTuHkn A 1 B pasgensior.

O6pabaTbiBatoT NnacTuHky B hocchopomonnbaeHosbiM peaktusom. Cyluat npu TemnepaType okpyxatoLei cpeapl
(okpalumBaHne NposiBUTCS GbicTpee, ecny NNACTUHKY HarpeBaTb B TEUEHNE HECKONbKUX MUHYT Ao TemnepaTypbl 90 'C) n
3aTemM nojsepralT BO3AeiicTBMIO NapoB amMmuaka. MatHo DBPC 6yaeT cuHum Ha 6enom dhoHe.

A.4.2 Ona cogepxaHusa DBPC ot 0,10 % macc, go 0.50 % macc.

Pasb6aBnsioT npoby 6enbiM Mac/sioM WaN M30ASLMOHHbIM 6a30BbIM Mac/ioM B COOTHOWeHuN 1:3 (No o6bemy).

MpumeuvaHne — Vcnonb3yemoe B KayecTBe pasbaBuTenss Macno He AOMXHO cogepxaTb DBPC.
Pasb6aBneHHyto Nnpoby mcnbiTbiBaloT no A.4.1.

A.5 Pe3ynbTarsl

CpaBHMBaloT LBeT NATHa obpasua Ha NpPoABAEHHON NnacTUHKe C LBETOM MATEH AN1A CTaH4apTHbIX pacTBOpoB. B
cnyuyaB A.4.2 yunTbiBaloT KO3 uLmeHT pasbaBieHns.

A.6 MpeynsnoHHoOCTb

Mpeyn3noHHOCTL MeTofa He yCTaHoB/IeHa.

10
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btfTWHCMHOCrk UX3Tyl L HOra 1, %

PucyHok A.1 — TunuuHblit K cnektp aByxnydeBoro VIK cnekTpochoTomeTpa npu onpegenexdun cogepxanus DBPC
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MpunoxeHne B
(cnpaBoyHoe)

OnpefeneHnsa NnaccuBaTopoB B HEMTAHbIX Macnax MeToAoM
BbICOKO3(D (P eKTUBHON XUAKOCTHOI xpomaTorpadun (HPLC)

B.1 O6nactb NnpuMeHeHUs

HacTosiwunii meTo NpUMEHAIOT 415 ONpeAenieHns naccMBaTopoB — NPOU3BOAHbLIX 6eH30Tprasona, Takmx kak N-6uc
(2-atunrekcun}-amuHomernntonytpuason (TTAA). 6ensotpuason (BTA) n 5-meTtun-1 H-6ensotpuason (TTA)1*B Henmcnonb-
30BaHHbIX 1 pabounx HePTAHbIX N30NALNOHHLIX Macnax metogqom HPLC.

MpumeyaHne — MeToj OCHOBAH Ha CyliecTBylOLleM MeTofe onpejeneHus Apyroro naccusatopa — BTA.
KOTOPbI MOXET 6biTb 0GHAPYXXEH B TOM Xe XpomaTorpauuyeckom nHTepBase, 4to u TTAA. Kak ONMMCaHO BbiLLE.

[Ons KanM6poBKM B HACTOSLLEM MeToAe MCMOo/b3yT TOBapHbIA NpoaykT TTAA. Cneunduyeckas NorpellHocTb Me-
TOAA 3aBUCUT OT CTEMEHMN €ro YACTOTbI.

B.2 OCHOBHble NONOXeHUA

B.2.1 KpaTkoe cogepxaHune

PacTBopslOT HaBecky obpasua Macnia B NeHTaHe U MponyckalT Moj BakyymMOM uyepes cunmkareneBblii kKapTpuak
(SPE). npeaBapuTenibHO NPOMbITbIA METAHOMIOM M MeHTaHOM. OCTaToK HemnossAPHbIX KOMNOHEHTOB Macna, yAepXaHHbIX
TBEpAo hasoid, 3aTeM 3MMPYIOT cCreayoLein nopumein neHTaHa u yaansoTt. KapTpuax BbliAepXUBAOT Noj4 BakyymoM A0
NOJIHOTO BbICYLUVBAHNUSA.

ONonpyoT onpeaensemMble BewecTBa 3afaHHbiM 06beMOM MeTaHona u unbTpytoT Yepe3 PTFE cunbTp ¢ pas-
Mepom nop 0.45 mkm.

BBogaT pacTtBop B cuctemy HPLC. o6opyaoBaHHyt0 o6palleHHO-ha3Hol KOMOHKOM, n o6HapyxuBaoT TTAA Yo
[eTeKTopoM Npu A/IHE BOJIHblI 260—270 HM.

B.2.2 Ha3HauyeHue n npumeHeHune

HacTosiwunii meTof pacnpocTpaHseTca Ha onpegenerde TTAA ansa 06bIYHOro aHanmsa.

