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FOCT IEC 60666—2014

MNpeancnosue

Llenm, ocHoBHbIE NPUHLMNLI N OCHOBHOW NOPSAAOK NpoBeAeHun paboT No MexXrocyaapCcTBEHHOW CTaH-
AapTusauum yctaHosneHsl B FOCT 1.0—92 «MexrocyaapcTBeHHas cucteMa cTaHaapTusaumn. OCHOBHble
nonoxexus» n NOCT 1.2—2009 «MexrocyaapcTBeHHasi cucteMa cTaHgapTusaunn. CTaHaapTel MEXrocy-
JapcTBeHHble, Npasuna, pekoMeHAaLum No MexrocyaapcTBeHHOW cTaHgapTusauun. Mpasuna paspa6oTky,
MPUHATURA, TPUMEHEHUSI, OBHOBNEHMWS U OTMEHbI»

CBeaeHus o cTaHpapTe

1 NOArOTOBIJIEH ®epepanbHeiM rocyaapcTBEHHBIM YHUTApPHBLIM NpeanpuaTueMm «Bcepoccuinckuin
Hay4Ho-uccneaoBaTeslbCKUA LeHTp cTaHgapTusauun, uHdopmauum u cepTudmrKaLmm coipbsl, MaTepuanos n
sewecTs» (PIYMN «BHULCMB») Ha ocHoBe COBCTBEHHOIO ayTeHTUYHOrO NepeBofa Ha PYCCKUIA A3bIK aHrMo-
A3bIMHOW BEPCUW CTAHAAPTA, YKA3aHHOTO B NYHKTe 5

2 BHECEH ®depgepanbHbiM areHTCTBOM N0 TEXHUYECKOMY perynuposaHuio U metponorim (PocctaH-
AapT)

3 MPUHAT MexrocyaapcTBeHHbIM COBETOM MO cTaHgapTUsauun, MeTposnorn u cepTudukaumm
(npoTokon oT 5 aekabps 2014 r. Ne 46)

3anpuHaTtue nporonocosanu:

KpaTkoe HauMeHOBaHUe CTpaHbi Kon crpaHb! CoKpalLeHHOe HaMMEHOBaHWE HAUMOHANBHOrO OpraHa

no MK (MCO 3166) 004—97 | no MK (MCO 3166) 004—97 no CTaHAapTM3aLMK

ApmeHus AM MuHakoHomukm Pecnybnvku Apmenns

Benapycb BY loccranpapt Pecny6nuku benapyce

Kupruswms KG KbipreliactangapT

Mongoea MD Mongosa-CtaHaapt

Poccusi RU Poccrangapt

TampxukncTaH TJ TapxukcTaHgapT

YabekucTtaH uz YactangapT

4 MpukaszoM PeaepanbHOro areHTCTBa MO TEXHUYECKOMY perynvpoBaHuto U MeTpororiM ot 29 mas
2015 r. Ne 478-cT mexrocygapcteeHHbl ctaHgapT FOCT IEC 60666—2014 BBeaeH B AeiCTBUE B KaYecTBe
HauuoHanbHoro ctaHgapta Poccuiickont Pegepaumm c 1 nionsa 2016 .

5 Hacroawuin ctaHgapT naeHTUYeH MmexayHapogHomy ctaHgapTty IEC 60666:2010 Detection and
determination of specified additives in mineral insulating oils (O6HapyXeHue 1 onpeaeneHne ycTaHoBNEHHbIX
npucagok B HeTAHbIX U30NALMOHHBIX Macnax).

MesxayHapoaHbliA cTaHaapT paspaboTaH TexHudeckum komuteToM IEC/TC 10 «XKugkocTy ans npumeHe-
HWS B aneKTpoTexHuKe» MexayHapoaHOWM 3NeKTpoTeXHNYECKON KOMUCCU.

MepeBon ¢ aHMMUACKOTo s3blka (en).

HaumeHoBaHWe HacTosALero cTaHgapTa U3sMeHeHo 0THOCUTENTbHO HAMMEHOBaHWA yKasaHHOro ctangap-
Ta gns npueeaeHus B cooTBeTcTBMe ¢ FOCT 1.5—2001 (nogpasnen 3.6).

OdmumanbHble akseMnnspbl MeXxayHapoaHOro ctaHgapTa, Ha OCHOBE KOTOPOro NoAroTOBMIEH HacTos -
LA MeXrocyAapCTBEHHbIA CTaHAAPT, U MeXAyHapoaHbIX CTaHO4apTOB, Ha KOTOPbIe AaHbl CChINKU, UMEIOTCH B
denepanbHOM MHOPMaLMOHHOM hOHAE TEXHNYECKMX PerfiaMeHToB U CTaHaapToB.

CBefeHUsi 0 COOTBETCTBUM MEXroCyAapCTBEHHbIX CTAaHAAPTOB CChINIOYHBIM MEXAYHapoaAHbIM CTaHaap-
TaMm npuBeaeHbl B A0NONHUTENbHOM NpunokeHnn JA.

CTteneHb cooTBETCTBUA — UAeHTU4Has (IDT)

6 BBEJEH BMEPBbIE
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UHpopmayust 06 USMEHeHUSIX K HacmosiujeMy cmaHdapmy nybrukyemcs 8 exxe200HOM UHEOpMaUUOH-
HoMm yka3amerie «HayuoHarbHble cmaHO0apmel», @ MEKCM U3MEHEeHUU U MoMnpasoK — 8 eXXeMeCsIHHOM UHGhOp-
MayuoHHOM ykasamene «HayuoranbHblie cmaHOapmei». B criyyae nepecMompa (3aMeHbi) UnU OMMeHb!
Hacmosiweao cmaHOapma coomeemcmeyrouiee ysedomiieHue bydem oOryb/ILUKOBAHO 6 eXeMeCsYHOM
UHGbOPMaUUOHHOM yKkazamerne «HauuoHaneHele cmaHOapmei». Coomeemcmeyrowas UHhopMayus, yee-
GoMrieHuUs1 U meKcmbl pasMelaromesi makxe 8 UHhopMalUOHHOU cucmeme obujezo rnonb3oeaHust — Ha ogu-
YuansHoMm calime ®edeparibHo20 azeHMcemea o MexHU4YEeCKOMY pe2ynuposaHuro U MempoJsioauu 8 cemu
UHmepHem

© CraHpapTtuHdopm, 2015

B Poccuiickon ®enepaummn HACTOAWMIA cTaHAAPT He MOXET BbITb NOMHOCTLIO UM YaCTUYHO BOCNPOU3BE-
[eH, TUPaXXNPOBaH U pacnpocTpaHeH B kayecTBe oduuManbHoro usgaHua 6es paspelueHus deaepansHoro
areHTCTBa Mo TEXHWUYECKOMY PErynMpoBaHuio U METPOrorm
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M E XTI OCY..APGCTUBETHHUBbB # C TAHQAAPT

MACTA U3ONAUMNOHHDLIE HE®TAHLIE

OGHapyxeHue 1 onpegeneHue yCTaHOBMEHHbIX NPUCafokK

Mineral insulating oils. Detection and determination of specified additives

NaTta BBegenna — 2016—07—01

1 O6nactb NpMMeHeHUs

HacTosiumi craHaapt yCTaHaBnMBaeT MeToAbl oGHapy»(eva n onpeaeneHna yCtTaHoOBNEHHbIX nNpuca-
00K, NpUMeHAeMbIX Npyu NpousBoAcTBe Macna, B HeUCnosib3oBaHHbIX U paﬁoqwx HerTﬂHbIX N30NALUUOHHDBIX
Macnax.