TTAA — aMmrHOCOAEepXallee BelecTBO, NPON3BOAHOE TONYTpUasona. XuaxKkoe npu remnepartype okpyxatoueii cpe-
Obl, fo6aBnsiemoe B He(pTAHbIE U30MALMOHHBIE MAac/na B KayecTBe naccveaTopa MeTasnoB 6narofapsi ero cnoco6HoOCTH
MHIM6MpoBaTh KOPPO3NOHHbIE peakuun Ha NOBEPXHOCTN Mean (M ApYrux MeTanioB) 1 NPUCYTCTBYOLLME B Mac/e coeuHe-
HUS. pearupyowme ¢ metannamu. TTAA 06blYHO [06aBNAT K HE(TAHBIM Macnam B KoHUeHTpauun 0,005 % — 0.020 %.

[pyrve npon3sBoAHble Tprasona. UCMob3yLnecs B HeTAHbIX N30NALMOHHBIX Macnax, Takue kak BTA (6eH30Tpu-
ason) n TTA (TonyTpuason), MeloT 60/1ee HU3KY0 pacTBOPMMOCTb B Macne. BTA ncnonb3yloT 60nee WMpoko, yem TTA.
rnaBHbIM 06pa3oM A8 U3MEHEHNS INEKTPUUECKUX CBONCTB MOBEPXHOCTU Meaun.

TTAA npeactaBnser coboli cmecb AByX UW3oMepoB: bl,M-6uc(2-atunrekcun)-4-metun-1 H-6eH3oTpuason-1-
MeTunamuHa u bl.Ne-6uc(2-atunrekcun)-5-metnn-1H-6eH3oTprason-1-metunamvHa. izomepbl 06bIYHO He pasgensoTcs
B YC/IOBMSIX HACTOALWEro MeToAa, HO MOryT AaBaTh ABa YaCTUYHO NepekpbIBaOLLUXCSA NUKa NPU UCNOb30BAHUN BblCOKO-
athpekTuBHbIX kK0NOHOK (C18.250 MM), Npy 3TOM yunTbiBAKOT 06LL Y0 NAOWaAb ABYX MUKOB.

CWNbHO OKUC/NEHHbIE Macna MOryT YacTUYHO BAMUATbL Ha pe3ynbTaTbl aHanu3a, fasas nomexu ot Y@ nornoweHus
NONSAPHbIX COEANHEHWIA, MPUCYTCTBYOLMX B Mac/e. [pu COMHeHWUM B pesynbTaTax ucnbiTaHna ana 6osee TOYHOro onpe-
[eNleHNss MOXHO UCMNO/b30BaTbh METO/ CTaHAapPTHbIX A06aBOK.

MeTog MOXHO MCnob30BaTh A8 KOHTPOAA cogepxaHns TTAA B NacCMBMPOBaHHbIX pabounx 1 HEMCNOb30BaHHbIX
N30/IALMOHHBIX HEPTAHBLIX Macnax.

MpumeyaHusa — [N ONTUMANbLHOIO pasgeneHnsi U 06HaPYXEHUS UHAMBMAYANbHBIX XpOMaTorpauyeckux
cucTeM 3TOT MeTof AonyckaeT 60/bluyio TMGKOCTb B BbIGOPE HEMOABWXHOI 1 NOABUXHON pasgensitowmx das.

B.2.3 Momexu

B.2.3.1 Coantoupytowme KOMMNOHEHTbI

Bbino yctaHosneHo, 4to TTA coantoupyeT ¢ TTAA B ycrioBuax HacTtoswero metroga. TTAA. kak npasuio, pasna-
raetca Ao TTA B pe3y/bTate HEKOTOPbIX CTaAnii xpomartorpaduueckoro npouecca, n Y® cnektp o6oux coegmHeHuin (no
3aperncTpupoBaHHO XxpoMaTorpamme) ofMHaKoB.

MpunmeuvaHne — PekoMmeHayeTca NpoBepsATb aPEKTUBHOCTL pasgeneHus coantounpywowmx TTAA n TTA npu
BblGpPaHHbIX YCNOBUSAX.

H WmeeTtcs B npogaxe TTAA. Ciba ® Irgamet 39 (CAS M? 80584-90-3 + 80595-74-0 n B cmecu B DSI ® nHrunbm-
Topom cepbl). VHhopmauns npuBefeHa Ans nonb3oBaTenieil HacTosLWero ctaHAapTa U He sBNseTcs nogAepxkoi IEC
[LaHHOTO npogykTa.
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B.2.3.2 Y®-nornouweHme Mewawwmnx coeAuHeHM

CnekTpbl Y®-NOTOWEHNA CUMTbHO OKUC/IEHHLIX Macesl MOTyT cofepXaTb COeiMHEHNs, NoKasbiBalwle 3HavyeHuns
BPEMEHWN yaepxuBaHus, 6nuskue kK TTAA. o 31Ol Xe NpuYnMHe MOryT BO3HUKHYTb (DOHOBbIE LLYMbI.

Ecnun pasgeneHve nvkos 3aTpyAHEHO WU MPOUCXOAUT NepeKpbiBaHWe MUKOB, 415 KOMYECTBEHHOW OLLeHKU cre-
AyeT ncnonb3oBaTb METOA CTaHAAPTHbIX 06aBOK.

B.3 O6opyaoBaHue

B.3.1 Annapatypa

Becbl ¢ BepxHeli 3arpy3koii, C aBToMaTU4eCckMM TapupoBaHUeM, C TOYHOCTbIO B3BelwnBarnusa go 0.001 r. npegHasHa-
YeHHble 1A B3BellnBaHna He meHee 100 1.

BakyymHasa cuctema gnsa SPE.

Cunukarenesble KapTPUAXKKN 415 3M1I0MPOBaHNA B BakyyMme.

Cunukarenesble kapTpugxm SPE. CopbeHT — cunukarenbs maccoii ot 500 go 1000 mr. pH 2—8. ¢ pa3mepom yactuy,
oT 20 80 200 MKMm.

MpumeuyaHue 1 — Bblbop Maccbl copbeHTa 3aBUCUT OT Maccbl aHanu3Mpyemoro obpasua M BMECTUMOCTHU
KapTpugxa. MNpv onTumusauun Metoga peKkoMmeHayeTcs NPOBOAUTL MPOBEPKY A1 aHannsa BbIXoja.

®unbTpbl U3 PFTE ¢ pa3mepom fyeek 0.45 MKM. COBMECTUMbIe C NepexoAHukom Jlyepa.

Cuctema HPLC, o6opyaoBaHHas:

- HacocoMm, NoAXOAALMM He MeHee YeM AN ABYX pacTBoputenei;

- ycTpoiicTBOM BBOZA Npo6bl, Noaxoaslmm ans seoga oT 10 go 100 Mka (NpefnoyTuTesieH aBToMaTnyecknii BBOJ,
npoobl);

- KOJIoHKamu ¢ obpalleHHoi daszoin (RP) C8 nnu C18 aHgkennupoBaHHbIMU (6/10KUPOBAHHBIMMW), NOAXOAALNMMN
AN NoABWXHOW dasbl ¢ pH 2—8.

MpumeuvaHune 2 — [INMHA KOJIOHKM U AMameTp 4acTul, MOTyT MEHATbCA, OTBETCTBEHHOCTb 3@ BbIGOP 3TUX
napameTpoB HeceT nabopartopus, NCNO/b3YlOLas HACTOALWMIA MeToh. Xopolwwve pesynbTaTbl aHanunsa 66111 NonyyeHbl ¢
KONoHKaMu gnuHoii ot 150 go 250 MM. gnameTpom 4.6 MM 1 pasmepom yacTuy ot 3,5 g0 5.0 MKMm;

- RP npeAkonoHKoW C Takoli )xe HenoABMXHOW (hasol;

- Y® getekTopoMm (ansa 3anucu Y®-cnektpa npesnoyTUTeNIbHO NCNONb30BaTh eTeKTOp Ha AM0AHOI mMaTpuue);

- YCTpPOWCTBOM c6opa M HaKOMAEeHUS JaHHbIX.

B.3.2 PeakTuBbl 1 maTepuansl

B.3.2.1 YucTtoTa peakTusos

Bo BCex UCMbITAHNAX UCMO/b3YIOT peakTUBbl KBanmdukauum . . a.

PacTtBopuTenu, ucnosb3yemble A8 XpomaTtorpatunyeckoro 3/10MPOBaHNA, AO/MKHbI 6bITb KBanudukauun ans
HPLC.

B.3.2.2 Tpebyemble peakTuBbl

MeTtaHon ana HPLC.

Bopga ana HPLC.

H-neHTaH gna HPLC.

Tonyon.

B.3.2.3 CraHgapTHble mMaTepuansl

B kauyecTBe kaIMOPOBOYHbIX CTAHAAPTOB NCMNOMb3YIOT AOCTYNHbIe B Npogaxe BTA n akBuBaneHTHbI TTAA.

Mpumeyvanune 1— He cneayeT ucnonb3oBaTb 4718 KanW6GpOBKM AOCTYNHblE B npogaxe pacTsopbl TTAA B
HedTAHOM Macne unu Apyrux NoAxoAawmnx pacTsopuTensx, gaxe ecnu cogepxaHne TTAA B HUX U3BECTHO.

TTAA kBanudukauuu u. 4. a.
BTA kBanudukauuu 4. 4. a.
BasoBoe macno. HethtaHoe n3onsaumoHHoe Macnio AnsA pasbasneHus, He cogepxatiee BTA n TTAA.

MpumeuvaHune 2— lo NpuynHaMm, ykasaHHbIM B B.2.3.1. 6a30Boe Macno AN pa3dbaBneHnst Takke He [O/KHO
cogepxatb TTA n BTA.