MeToAabl 06Hapy>|<eva MOXHO NMPUMEHATL AN OLEHKU coaepXXaHus B HepTAHOM U3ONALMOHHOM Macne
yCTaHOBNEHHbIX NPUCaAoK, yKasaHHbIX NOCTaBLNKOM.

MeToabl onpeaeneHnsa UCNoNb3yTCA ANA KONMMYECTBEHHOTO onpeaeneHnst ycTaHOBNEHHbIX NpUcaaok,
NMPUCYTCTBYOLLNX MNU NpeaBapuUTenbHO OGHapy)KeHHbIX COOTBETCTBYOLLMM METO0M.

2 HopmMaTuBHbIe CCbINKN

[ns npuMeHeHns HacTosILLEro cTaHaapTa HeobxoAuMbI creayroLme CCbifIovHble AoKyMeHTb. [ina aatu-
POBaHHbIX CCbINTOK NPUMEHSIOT TOMbKO YKazaHHOe U3faHne CCbIfIOYHOro AOKYMeHTa, AnA HefaTUpPOBaHHbIX
CChISTOK MPUMEHSIIOT MocnegHee n3faHne CCbINOYHOro AOKYMEHTa (BKNoYas BCe ero U3MeHeHus ).

IEC 60296 Fluids for electrotechnical applications — Unused mineral insulating oils for transformers and
switchgear (Kugkocti Ana npumeHeHus B 3neKTpoTexHuke. Hencnonb3oBaHHble HeTAHbIE U3ONALUOHHBIE
macra 4ns TpaHcopMaTOpPOB U BbIKIIoYaTeNen)

IEC 60475:2011 Method of sampling liquid dielectrics (MeToa oT60pa npo6 XMaKUX AN3NEKTPUKOB)

ISO 5725 (all parts), Accuracy (trueness and precision) of measurement methods and results [TouHocTb
(NpaBUNbHOCTL M NPELIM3NOHHOCTL) METOAOB U3MEPEHUA U Pe3yNbTaTos]

3 MeToabl onpeaeneHUs NPOTUBOOKUCINTENbHbIX NPUCafoK

3.1 OnpeaeneHne NPOTUBOOKUCAUTENbHLIX NPUCAAOK Ha OCHOBe (peHONOB U aMUHOB METOAOM
uHdpakpacHon (UK) cnekTpodoTomeTpun. Metog A

3.1.1 Mpeaucnosue

HacTosiumin MeToa ycTaHaBnNuBaeT onpeaeneHue cogepxanus 2,6-au-mpem-6ytun-n-kpesona (DBPC)
B HEUCMOSb30BaHHbIX U Pabounx HedTAHBIX Macnax NyTem nsmepeHna nHdpakpacHoOro NOrnoLeHUs Ha Jyac-
TOTe BaneHTHbIX konebaHui ceasu O-H npocTpaHCTBEHHO 3aTpyAHeHHbIX deHonos. MeToa Takke MOXHO
NCcnonbL30BaTh AN onpeaeneHus cogepxarHua 2,6-aun-mpem-6ytunderona (DBP), Ho He no3BonseT pasnu-
unts DBPC nDBP.

B nepsom nzgarum IEC 60666 66111 onucaH Metoa onpeaeneHnsa KOHKPETHBLIX aHTUOKCUAAHTOB C UCMOSIb-
3oBaHunem MetogoB WK cnekrpodpoTomeTpun. Metopg 6bin acbdpekTrBEH ANA HOBLIX Macen Npu OTCYTCTBUM
NPOAYKTOB OKUCIIEHUs1, 3aTPYAHSIOLMX onpeaeneHue aHTuokeuaaHTo.. ina pabounx macen aToT MeTo[ npu-
BOAWI K HEYAOBMNETBOPUTENbHBIM pesyrnbTaTam, NOCKONbKY NPOAYKTbl OKUCNEHUA MOTN U3MeHUTb 6a3oBble
WK cnekTpbl, YTO 3aTpyaHAI0 OBHapyXXeHne 1 KONnYecTBeHHoe onpeaeneHne aHTUOKCUAAHTOB.

U3paHne opnumnansHoe



rOCT IEC 60666—2014

Ona pelueHuna aToil npobnemsbl B HACTOSAILLEM CTaHAapTe onucaHa npoLeaypa noAroToBKU 3TanoHHbIX
macen, KOTopble UCTIoNb3YIoT B KavecTBe 6a3oBbIX Macern.

Ona BbINONHEHNs 3Tol Npoueaypbl TpeboBanocb MHOTC BpeMeH!, YTobbl y6eanTbes, YTO HoBas cepus
6a30BbIX Macen agekBaTHO COOTBETCTBYET aHanManMpyemelM Macnam, MoCKosbKYy coaepKaHne HekoTopbIX
KOMMOHEHTOR 6a30BbIX M aHaNN3MPYEMbIX Maces MOr10 3Ha4YMTebHO OTNINYAaTLCS.

HoBbIin MeToa HacToALWEro cTaHgapTa ycTaHaBnMBaeT npoleaypy nNonyyYeHust 3TanoHHbIX macer, He
cofepXallux NpoTUBOOKUCIMTENbHBIE Npucaakn, TBepaodasHoin akcTpakumen (SPE) ¢ ncnonbsosaHuem
cunukarens.

3.1.2 O6opynoBaHue, MaTepuanbl U pacTBOpUTENun

Wcnonb3ytoT cneaytolune obopyaosaHue, Matepuarsl U pacTBOPUTENN:

- UK ®ypbe cnektpomMeTp unu Asyxiydesoit UK cnekTpocdoTomeTp, cHaBXeHHbI cornacoBaHHbIMU
KloBeTaMU 13 Xropuaa HaTpus ¢ ANVHON ONTUYECKOro Nyt 1 MM (MOXHO UCMOMbL30BaThL Apyrue Matepuarnsl,
ecnv oHu He nornotaoT MK nanyderune B ananasoHe ot 3000 o 3800 cm);

- KpyrnodoHHble KoBbl BMECTUMOCTHLI0 5 i 10 cmS;

- cTakaHbl BMeCTUMOCTbIO 5 unu 10 cms;

- POTOPHBIA UcnapuTens;

- cunukarenesble KapTPUAXM (NPUroaHbl KapTPUAXKN ¢ Maccol copberTa 1 unn 2r);

- H-MEeHTaH, Y. a.a.

3.1.3 MNoaroToBKa Npo6bl

MomewatoT B cTakaH 1 r macna, aHanusMpyemMoro Ha Hanmyne MpoTUBOOKUCIIUTENbHBIX MPUCAAOK,
no6asnsoT 2 cm3 H-neHTaHa v TLWaTenbHO nepemMeLLBaloT.

MponyckatoT Nony4YeHHbIA PpacTBOP Yepes CunmKarenesblil KapTpraK U cobupartoT antaT B KpyrnoaoH-
Hyto konBy. BeinapusatoT H-NeHTaH B pOTOPHOM ncnaputene.

3anonHstoT ogHy MK kloBeTY Macrom, ocTaBLLUMMCS B Konbe ucnaputens, v noMeLLaroT Ha My Ty ONOpHOro
ny4a cnektpocoTomeTpa.