B.3.2.4 CTaHfapTHble pacTBOpPbI

B.3.2.4.1 WcxofaHblii pacTBop

VicxoaHblii pacTBop npeAcTaBnseT coboli KOHLEeHTpMpoBaHHbI pacTBop TTAA n BTA B Tonyone. [OTOBAT cBeXWiA
MCXOHbI pacTBOP KaxAble 3 Mae 1 XpaHAT ero B TEMHbIX GyTblsIKax Npu TemnepaType okpyxaioLieli cpefbl.

MpvumeuaHune — BbIIO yCTAHOBNEHO, YTO UCXOAHbI PacTBOp KOHUeHTpauueli 1000 mn'kr cTabuneH B Teve-
Hue 3 Mec. Ecnu TpebyeTcs 60nee ANNUTENbHBIA CPOK XpaHeHWs, ero cTabuibHOCTb NMPOBEPSIIOT CPaBHEHWEM C HOBbIM
pacTBOPOM.

B.3.4.2.2 CTaHgapTHble pacTBOpbI
[na kanubpoBKM U3 NCXOLHOr0 pacTBopa roToBAT He MeHee 5 pa3baB/ieHHbIX PacTBOPOB.
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Ons Kaxpoi cTagum KannbpoBKM FOTOBST CBEXMB pPacTBOPbI pa3baBfeHMeM NCXOAHOTO pacTBopa 6a30BbIM Mac/oM.
CTaHfapTHble pacTBOpbl A0/MKHbI 6bITb OT 5 40 500 mi/lcr.

B.4 OT60p npo6

Llenbto oT6opa ABNsieTcA nosyvyeHne npeacTaBUTENbHON NPo6bl 4151 UCNbiTaHusA. JlabopaTopHblie Npo6bl 0T6MpaT
no IEC 60475. KoOHKpeTHble MeToAbl 0T60pa Npo6 MOryT NMOBAWATHL HAa NPELU3NOHHOCTbL HACTOSALEero MeTofa UCNbITaHWiA.

B.5 MpoBeaeHne ncnbliTaHuii

B.5.1 MoaroToBKa annapaTypsbl

B.5.1.1 Mpu6opsbl

MNHanBuayanbHbie KOHCTPYKTUBHbIE 0COGEHHOCTM NMPMOOPOB, KO/TOHOK U AETEKTOPOB AenalT HeuenecoobpasHbiM
nogpo6Hoe onucaHune pabounx ycnosuii. Cnegyet obpalyaTbCa K MHCTPYKL UM NPON3BOAMTENS NO 3KCnayaTaumn npuoopa
B 3aBNCHMOCTM OT BbiGOpa YCN0BUIA pasgenerHnsa n o06HapyXeHus.

B.5.1.2 Ycnosua pasgeneHus

[Onsa pasgenenusa TTAA nogxonaTt o6e RP konoHkn C8 n C18 ¢ aHAkennpoeaHHbIMK pazamMu. Xopollee pasgesneHne
MOXeT 6bITb JOCTUFHYTO C MOMOLLbIO N30KPATUYECKOrO WU rPajMeHTHOrO 3/1I0MPOBaHNA C NOABWXHON ha3oii Boga/meTa-
HOJT; COOTHOLLEHWe pacTBopuTenein moxet 6biTb 0T 50 % BoAbl.'50 % MeTaHona (konoHka ¢ hasoii C8) go 20 % Boabl/80 %
mMeTaHona (KonoHka ¢ casoii C18).

CkopocTb notoka — o7 0,5 go 1.0 cM3IMuH.

B kayecTBe pykoBoAcTBa B Tabnuue B.1 npuBefeHbl HEKOTOPbIE IKCMEPUMEHTallbHbIE YCNO0BUA, HO Kaxaan na6o-
patopusi 4o/kHa onpeAennTb CO6CTBEHHbIE ONTUMAa/IbHbIE NapameTpbl pasfeneHus.

Xopollee pasfefnieHne [ocTUraeTcsa nNpu NoayYyeHUn ocTPOro CUMMETPUYHOTO Nuka 6e3 nepekpbiBaHUS C MUKOM
BTA.

MpnmeyaHne — B HeKOTOpbIX crydvasx AN NyYWero pasfeneHnsa U UCKIIYeHUA pasmblBaHUA 3afHero
¢hpoHTa Nuka NpeanovTUTENIBHO UCMO/b30BaTh B NOABWXHON (hase 6GycepHblii pacTBop BMECTO 4uMCTOW BoAbl. Kave-
CTBO pasfjefieHns nosbillaeT MUCMOb30BaHMe yKCyCHokucnoro 6ydepHoro pactesopa ¢ pH 3 (koHueHTpauueit oT 50 go
80 Mmonb/am3). Mpu 3TOM cnefyeTt NPoBepuTb CNekTp nornoweHns TTAA. NOCKO/IbKY OH MOXET MEHATLCS B 3aBUCMMOCTH
oT pH pacTtsopa.

Ta6nuya B.1 — Mpumepbl ycnoBuii pasgeneHus

Fpaduk
Ycnosus TTAA IBTA
Konoxka Boems RT* RT*>. MpumeyaHune
paspenenns pMMH ! Boga. % MeTtaHon. % - MuH MWH
C18. M3okpaTtuyeckoe. 0:00 30 70 35—45 25—-3.0 —
250 mm 1eMumuH
20:00 30 70
C18. pagneHTHoe. 0:00 30 70 35—45 25—3.0 [pouenypa co 100%-Hbim
250 MM 1 cm3MuH MeTaHo/IoM obecneuymBaeT
4:00 30 70 OUYNUCTKY KOJTOHKU
6:00 0 100
10:00 0 100
14:00 30 70
C18. IpagneHTHOE. 0:00 50 50 8.0—9.0 5,0—6.0
150 mm 0.5 cM3/MUH
15:00 50 50
20:00 0 100
45:00 0 100
50:00 0 100
C18. pagneHTHoe. 0:00 20 80 6.0—7.0 5,0—6.0
150 mm 1cm3MuH
7:30 0 100
14:00 50 50
18:00 20 80
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OkoHuyaHne Tabnuubl B. 1

Fpacuk
KonoHka yenosusa TTAA |(QB'|:I—’)A MpumeyaHue
pasaenexus Bliﬂev"‘:"- Boga. %  Metaron. % RT*. MUH MMH'

C8. MaokpaTuyeckoe. 0:00 50 50 35—45 25—-3.0 —
150 vm 0.5 cmM3/MUH

20:00 50 50
Ccs. MaokpaTuyeckoe. 0:00 30 70 3.5—5 — —
250 mm 1 cmMMMuH

10:00 30 70

* Bpems yaepxunsaHus.

B.5.1.3 Y® getekTuposaHue
Y® petekTupoBaHne TTAA npoBOAAT Ha [/IMHE BO/HbI 264 HM. COOTBETCTBYLLE MakCHMyMy MOr/OLWEeHNs
(pucyHok B. 1).

O MmKYECXHS N/TIOTHOCTb

PucyHok B.1 — Y® cnektpbl TTAA n BTA

B.5.2 Kannbposka

B.5.2.1 YcTaHaBnMBatoT NNHEHbIN AnanasoH A8 KOHKPETHOro UCNO/b3yeMOoro npuéopa v BbiGpaHHo npoueaypbl
pasfeneHvsa. MeTof AO/MKEH AaBaTb /IMHENHbI OTKAVK B AnanasoHe KOHUeHTpauuii ot 5 go 500 mr/kr.

B.5.2.2 MNpoBegeHue kannbpoBKu

[OTOBAT HEe MeHee NATU CTaH4apPTHLIX PacTBOPOB pa3baBneHnem ncxoaHoro pactsopa (B.3.2.4.1) 6a30BbiM HedTA-
HbIM MacnoMm. [1ns Kaxoi kannbpoBKM rOTOBAT CBEXMWE CTaHAaPTHbIe PacTBOpbI.

JKcTparmpyloT 6a3oBoe Mac/o W KaxAblii cTaH4apTHbIA pacTBOp Mo npoueaype, npuBegeHHoi B B.5.3.1. AHanus
npoBOAAT 3 pasa, He MeHee 2 KpaliHnx Toyek (MMHUMYMa U Makcumyma).
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CTpoAT rpaduk 3aBUCUMOCTN NAOWAAN NUKA OT KOHLEHTpaUuuM 1 BbIYMCASAIOT MYULYO KanbpoBOYHYO KPUBYIO,
COOTBETCTBYIOLLYIO 3KCNEepUMeHTalbHbIM ToYkam, N0 perpeccuoHHoit mogenun (y = bx + T). KoadduuymeHT koppensaumm
6o0nee 0,99 cuutaloT npuemaemMbim. 1A cBO6GOAHOrO YneHa T LO/HKHO BbINOMHATLCSA HepaBeHCTBO [T/b| < 1.

Kanu6poBKky npoBoasT kaxable 6 mec. CrnefyeT nepuogmyecku UCnbiTbiBaTb KOHTPO/bHBIV 06pasel, ¢ N3BECTHOM
KOHLieHTpaumeii AN NpoBepKN cTabunbHOCTU MeToAa.

B.5.3 AHanus

B.5.3.1 MpepgBapuTenbHas nogrotoska o6pasya c nomouwbio SPE

C nomoLyblo BakyyMHO! cuCTeMbl MeA/IeHHO NPOMbIBAIOT cuaukarenesblii kapTpuax SPE npnbnusutenbHo 5 cm3
MeTaHona, 3aTeM KOHAWLMOHMPYIOT ero nponyckaHnem npubnunsmtensHo 10 cm3 neHTaHa.