3anonHsioT BTopyto UK KloBeTy aHanusnpyeMbiM Macriom, KoTopoe He 6bino npodunsTpoBaHo, U Nnome-
LLaoT ee Ha NyTU aHannTUYeckoro ny4va cnekrpodgoTomeTpa.

3anuceisatoT MK cnekTp no 3.1.5.

3.1.4 KanubpoBka

oToBAT cTaHAapTHLIE kKannbposoyHkle pacTeopbl DBP 1 DBPC Bo B3BELWEHHOM KonuMyecTBe Macna, He
copepxallero npoTUBOOKUCIMTENbHbIe npucaaku. Mpu HeobxoanuMocTU UX roTOBAT U3 Npobbl Macna aAns
NCNbITaHWA C UCNoSb3oBaHneM npoleaypel no 3.1.3 (TpebyeTcs Gonbluee KONMYecTBO KapTpuaken nbonobLumin
o6bem Macna).

CpoK rogHOCTV CTaHA4apTHOroO KanMbpoBOYHOrO pacTBopa (Aanee — KanMbpoBOYHOro pacTeBopa) — He
6onee 6 mec.

MpunmedaHune—KanmbposouHble pacTBOPbl MOXHO MPUIOTOBUTL C NMPUMEHEHUEM HEUCTIONB30BAHHOIO Mac-
na, He copepXXallero MHrmbuTop, Npu ycrnoeuw, 4To s206a30Boe Macno To Xe camoe, YTo U ucnbityemoe. Macno gomxHo
ObITe NPOBEPEHO NO 3TOW Npoueaype, 4Tobbl yoeanTbesl B OTCYTCTBUM MHIMOMUTOpA. DTOT BapuaHT He crneayet UCNonb30-
BaTb, €CNU UCNbITyeMble Macna o4eHb cTapble.

FoTOBAT HE MeHee NATM KannMBpOBOYHLIX PACTBOPOB C coaepkaHuem uHrnbutopa ot 0,02 % macc. oo
0,50 % macc.

Mpy HEOBXOANMOCT MOXKHO MPUrOTOBUTbL NPOMEKYTOUYHbIE KArIMGPOBOYHLIE PACTBOPbI, €CIIN U3BECTHA
nNpubnManTenbHas KoHLeHTpauna nHrmbuTtopa B obpaste.

WNamepstoT no 3.1.5 onTunyeckyto NNoTHOCTb KanmMBpoBoYHLIX PacTBOPOB (Mpu BonHoBoM Yucne 3650 cm—!
ans DBPC) 1 cTposT kKannBpoBOYHYHO KPUBYH 3aBMCUMOCTM NOTTIOLLEHUS! OT coepXaHusl MHIMOUTopa B Npo-
LueHTax no macce. KanmbpoBouHas kpuBas 4omkHa NpeacTaBnaTb coboi MPAMYLO NIMHUIO, NPOXOAsLLYI0 Yepes
Havano KoopAnHaT, cornacHo 3akoHy nornouleHus Jlambepta — Bapa

A= |ogm’70 = KCD, U]
roe A — nornowyeHue;
|y — VHTEHCNBHOCTb BXOASALLEro N3MyYeHNs;
| — MHTEHCUBHOCTb NPOMNYLLEHHOro U3MYyYeHUst;
K — koadbduumeHT nornoleHus [koHcTaHTa ans ceasu (O-H) 8 DBPC];
C — copgepxaHne DBPC, % macc.;
D — onTudecknia NyTb KIOBETLI, MM.
Mockonbky K1 D ABNSAOTCS NOCTOAHHBIMW ANA AaHHOTo onpeaeneHns, A npsiMo nponopumoHansHo C.
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3.1.5 MNpoBepeHue ucnbITaHUi

3.1.5.1 UK-®ypbe cnekTtpomeTp

MpoBepsitoT 06opyaosaHne. HacTpansatoT B COOTBETCTBMM C pekoMeHAaLMsMU MPOoU3BoaNTeNs.

3.1.5.2 [Osyxnyuesow VK cnekTpodoTomeTp

FoToBAT ABe NoAXoAsALME KIOBETHI C OKOLIKaMM U3 XIopyaa HaTpUs v ArMHON ONTUYECKOro Nyt 1 Mm.
3anonHatoT 0be koBeThbl 6230BbIM MacNoM, O4HY KIOBETY NOMeLUaoT Ha NyTW aHanmMTUYeckoro nyya, apy-
ryH — Ha nyTu OnopHoro fyya cnekTpodgoToMeTpa 1 ybexaatotes, uto UK cnektp o1 3800 go 3400 cvm~' npea-
cTasnsieT coboi NpsAMyLo NHUI0. PUKCUPYIOT NpoLLEeHT nponyckaHns (95 % — 100 %).

MeHsitoT kKtoBeThl MecTamu. MoBTOpPSIOT 3anuck cnekTpa. CHoBa nosyyaroT NpsMYHo JIMHWIO C NPONYCcKaHu-
eM npumepHo 95 % — 100 %.

EcnuykasaHHble Bbile YCoBUS He BbIMOMHAIOTCS, MPOMBIBAOT Y NOMUPYIOT UK BpakytoT KioBeTbl, KOTO-
pble nornowatT B AaHHOW o6nacTuy, 1 NOBTOPSAOT nNpoueaypy, noka He BygeT HangeHa nogxodsiwas napa
KroBeT. OTU KIOBEeTbl UCTIONb3YIOT A48 BCEX onpeaeneHuii.

3.1.5.3 WcnbiTaHue pacTBOpoB

3.1.5.3.1 UK-®ypbe cnektpomeTp

3anonHsoT KIoBETY UCMNbITYeMbIM Macrom 1 3anuckisaoT MK cnekTp (A) B cOOTBETCTBYOLWEM AnanasoHe
BOMHOBBIX Ynces. [oBTOPSOT UCMbITAHNE, NCMONb3YS 3TarloHHoe Mmacno 6e3 MHrMbuTopa, 1 BelYMTaloT 3TOT
pesynbTaT U3 cnektpa A Ans nony4YeHns cnekTpa ¢ NnHenHon 6a3oBon NMHUEN.

3.1.5.3.2 Osyxnyd4eson UK cnektpocdoTomeTp

Mopuuein 3TanoHHOro Macna, He coaepxallero MHrMbuUTop, NonHoCTLIo 3anonHsT UK koseTy 1 nomMe-
LLLAOT ee Ha NyTW onopHOro nyya cnektpodoToMeTpa. MonHocTeio 3anonHsaoT cnegytowyro MK kioBeTy ucnbITy-
eMbIM MacfioM U NoMelLLaloT Ha NyTU aHanuTuYeckoro fyva cnektpodgoTtometpa. 3anuceisaoT VK cnektp B
COOTBETCTBYIOLLEM AnanasoHe BoHOBbIX Yncen (o1 3500 ao 3700 cv~! ana DBPC).

3.1.6 BbluucneHus

3.1.6.1 VMamepeHne onTn4eckomn NnoTHOCTU

3.1.6.1.1 UK ®ypbe criekTpomeTp

N3mepstoT nornoLueHne Ha MakcumanbsHoM BeICOTe NMMKOB ANs obpasLa v aTanoHHoro macna 6e3 MHmbu-
Topa.

BeluuTaloT cnekTp aTanoHHOro Macna ns cnekTpa ucnbityemoro obpasua 1 noay4aT KONMMYEeCTBEHHbIN
pesynbTaT Nno kanMbpoBOYHON KPUBOIA.