B3BelunBatoT nopuuio o6pasua maccoit ot 0.5 o 2,0 r ¢ ToyHocTbio fo 0,01 .

MpnmeuvaHne 1— Macca obpasua 3aBUCUT OT Maccbl copbeHTa kapTpuaxa. N3bbiTouHas macca obpasuya
neperpyxaeT COP6eHT 1 BIMSieT Ha IMHEHOCTb MeToAa, 3aHuXas BEPXHWUI npeaen onpeaenseMblX KOHLEeHTpaLuuii.

Pas6asnstoT o6pasel, 10 cM3 neHTaHa ¥ NPonyckaloT pacTBoOp Yepes npejsapuTebHO NOArOTOBAEHHbI KapTpuax
CO CKOpPOCTbIO He 6onee 3 CMIMUH. YTUNN3NPYIOT 3M110aT.

MpombiBaloT kapTpmak 20 cM3 CBEXEro neHTaHa Co CKOpPOCTbio He 6onee 3 CMIMUH ANA yAaNeHUs HENONAPHbIX
coefiHeHW Macna, afAcop6upPoBaHHbIX CuaAMKaresnem. YTUIM3NpyoT awoar.

Cywart copbeHT noj BakyyMom oT 540 10 MUH.

Mef/ieHHO NPOMbIBAKOT KapTPUAX MeTaHo/I0M (C MOMOLLbI0 BaKyyMHO CUCTEMbI WM BPYYHYIO C MOMOLLbIO LWNPK-
ua). cobupas nepsble 5,00 cm3 an0ara B MEPHYIO KONGY.

MpumeuaHune 2— O6pasel MOXHO 3/1IOMPOBATL Pa3HbIMU PacTBOPUTENsIMK, HANpUMep, XpomaTorpaduue-
CKOW NOABWXHOI (hasoii. Mpu UCNONb30BAHUN aNlbTEPHATMBHOTO PACTBOPUTESSI NPOBEPSIOT B HEM PACTBOPUMOCTL TTAA.

MpumeyaHue 3 — [INA y[0BNETBOPUTE/NIbHOTO @aHANIUTUYECKOTO BbiAENEHUS MOXHO WCMOMb30BaTb pasHble
o6beMbl pacTBoputens (cm. B.6).

B.5.3.2 HPLC aHanus

TouHbIM Wnpuuem BBoaAT B HPLC nopuuio antoaTta. cobpaHHOro B kosiby BMecTumMocTbio 5 cm3. O6bem BBOAMMON
npo6bl 3aBUCUT OT YyBCTBMUTENBHOCTM Npubopa 1 Maccbl UCMbITYEMOro Macna, 06bIYHO UCMOMb3YIOT NET/IeBON fo3aTop
BMeCTUMOCTbIo OT 10 o 100 mxn.

[MpoBOAAT aHanun3 1 PerucTpupyroT naowab NMka, COoTBETCTBYIOLLEro BpeMeHN yaepxnsanna TTAA.

B.5.4 BbluncnexHus

BbluncnsaioT cogepxanne TTAA. MI/Kr. T. K. NONyYeHHan KannbpoBOYHas KpuBas XapaktepusyeTcs ypaBHEHUem
y =bx * T. no chopmyne

TTAA =S (B.1)

B.5.5 Otyer
YkasbiBaloT cogepxaHune TTAA B MUNanrpaMmmMax Ha KnnorpaMmm € TOYHOCTBHO A0 TpeX 3HavdYalwux Ll,l/lcbp.

B.6 BbluncrneHue BbIxoga uU3BnevyeHns

B.6.1 Bbixoa agcopbunmn

MpoBepsaoT BbIXO4 agcopbuun cunukarenesblx kapTpuaxein SPE cnegylowmnm ob6pasom:

- MoAKMoYalT fiBa KapTpuaxa nocnefoBaTesibHO K BakyyMHO cucteme:

- MponyckalT cTaHAapTHbI obpasel, (200 mr/kr) yepes oba kapTpuaxa B cooTBeTcTBUM ¢ B.5.3.1. a 3aTem kap-
TPUAXW PasgensioT v Kaxablil OTAENbHO 31oMpyoT 5 cM3 MeTaHona:

- aHanusupyloT Asa obpasua 1 3anucbiBaloT pesynbTaTbl B BUAE XN (KOHLEHTpauus, onpeAeneHHas B anare un3
BEPXHEro KapTpuaxa) u x2 (KOHLeHTpayms, onpefenieHHas B d/1t0aTe N3 HUXKHEro KapTpuaxa):

- ybexpatoTca, yTo__~_ <o 98

*1**2

B.6.2 Bbixop anompoBaHus

MpoBepAl0T BbIXOA 3/1I0MPOBAHNA CUNNKareneBbix kapTpuaxein SPE cnegyowmym o6pasom:

- NponyckawT cTaHAapTHbI o6pasel (200 Mr/kr) uepes kKapTpuaX B cooTBeTCTBMU ¢ B.5.3.1;

- 3M1IOUPYIOT KapTPUAX annKBoTO MeTaHona o6bemMom 5 cm3, a 3aTeM BTOPOI annKBOTOW MeTaHona Takke 06b-
eMoM 5 cm3;

- aHanusnpyloT oba obpasuya OTAeNbHO M 3anucbiBaloT pesynbTatbl B BUAE X, (KOHLUEHTpauus, onpejeneHHas B
nepsBoM anwarte) 1 x2 (KOHLeHTpauus, onpegenieHHas BO BTOPOM antoate);

- ybexpatoTca, uTo__M_ <o 98
w1xwz
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B.7 Mpeuyn3moHHOCTb

B.7.1 Mpepen obHapyxeHns

B ycnoBusAx HacToALWEro cTaHjapTa oxuaaemblii npegen obHapyxeHust — He MeHee 5 Mr/kr. Kaxpaas nabopartopus
[0/KHa onpefennTb COGCTBEHHBIN Npegen o6HapyXeHus.

B.7.2 MosTopssiemMoOCTb

PacxoxzeHve Mexay pesynbtatamu ABYX MoC/ef0BaTe bHbIX ONPEAEeeHui, NOyYEHHbIMU OLHUM 1 TEM Xe one-
paTopoM Ha 0fHO 1 TOli Xe annapaType Npu NOCTOSIHHbLIX YCOBUSX UCTIbITAHUSA HA UAEHTUYHOM UCMLITYEMOM MaTepuane
B TEYEHUe 4/IUTE/IbHOTO BPEMEHU NPU HOPMASIbHOM U NMPaBU/IbHOM MPOBEAEHUN WCMbITAHUN, MOXET MpeBbilaTh 3Have-
HUS, NpuBefeHHble B Tabnule B.2 (BbipaXeHHble B NPOLEHTax OT cpesHeapudMeTUYeckoro 3HaueHus1), Tofbko B O4HOM
cny4as u3 20.

Tab6nunuya B.2— lNoBTOpsAeMoCTb

KoHueHTpauwsi TTAA. Mr/kr MosTopsiemocTb T, %
[o 50 Bkntou. 10
Ce. 50 5

B.7.3 Bocnpon3BognMocCTb

PacxoxfeHne mexay AByMsi OTAE/bHbIMU 1 HE3ABUCUMbIMU pe3ynbTaTamu onpeAeneHuii, NoayYeHHbIMIU pasHbiMn
onepaTtopamu, pa6oTallMn B pasHbix nabopaTopuax, Ha UAEHTUYHOM UCMbLITYEMOM MaTepuasne B TeYeHue AaunTesb-
HOro BPEMEHMW NPU HOPMasIbHOM U MPaBW/IbHOM NPOBEAEHUN UCMbITaHWA, MOXET NpeBblliaTh 3HAYEHNUS, NPUBEAEHHbIE B
Tabnuue B.3 (BblpaxeHHble B NpoLeHTax oT cpeAHeapuMeTMyeckoro 3HaueHns), Tosbko B OAHOM ciyyae u3 20.

Ta6bnuya B.3— Bocnpous3Bognumoctb

KoHueHTpauus TTAA. mr/kr BocnpowasogumocTts R, 16
Lo 50 Bkntou. 15
Ce. 50 8
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MpunoxeHne C
(cnpaBoyHoe)

OnpefeneHue AenpeccopHbIX NpUcagok, MOHMKALWIMX TEMNepaTypy 3acTbiBaHus,
C NOMOLLbIO TeNb-MPOHMKalOLWed xpomaTorpadum

C.1 BBepgeHune

B HeKkoTopble AOCTYMHble B Npojaxe napacdMHOBble Macfa Aas yAyuylleHus UX HU3KoTemnepaTypHbiX CBOWCTB
BBOAAT AENPecCopHbIe NPUCaAKU, NOHMXKAKWME TEMNepaTypy 3acTbiBaHWUs. B HACTOSLLEM NPUMIOKEHUN U3NTOKEH METOS,
KayecTBEHHOTO ONpesesieHNst 3TUX COeAUHEHUA.