3.1.6.1.2 Osyxny4esoit VK cnektpodoTomeTp (pucyHoK A.1, npunoxeHue A)

MposoaaT 6a30BYHO NIMHWIO NC BO3MOXHOCTM 6r113ko Mexay 3610 1 3680 cm~! 1 oTMeuatoT NpoLeHT Npo-
nyckaHus /,, pu koTopom 6a30Bas NUHWA nepecekaeT nuHKMio 3650 cm!.

3anuncbiBatoT NPOLUEHT NponycKaHus Ha BeplumnHe nuka npy 3650 cm~! / 1 BBIMUCAAOT ONTUYECKYHO NNOT-
HOCTb Nno chopmyne

Asgso = [0g10 ITO. (2)

Copepxanve DBPC B npoueHTax no macce, cooTBeTCTBYOWEE Asgsy, ONPEAEnsoT No KanmbpoBouHON
KPUBOIA.

MoxHO Ucnonb3oBaTb aBTOMaTUYECKOE onpeaeneH1e CnekTpoMeTpoM.

3.1.7 NpeuunsnoHHocTb

MoBTOPsSIEeMOCTb U BOCNIPOU3BOAUMOCTL MeToaa Bbinn yCTaHOBMNEHB! B COOTBETCTBUM CO CTaHAapTamMu
cepun ISO 5725.

3.1.8 MNoBTOpsemMoCTbL (cX0AUMOCTB)

PacxoxaeHne mexay pesynbtatamu ABYX NocnegoBaTenbHbIX onpeaeneHnin, Nofy4YeHHeIMW OQHUM 1
TEM e onepaTtopoM Ha 0AHOIN 1 TON e annapaType Npu NOCTOAHHBLIX YCNOBUAX UCTILITAHUA HA WAEHTUYHOM
UCNbITYyeMOM MaTepuane B TedeHWe ANUTENLHOrO BpeMEeHU Npu HOPManbHOM U NPaBUNLHOM BbINOAHEHUA
MeToAa UCNbITaHWIA, MOXKET NPeBbILLAaTL 3HAaYEHUs!, TPUBEAEHHBIE HUXKE, TONBbKO B 0AHOM cnydae u3 20:

- Hencnonb3oBaHHble U paboune macna: 15 % umm (x, + x,)/2 - 0,15, rae x, u x, — pesynbTaTthl ABYX
nocrnegoBaTenbHbIX onpeaeneHuia.

M1 punm™medaHune—TloBTOpaemMocTb onpeaeneHa Tonbko ansi cogepxanns DBPC B macne 6onee 0,05 % macc.

3.1.9 Bocnpou3BoauMocTb
PacxoxpeHne mexay ABYMA OTAENbHLIMA 1 HE3aBUCUMBIMWU pesynbTaTamMu onpeaeneHni, Nony4eHHbl-
MW pa3HbiMUK onepatopamu, paboTalowmnmm B pasHbIx NabopaTopusx, Ha UAeHTUMHOM UCMIBITYEMOM MaTepua-

3
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ne B Te4yeHWe ONUTENbHOro BpeMeHW Npu HopMarnbHOM W MpaBUIIbHOM BbINOSIHEHWA MeToda UCMbITaHWUiA,
MOXeT NpeBbllaTh 3Ha4YeHUs, NpUBeAeHHbIE HXKe TOMbKO B 04HOM criyvae u3 20:

- Heucnonb3oBaHHble Macna: aAns cogepxaHuns DBPC <0,1 % macc. BOCNpon3BOAUMOCTb COCTaBNSET
0,02 % abCcontoTHOro 3HaYeHNS;

- Heucrnonb3oBaHHble Macna: ans cogepxarus DBPC > 0,1 % mMacc. BocnponssognMocTb cocTaBnsieT
45 % unn (x, + x,)/2-0,45, rae x, u X, — pesynbTaThbl ABYX onpedeneHuii;

- pabouve macna: 45 % vunu (x, + x,)/2-0,45, rae x, n x, — pesynbTaTel ABYX ONpeaesieHni.

MpwumedaHne— BocnponseognmocTb AnsA pabounx macen onpegeneHa Tonbko Ana cogepxadusi DBPC B
macne 6onee 0,05 % macc.

3.1.10 Otyer

3anucelBatoT cogepKaHne NPOTUBOOKNCIUTENBHBIX NMPUCaA0K HAa OCHOBE (heHONA M aMUHOB C TOYHOCTbIO
0o 0,01 % macc.

3.2 OnpeaeneHue 2,6-gu-mpem-6yTun-n-kpesona mMeTogomM MHdpakpacHoi cnekrpodoTomeT-
pun. Meton B

[ns o6blvHOro aHanunsa Macen, HaxoAsLWMUXCA B 3KenyaTaummn, MoryT 6bITb UCMOMNbL30BaHbI crieaytoLmne
n3MeHeHus npoueaypbl no 3.1.

3.2.1 KanubpoBka

FoTOBAT OAHY XKMOKOCTHYIO KIOBETY C ANIMHOM oNTuYeckoro Nyt 0,2 MM € OKOLLKaMu U3 Xxnopuaa HaTpus.

3anonHsIoT KioBeTy HedTAHBLIM TpaHchopMaTopHbIM MacnoM 6e3 uHrnbutopa (kanubpoBOYHbIN pac-
TBOp ¢ 0 %-HbIM cogep>kaHnemM UHrMbutopa) n peructpupyoT UK cnekTp.

FoTOBAT HEe MeHee TpeXx KanMBpoBOYHbIX pacTBOPOB AobaBneHuemM uHrubutopa DBPC ¢ coaepxaHuem
01 0,1 % macc. go 0,4 % macc.

PernctpupytoT UK cnekTp kaxaoro kanubpoBovHOro pacteopa.

NamepsatoT BLICOTY XapaKTepHbIX MUKOB UHrMBMTOpa NpuMepHO Ha 3650 M~ (cM. pUcyHOK A.2, npunoxe-
Hue A).

CTposT KanmbpoBOUYHYHIO KPUBYHO 3aBUCUMOCTU BbICOTHI MWKA B NPOLIEHTaX NponyckaHus OT coaepkaHus
DBPC B macne B npoueHTax no macce.

3.2.2 Mpumepbl UCNILITAHUA HOBbIX UITU UCNONL30BaHHbIX Macen

Tpu pa3sa 3anonHAT KaNnMBpoBaHHYIO KIOBETY UCTMbITYEMbIM MACIIOM U CIIMBAIOT Macrlo.

CHoBa 3anosnHsoT KioBeTy n peructpupyoT UK cnekTp.

MN3mepsioT BbICOTY XapakTepHOro nuka MHrimbutopa B npoLeHTax nponyckaHus BU3yanbHOW OLLEHKON Tak
Xe, Kak Bo BpeMs npoLieaypbl KanmbpoBku (CM. pucyHOK A.2, npunoxeHue A).

OnpegendaioT no BeICOTE NUKa cogepxaHue uHrmbuTopa B obpasue macna B MpoueHTax no macce,
NCMOosb3ys KanMbpoBOYHYIO KPUBYIO.

3.2.3 MNpeunsanmoHHOCTb

MoBTOpsieMOCTb M BOCNPON3BOAMMOCTb AN1sl MeToAa B ycTaHoBNeHbI Takue xe, kak ana metoaa A.

3.2.4 MNoBTOpsieMOCTb (CXOAUMOCTb)

PacxoxaeHue mexay pesynbtatamun AByx nocrinedosamenbHbIX onpefeneHui, nony4eHHbIMU O4HUM U
TeM e onepaTopoM Ha O4HOI U TO e annapatype Npw NOCTOSIHHBIX YCMOBUSIX UCTIbITAHUS HA UAEHTUYHOM
NCMbITYEMOM MaTepuarne B TedeHue ANMTENIbHOro BpeMeHU Npyu HOpManbHOM U NMPaBUibHOM BbINOSIHEHUN
MeToAa UCNBITaHUIA, MOXET NpeBbILLAaTh 3HA4YEeHUs, NpUBEAEHHbIE HUXe, TOSMLKO B OAHOM criyqae us 20:

- Heucrnosb3oBaHHbIe N pabouyne macna: 15 %.

MpunmeyaHune—IloBropsiemocTs onpegerneHa Tonbko Ansi cogepxaHuss DBPC B macne He MeHee
0,05 % macc.

3.2.5 Bocnpou3BoaguMoCTb

PacxoxaeHve mexay ABymsl oTAENbHBEIMA U HE3aBUCUMbIMU Pe3yribTaTamu onpeaeneHni, NonyyYeHHbI-
MW pa3HbIMK onepaTopamu, paboTalolmmun B pasHbix NabopaTopusix, Ha UAEHTUYHOM UCTIBITYEMOM MaTepua-
ne B TevyeHue ANUTENbLHOrO BPEMEHU NMPU HOPMAallbHOM M NPaBUSIbHOM BbLINMOSIHEHUA MEeTOoA4a UCMbITaHWUNA,
MOXXeT MpeBbILLaTh 3HaYEHUs, MpUBeAeHHbIE HUXKE, TOMNbKO B 04HOM criyyae us 20:

- Heucrnonb3oBaHHbIe Macna: Ans cogepxaHusa DBPC <0,1 % macc. Bocnpon3sBoaAnMMOCTb COCTaBNAeT
0,02 % abcontoTHOro 3HaYeHUsT;

- Heucnornb3oBaHHble Macna: ans cogepxaHust DBPC > 0,1 % Macc. BOCnpon3BoauMOCTb COCTaBnNAeT
45 %;

- pabouune macna: 45 %.
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MpwumeyaHu e— BocnponasogumocTe Ans pabounx macen onpegeneHa Tonbko Ana cogepxanua DBPC B
macne He meHee 0,05 % macc.

3.2.6 Otuer
CopepxaHue 2,6-gu-mpem-6ytun-n-kpesona (DBPC) ykasbiBatoT ¢ TO4HOCTbI0 A0 0,01 % Macc.

3.3 OnpepeneHune 2,6-gu-mpem-6ytun-n-kpesona (DBPC) meTtoaom BbicokoadhdekTuBHOMN
XnpgkoctHoun xpomartorpadcuu (HPLC)

3.3.1 BBepeHue

Hactoqwmin metoq nosBonseTt onpeaenutb coaepxaHue 2,6-au-mpem-6ytun-n-kpesona (DBPC) B
HeWCnob3oBaHHbIX U pabounx HedTAHBIX Macnax ¢ NoOMOLLbH0 BbICOKO3GhdEKTUBHOM XKMAKOCTHOM XpomaTo-
rpacdum nocrne NoAroToBKN Npobbl C UCNONb30BaHMEM TEXHUKN TBepAoa3HON SKCTPaKLUN.

3.3.2 Martepuanbl u obopygoBaHue

WcnonbayloT cneaytowme matepuansl 1 obopyaosaHue:

- BbICOKO3(heKTUBHBLIN xuakocTHon xpomatorpad (HPLC) ¢ yneTpaduronetosbiM (YOP) aetekTopom
nnn Y® geTekTopomM Ha AMOAHOM MaTpuULe;

- KonoHku ¢ casoin C18, pasmepom 3,9 x 300 MM, TOSNLLIMHON NOKPLITUA 5 MKM;

- nNpeakonoHky ¢ daszonn C18, TOMWUHON NOKPLITUSA 5 MKM;
KapTpuaxn ¢ Maccoi cunukarens ot 0,6 o 1r;

- WNpuUU-UnbLTP U3 nonuTeTpadTopaTUNeHa ¢ pasmepom nop He 6onee 0,5 Mkm (Heo6A3aTenbHO).

3.3.3 PeakTuBbl U pacTBOpUTENM

PeakTnBbl 4OMKHBI BKINHOYATb:

- metaHon ansa HPLC;

- Boagy ansa HPLC;

- H-neHTaH ansa HPLC.

3.3.4 TBepAoO-XKUAKOCTHAA IKCTPAKLUA

BssewwusatoT 070,25 00 0,50 ro6pasiia Macna c To4HoCTbio 40 0,01 1M pacTBOpAIOT B 2,5 cM3 H-NeHTaHa.

MpoMbIBaOT HOBLIM cUNMKarenesblid kKapTpumk 3 cM3 H-neHTaHa, antoat yaanaoT. Moka cunukarens
B@XHbIW, MpornycKaoT pacTeop obpasua Yepes kapTpPUaX noAd HebonbWwnm BakyyMoM Npu NoToke He Gonee
3 cM¥/MUH. dntoat yaansioT.

Cywat KapTpuak nog BakyyMom B TedeHue 10 MuH. COpackiBaloT BakyyM U BbIMbIBAIOT NOMMOWEHHBIA
maTepuan a/lloeHToM, KOTopbI ByaeT Ucnonb3oBaH B XxpoMmaTtorpadudeckoM aHanumse.

CobupatoT nepsble 5 cm3 anioaTta B MepHyto KONy BMeCTUMOCTbIO 5 cm3.

MoxHo npocunsTpoBaTh 3TOT pacTBOP Yepes WNpuu-hunbLTp nepes TeM, kak NepemMecTuTb ero Bo
cdnakoH.

MomellatoT antoaT B noaxoasawwmmn hnakoH Ana aHannasa metogom HPLC.

3.3.5 AHanus akcTpakra

Mcnonb3ayloT crneaytoLime ycrioBus:

MoaswxHas dasa: N30KpaTuvecKne ycnoeus.

OntoeHT: 100 %-HbIlt MeTaHON UK cMecb MeTaHona ¢ Bogon Ao 40 % soabl
no obbvemy.

Beoanmblin 06beM: 10—20 mkn.

CKopocTb noToka: 1 cM3/MUH.

Temnepatypa: n3otepmudecku npu Temnepatype ot 30 °C n 40 °C.

Muk obHapyxeHus: 0T 276 10 278 HM c BpeMeHeM yaepxusaHua ot 3 4o 10 MuH

B 3aBMCUMOCTU OT YCMOBUI 3NI0UPOBAHUA.

Mpumep xpomaTorpammsl NpuBeaeH Ha pucyHke A.3 (npunoxexue A).

3.3.6 BbluMcneHun

Mnowaab n1Ka U BeICOTY NUKa obpasLia cpaBHUBAIOT € KanMBPOBOYHLIMU CTaHAApPTaMu, NOAroTOBNEH-
HbIMK o 3.1.4.

CTposiT KanMBpPOBOYHYHO KPVBYIO 32aBUCUMOCTU BLICOTHI UM NAOLLaAM NNKa OT coaepXaHua uHrnbutopa s
npoLeHTax no macce. Mo kannbpoBoYHO KpMBO onpeaensoT cogepxaHne DBPC B obpasLe B npoLeHTax no
macce.