C.2 CywHoCTb MeTOfa

B kauecTBe [AenpeccopHbIX MPUCafoK, NOHMXAKLWMUX Temnepatypy 3acTbiBaHWA WCMOJb3YTCA Noaumepammn ¢
OTHOCUTE/IbHO BbICOKOW MOMEKYNAPHOW Maccoii. C XMMUYECKOW TOUKM 3PEHUSI X MOXHO pasfefnnTb Ha [jBe OCHOBHble
rpynnbl: nosmmeTakpuaaTtbl U NOAVHAMTaNHbI.

lenb-npoHukatoLwasn xpomatorpadusa (GPC) Asnsetcs pasHoBUAHOCTbIO MeToga HPLC, B KOTOPOW TUMUYHbIE KO-
noHkn anst HPLC. npuHumMn pa6oTbl KOTOPbIX OCHOBAH Ha abcop6uun aHanM3mpyemMbix COeANHEHN Ha TBEPAOM HocUTe-
Ne. 3aMeHeHbl Ha KOJIOHKM, Hano/IHeHHble cchepryecknMun noaivMepamm ¢ TOYHO onpegesieHHbIMK pasmepamu nog. Korga
CMecb COeAMHEHWIA C MOsieKylamMmy pasHbiX pasmepoB UNbTPYIOT Yepes Takne KoJIOHKW, HeGoblune MOeKy bl MPOXOAST
yepe3 60/bLIOE KOMNYECTBO KaHas/bHbIX NOp cepuyeckux NOAMMEPOB W MO3TOMY 3/OUPYIOT MOCAE CaMbIX KPYMHbIX
MOJIEKY 1, KOTOPbIE, ECIN UX pa3Mepbl JOCTATOYHO BEVKM, NPOXOAAT Yepes NPOCTPAHCTBO Mexay cdepamu nonvmepa.

Mpwv 3TOM AenpeccopHble Npucagku, NoHMXalol e Temnepartypy 3acTbiBaHUA B HEPTAHbLIX M30MALMOHHbIX Macnax,
3/110MPYIOT NEPBbIMM, XOPOLLO OTAENAACL OT APYTMX KOMNOHEHTOB Macna.

C.3 PeakTtusbl u matepuansl

Mcnonb3yloT cnepytolie peakTBbl U MaTepuanb:
BbICOKO3(PhEKTUBHBIN XNAKOCTHbIN XpomaTorpad (HPLC);

- ynbTpaduoneToBbliii (Y®) n pecdpaktomeTpuyeckuii (RI) neTekTopsl;
KOJTOHKY ANA renb-npoHukaowei xpomatorpadpum (GPC);

- nabopaTopHyto nocyay;

TeTparugpodypax (THF).

C.4 MpoBegeHne ncnbiTaHnsa

MomeLwyaloT COOTBETCTBYIOLLEE KO/TMYECTBO Macna, Hanpumep 100 Mr. B cTakaH, fo06asnsaioT 10 cM3 cyxoro TeTparum-
ApodypaHa v TwaTelbHO NepeMeLLnBatoT.

Crabunuaunpytot cuctemy HPLC B COOTBETCTBUM C pekOMeHAaumsmu npovssoauTens, ocobeHHo npu paboTe C
RI-getekToAoM, KoTOpas B 3HAUYMTE/IbHON CTENEHN 3aBUCUT OT He3HauMTesNbHbIX KoniebaHuii TemnepaTypbl OKpyxXatoLei
cpegpl.

COOTBETCTBYHOLNM LWINPULEM BBOAAT pacTBop macna B THF B HPLC. nonHOCTbIO 3ano/siHAA NeTneBoit gosaTtop
(5 cM3), 1 3anucbIBaOT XpomMaTorpaMmmy.

MonnmeTtakpunaTtbl aHanM3NPYT C NOMOLLbIO pedpakTOMeTpUYeckoro geTekTopa, A1 onpegeneHns nonnHad-
Ta/IMHOB Nyylle NoAXOAUT YyNbTPacnoneToBbI feTekTop.

C.5 Mpeun3nmoHHOCTb

Mpeun3noHHOCTbL HacToALWEero MeToAa He ycTaHoB/IeHa.
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MpunoxeHune JA
(cnpaBoyHoE)

CBefleHNA 0 COOTBETCTBUU CCbIJTOYHbLIX MEXAYHapoAHbiX CTaHA4apTOB
MeXrocyaapCTtBeHHbIM CTaHO4apTam

Ta6nunua [OA.1

O603HaeHME CCbIOYHOTO CreneHb O603HaueHe 1 HaMMEHOBaHVe MEXIoCyapCTBEHHO CTaHAapTa
MEX/yHapoAHOro CTaHAapTa  COOTBETCTBUS
IEC 60206 —_ °
IEC 60475:2011 oT FOCT IEC 60475—2014 «XXunakoctn nsonsiumoHHole. OT60p Npo6»
ISO 5725 (aH parts) — .

* COOTBETCTBYIOLLNI MEXTOCYAaPCTBEHHbI CTaHAAPT OTCYTCTBYeT. [l0 ero NPUHSATUS PeKOMEHAYeTCs UCMNOb30BaTh
nepeBof, Ha PYCCKMIi A3bIK 4aHHOTO MEXIoCy4apCTBEHHOTO CTaHaapTa.

MpumeuaHune — B HacTosLeli TabnnLe UCNONb30BAHO CNeaytollee yCOoBHOe 0603HaYeHne CTeneHn CooTBeT-

CTBMS CTaHgapTa:
- HOT — MAEHTUYHBII cTaHaapT.
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