3.3.7 MNpeunamoHHocTb

MoBTOPSAEMOCTL 1 BOCMPON3BOAUMOCTb BbINMN YCTaHOBMEHbLI B COOTBETCTBUM CO CTaHAapTamun cepun
ISO5725.

3.3.8 MNoBTOpAEMoOCTL (CXOA4UMOCTB)

PacxoxgeHune mexay pesynbTtaTamn ABYX nocneaoBaTtesibHbIX onpeaerieHni, nony4eHHbIMU OgHUM 1
TEM e onepaTtopoM Ha OJHOW 1 TOW e annapaTtype NPYU NOCTOAHHBIX YCINOBUSAX UCTIbITAaHUA Ha NAGHTUHHOM
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ncnelTyeMoOM maTepuane B TeYeHWe ANUTENLHOrO BPEMEHW NPy HopManbHOM U NPpaBUbHOM BbIMOHEHUN
MeToda UCTIBbITaHWIA, MOXET NPeBbILaTh 3HaYeHUs1, TPUBEeaEHHbIE HKE, TONMbKO B 0AHOM cryvae 13 20:
- Heucnonb3soBaHHble 1 paboyne macna: 15 %.

MpwnmeyaHune—loBTOpAEMOCTb OnpeaeneHa Tonbko ansA cogepxaHma DBPC B macne 6onee 0,05 % macc.

3.3.9 BocnpounsesogmmocTb

PacxoxaeHve mexay AByMs OTAeNbHbIMU U HE3aBUCUMBIMU pesynbTaTamu onpeaeneHni, nony4eHHbl-
MW pasHbIMK onepaTopamu, paboTatoWwMm B pasHbix NabopaTopusx, Ha UAeHTUYHOM UCTILITYEMOM MaTepua-
ne B TeYyeHWe ONUTENbHOrO BpeMeHW Npu HopMarnbHOM W MpPaBUIIbHOM BbINOMHEHWA MeToda UCMbITaHURA,
MOXeT NpeBbIllaTh 3HaYeHUs, MpUBeAeHHbIe HKE, TOMNbKO B 04HOM crny4vae 13 20:

- Heucnosb3oBaHHble Macna: ans cogepxxanna DBPC <0,1 % macc. BocnponsBoaMMOCTb COCcTaBnsieT
0,02 % abCcontoTHOro 3HaYeHUs;

- Heucnonb3oBaHHbIe Macna: ans cogepxarHust DBPC > 0,1 % macc., BocnpoM3BoAUMOCTb cocTaBnsaeT
45 %,;

- pa6oune macna: 45 %.

MpuMedaHne— BocnponsaeogMmMocTb Ansi UCMOMNb30BaHHBIX Macern onpegerneHa ToNbKo ANA coaep)KaHus
DBPC B macne 6onee 0,05 % macc.

3.3.10 OTtyer
3anucbiBatloT cogepxaHue 2,6-au-mpem-6ytun-n-kpesona (DBPC) ¢ TouHocTbio o 0,01 % macc.

3.4 OnpegeneHue ceHoncoaepxalux MHIMGUTOPOB METOAOM ra3oBOM Xxpomatorpadpuum —
Macc-cnektpomMeTpum (GC-MS)

3.4.1 CywHocTb MeTOAa

[obaBnsaoT K Macny pacTBOpuUTe b, CoAepXalluii BHYTPEHHUIA cTaHaapT (AMMeTUIoBbIn acup gprane-
BOM KUCMOTbI), COOTBETCTBYIOLIMIA KanubpOBOYHBLIM CTaHAapTam, coAepXalluMm W3BECTHOe KONUYecTBO
2,6-gn-mpem-6ytundeHona (DBP) n 2,6-au-mpem-6ytun-r-kpesona (DBPC). Obpa3sLbl M cTaHAapTbl BBOAAT
B rasoBblil xpomaTorpad (GC) ¢ genutenem NoToka, UCNOMb3YIOLWLMIA Macc-crneKTpomMmeTpuieckoe AeTeKTUpo-
BaHuWe. XpoMaTorpaMmmbl MOHOB C COOTHOLLEHMEM MacChl MOMEKYIbl K 3apsiny ee uoHa (m/z) = 191, 2051 163
npeaHasHadeHbl Ana konudectseHHoro onpegenednsa DBP, DBPC u BHyTpeHHero crtaHgapta cOOTBET-
CTBEHHO.

HacToswuin MeToa npuMeHnm ansa scex HedpTAHbIX Macen, B TOM Ynche ans paboynx macen, rae UCnonb-
3oBaHue metoaoB UK cnektpocdpoToMeTpumn MoxeT BbITb 3aTpyAHEHO 13-3a NoMeX. BbiCokyto vyBCTBUTEb-
HOCTb HacCTOSILLEr0o MeToda MOXHO WCMoNb3oBaTb ANA YCTAaHOBMAEHUA OTCYTCTBUA UHMMOUTOpa B
HEeMHrMbPOBaHHbLIX Macnax.

3.4.2 Mpumep napameTpoB npuGopa

LOenutens noToka: 1 MKN BBOAAT € AeNeHUueM B CooTHoLweHun 200:1 npn 275 °C.
[a3-HocuTenb: renvn.

[aBneHune B KOJTOHKe: NOCTOSIHHBIN pexum noToka 1,2 cM3/MuH.

KonoHka: 5 % cberunn, 95 % gumeTunnonucunokcana, 30 m, 0,25 mm,

0,25 MKM 1N 3KBMUBaNEHTHaA.

GC nporpammarop

TemnepaTypbl: nyck npu 120 °C, yaepxusaeTcsi B TedeHMe 1 MUH, 3aTem TeMnepaTtypa
noselwaetcs Ha 10 °C/mMuH go antouposaHuns DBPC, ganee Temnepary-
pa nosbiwaeTtcsa Ha 50 °C/muH go 300 °C. BelgepkusatoT Npu Temnepa-
Type 300 °C go BoccTaHoBNEHUst 6a30BON NUHUN.

MS HacTpoiiku: 3Heprua noHusauumm (El+) 70 aB, Temnepatypa nosyuku — 150 °C,
HavanbHas TemnepaTtypa — 80 °C, ckaHnpoBaHue B AuanasoHe COOTHO-
LLUEeHWNsi Maccbl MoseKy bl K 3apaay ee uoHa (m/z) ot 50 go 500, 3 ckaHu-
poBaHUsi B cekyHAY AN yCTaHOBNEHUsl BpeMeHU yaepkusarHus no 3.4.7.
HaunHaloT ckaHupoBaHue Ha 3 MUH, 3aBepLUaloT CKaHUPOBaHWE He paHee
yem vyepes 7 MUH.

3.4.3 GC npuHaanexHocTn

TNuHns: NYHWUS genuTens noToka.

Wnpwnu: BMECTMMOCTbI 5 1nu 10 mkn.

Motowwmnin pacTeopuTenb: TONyor.

3.4.4 KannGpoBoO4Hble CTaHOapTHbIE pacTBOPLI

BasewwnsatoT npumepHo 0,280 r DBPC n/vnun DBP ¢ TouHocTbio go £0,001 r Bo chriakoHe BMecTMMOC-

Thto10 cm3. Jo6aensioT npumepHo 8,00 r HedbTAHoro macna no IEC 60296, He cogepKallero MHMMBUTopsI,
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B3BeLLeHHoro c TodHocTbio £0,01 1. MNepemelunsaloT MarHUTHOM MeLuarnkoii Ao pactesopeHna DBPC u DBP, npu
HeobXxoAMMOCTI crierka HarpepatoT. [OTOBAT paa KaNMBPOBOYHBIX CTaHAaPTHBIX PACTBOPOB, cCoaepXKalmx
0,02 %macc., 0,04 % macc., 0,10 % macc., 0,20 % macc. 1 0,40 % macc., UCronb3ays NpuBeAeHHbIN Bbilwe Kanut-
POBOYHBIA CTAaHAAPTHEIA pacTBOP, TO Ke caMmoe Macso U TLaTenNbHO NepemMeLlMBast pacTBOpPbI.

CraHaapTbl XpaHAT B TEMHOM W NpoxniagHoM MecTe He 6onee 6 mec.

3.4.5 PacTBOpbI BHYTPEHHUX CTAaHAAPTOB

PacTtsop BHyTpeHHero ctaHgapTa 1. BasewwwusawT okono 1,000 r aumetundtanata ¢ TOMHOCTbIO A0
+ 0,001 r B MepHyto konBy BMecTUMocTbio 100 cm3.

[loBoAsT TONYonoM A0 METKU, 3anvChiBalOT MAcCy U TIaTeNbHO NepemMeLIMBaloT.

PacTsop BHyTpeHHero ctaHaapTa 2. Momeluaiot 1000 Mkn pacTeopa BHYTpeHHero ctaHgapTta 1 8 mep-
Hyto konBy BMecTUMocTbto 100 cM3, 10BOAAT TONMYONOM 40 METKU U TLWaTeNbHO NepeMeLLnBaloT.

PacTBop 2 He XpaHsT, ero roToBAT AN KAXKA0A Cepun aHan13oB.

3.4.6 NoarotoBka 06pa3L0B U KANUGPOBOUYHLIX CTaHAAPTOB

MomewatoT no 100 Mk obpasLa(os) U KaXKAOro KANMBPOBOYHOIO CTaHA4apPTHOrO pacTBOpa B OTAENbHbIE
dnakoHel, 3aTem gobasnsioT no 1000 MkN pacTBopa BHYTPEHHEro cTaHAapTa 2 U XOpoLo NepeMeLLnBaroT.
AHanuaunpytoT obpaseL(Lbl) u KaNUMBPOBOYHbIE CTaHAAaPTHBIE PACcTBOPGI.

3.4.7 AHanuTu4yeckue npoueaypsl

YcTaHaBnMBaloT U HacTpamBaloT macc-cnekTpomeTp (MS) B cOoTBETCTBUM C UHCTPYKLMAMIW NPOU3BOAU-
Tens.

MpoBoAAT NoMHYo NPOBEPKY (CKaHUPOBaHWE) ANA onpeaeneHns BpeMeH! yaepXnsaHua n naeHtndunka-
Lnn cooTBeTCTBYOLWMX LieneBbix noHos DBPC, DBP, aumeTtundtanaTa n pexxuma cenekTuBHOro AeTeKTUpo-
BaHUA LieneBbIX MOHOB [SIM (cenekTUBHbIA MOHUTOPUHT MOHOB)] ANA KanNMBPOBKK U aHanNu3a.

MpumeyaHune—[na MHOMMX TUNOB MacCc-CNEKTPOMETPOR, MCMOMNb3YEMbIX B Ka4eCTBe AETEKTOPOB, UOH XPO-
martorpammbl A5 KONMYECTBEHHOTO ONMpeaeneHns MoryT 6biTb NONyYeHbl N3 Xpomartorpaduyeckux cepun ¢ nonHoim MS
CKaHUPOBaHWEM M C JAOCTaTOYHbIM OTHOWEHUEM curHan — wym. B Takmx cnyqasx HeT HeobxogumocTu 3anyckatb MS B
SIM pexunme. Tem He meHee, SIM ele moxeT GbITb NPeANoOYTUTENIbHBIM, YTOGLI CSKOHOMUTL OOBEM COXPaHSAEMbIX 4aHHbIX.

3.4.8 BbluncneHus
UHTerpupytoT 1 sanunceiBaloT nnowaau uenesbix noHos 8 DBPC, DBP n aumetundgtanata u BblMUCASIOT
KanmbpoBOoYHbI kK03 ULMEHT RFx ANns KaXaoro pacTeopa U3 cepun kannmbpoBOYHbIX CTaHAapTOB

RFx = [Ay/Mgl[A/Mc], &)

rae A — nnowaab BHyTpeHHero ctaHaapTa,
M, — macca BHyTpeHHero ctanaapTa;
A, — nnouwagbs coeanHeHus;
M, — macca coeanHeHus.
RFX kannbpoBoYHbIX CTaH4aPTOB, Niolwaie BHYTPeHHero ctaHgapTa v nnowaam obpasua ucnonb3yot
AN BbIYUCTIEHNS coaepXaHus nHrmbutopa. PekoMeHayeTcst ICNonb3oBaTh 3NIEKTPOHHbIE Tabnuubl.

Cs = [AsIRFX|[[Mi/As] - Ms , )

rae C,— coaepxaHue obpasua;
A, — nnouwaak obpasua;

RFx — kannubpoBoYHbIN KO3 dULNEHT;
M, — macca BHyTpeHHero cTaHaapTa;
A, — nnolaab BHyTpeHHero cTanaapTa;
M, — macca o6pasLa.

MpuMeyaHune— Hacrosiwmin meTog MOXHO MOaUMMLMPOBaTL ANs pacnpocTpaHeHusi ero Ha gpyrve gocra-
TOYHO HM3KOKUMSALLME MHTIMBUTOPBI Ha OCHOBE (HEHONOB U aMWHOB. HekoTopble AnteHnnaMm1Hbl paHee UCMNonb30Banuch B
TpaHCchOpMaTOpHbIX Macnax v BO3MOXHO A0 CUX MOP UCMOMNb3YHOTCsl HEKOTOpbIMK Npon3soguTensmn. OgHako BTA (6eh-
30TpMa3on) MOXET pasnaratbCsi Npy Temnepartype, UCNonb3yeMol B HacTosILLeM MeToae.

3.4.9 NpeunsnoHHoCTb

HacToswmin meToa nossonsieT o6HapyXutb criegoBble KONMYECTBa NPOTUBOOKUCIIUTENbHBLIX NPUCaAA0K
VW NOATBEPANTb OTCYTCTBUE 3TUX coeanHeHnin. OgHaKo ToNbKO orpaHnYeHHoe Yicno nabopaTtopuii CMOrno
MPUHATL y4acTue B OLieHKe NPeLU3NOHHOCTA. YCTaHOBIEHO, YTO NPELM3UOHHOCTL rMaBHbIM 06pa3om 3aBUCHUT
OT cTeneHun pasbaBneHnsi n MoxeT BbITb Nerko oLeHeHa kaxaon nabopaTtopuei.

3.4.10 Otvet

3anucbiBatoT cogepkaHue 2,6-gu-mpem-6ytun-n-kpesona (DBPC) ¢ TouHocTblo go 0,01 % macc.
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Mpunoxexne A
(cnpaBouHoe)

O6HapyxeHue NPOTUBOOKUCTIUTENLHBIX NPUCaAOoK
MeTOAOM TOHKOCNOoNHON xpomartorpaduum (TLC)

MpwuMeyaHue— Metoaucnone3yloT AnNA NPOBEPKN HANNYNS UMM NONYKONUYECTBEHHOTO OnpeAeneHusi.
A1 CywHocTb meToaa

HacTtosiwuii metTon MOXHO MCMONb30oBaTh ANSA NONYKONUYECTBEHHOW OueHkn copepxanusa DBPC, korga metog
uHpakpacHol cnektpodoTometpumn, HPLC n metog razoeomn xpomartorpadum - macc-cnekrpometpum (GC-MS) Hego-
CTynHbl. Mo HacTosIWeMy MeTody onpeaensioT nonykonuyecteeHHoe cogepxaHuns DBPC B HOBbIX unn pabounx HedpTaHbIX
mMacrnax npu KoHueHTpauuu B grnanasone ot 0,01 % macc. go 0,10 % macc., ¢ warom 0,02 % macc. OH Takke MoXeT 6bITb
MCMNONb30BaH Alsi KOHLeHTpauuii B ananasoHe ot 0,10 % macce. 8o 0,50 % macc. nocrne cooTBeTCTBYIOWEro pasbasneHns
macna.

W3BecTHOE KOoNM4YecTBO cMecu macna u xnopodopma (1:1 no o6vemy) nomewaioT Ha antommHnesyio TLC nnactuxy
(nnactuHa A) ¢ cunvkarenesbimM NOKpbITMEM. [ocne ncnapeHusa pacTBopuTens NNACTUHY NOKPLIBAIOT aHANOTMYHOW NNac-
TUHOW B, coBmeLLan crion cunukarensi.

MnacTuHy A HarpeBaloT, NpW 3TOM NNacTuHy B, Ha KOTOpON KOHAEHCUPYeTCA MHTIMBMTOP, OAHOBPEMEHHO OXNaxaa-
toT. MNnactuHy B ganee ob6pabatriBaioT dhocopomonmbaeHOBON KNCNOTOW M aMMuakom. MNnowaae Nony4nBLLIErocst CUHe-
ro nATHa nponopumoHansHa konndectsy DBPC.

A.2 PeakTuBbI M pacTBOpUTENnH

WMcnonbayloT crieayowme peakTuBbl U pacTBOPUTENN:

- 3,5 %-HbIlt pacTBOp hocchomonubaeHOBON KUCMNOTLI B M30MponaHorie, cnpen-peakTuB st Xxpomartorpadum;

- Xnopothopm, Y. a. a;

- pacteop ammunaka (25 %-Hblit NH; nnotHocTtbio 0,91 r/em® npm 20 °C);

- Benoe macno unm naonsuMoHHoe macno 6e3 DBPC n gpyrvx oeHONbHBIX NPUMECEN B COOTBETCTBUMN C METOAOM
oBHapyxeHus.

A.3 O6opynoBaHne

McnoneayloT cnegyiowee obopyaoBaHue:

- nnacTtuHkm ans FLC ¢ cunmkareneebiM NOKpbITUEM TONWUNHOM cnos 0,25 mm;

- Wwnpuy BMeCTUMOCTbIO 10 MKN;

- HarpesaTernbHbIN anemeHT, o6ecnevmsaowmi nogaepxanue temnepartypsl (125 + 5) °C;

- YCTPOWCTBO ANs U3MepeHusi Temnepartypbl HarpeBartens;

- MeTannm4ecknii BOAOHENMPOHULAEMbIN KOHTEWHEP C NIOCKUM OHOM, NMPUGNM3NTENbHLIMKU pa3mepamMmu 6 x 6 cMm,
BblcoTON 7—10 CM;

- CTEKNSAHHbIVA KOHTEMHEP C NITOTHOW KPLIWKOM, ucrnornb3yembiil B TLC, paamepom 20 x7 cm, BbicoTol 20 cM (MOXHO
Mcrnonb3oBaTh 06bIYHbINA SKCUKATOP).

A.4 TpoBeneHne NCNbITAaHUNA

A.4.1 Ona copepxaHusa DBPC 010,01 % macc. oo 0,10 % macc.

[oTOBAT cTaHAapTHbIE pacTBopbl B 6enom macne wnu usonsiumoHHom 6aszoeBom macne 6e3z DBPC, cogepxawme
0,01 macc.%, 0,02 % macc., 0,05 % macc. n 0,10 % macc. DBPC.

PasbaensioT ucnsiTyemoe Macno U cTaHgapTHble pacTBopbl Xnopodopmom 1:1 (no o6vemy).

BripesatoT ase nnactuHkm ansi TLC (A v B) paamepamm 6 x6 cm. PazgensioT ux kapaHgawom Ha y4acTKu NNowaabio
1 cM2. YuacTku, pacnonoxeHHsle B npegenax 1 cm oT Kpaes NMacTUHKW, He UCMIONb3YIOT.

C nomolLLbio wnpuua HadocsT 10 Mkn pacTBopa macna B xnopodgopme B cepeanHy 04HOMo U3 y4acTKoOB NNowaabio
1 cM2Ha nnacTuHke A.

AHanorm4Ho HaHocAT No 10 MK CTaHAAPTHLIX PACTBOPOB B cEpeaAuHbI COCEAHNX YHACTKOB Ha NNacTuHke A.

YpaansioT xnopodopM C NNACTMHKN HA BO3AyXe NPpU TEMNepaType okpyxaiowen cpeapl (NpubnuanTensHo B TeueHne
2 MWH).

MpumevyaHne 1— BaxHo NONHOCTBLIO YAanNUTbL pacTBOpUTENb. 3TO yCTAHABINMBAIOT NO OTCYTCTBUIO 3anaxa
xnopodopma.

MomellaloT Ha nnacTuHKy A BTOpPYIO NNactuHky B, coBmeluasn cnov cunukarensi.
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MpumMmedaHwne 2— [namacen ¢ BbICOKMM COAepKaHWeM apoMaTUHECKUX YINEBOAOPOA0B U OCOBEHHO Npu uc-
Nnonb3oBaHMKM NNacTMHOK TLC ¢ HM3KOW NIOTHOCTBIO CUNUKAarersi yCTaHOBMEHO, YTO NyYllee pasgeneHne nNpu coaepKraHum
DBPC 0,01 % macc. gocTuraercs npy HebonbLWIOM 3a3ope Mexay nnactuHkamu (0,8 Mm).

OxnaxparT nnacTnHky B, noMecTuB Ha ee NOBEPXHOCTb METANNIUYECKUI KOHTEMHEP CO NbAOM.

MomelatoT BCIO cucTemy (NnactuHkn A 1 B 1 KoHTelHep-xonogunbHUK) Ha HarpeBaTenbHoOe YCTPONCTBO, Nogaep-
XuBawuee Temnepatypy (125 + 5) °C. AnoMMHUEBasi NOBEPXHOCTL NIaCTUHKM A JOIKHA KOHTAKTUPOBAaTL CHarpeBaTenb-
HOWM NOBEPXHOCTBIO.

Yepes 5 muH nnactuHkn A v B pasgensiioT.

O6pabaTbiBatoT nnacTuHky B dpochomonnbaeHoBbiM peaktuBom. Cywat npy TemnepaType OKpyxaioLwen cpeasbi
(okpalwmBaHue nNposiBuTCst BbiCTpeEe, €CnU NNacTUHKY HarpeBaTh B TEYEHWE HECKOMNBKUX MUHYT 40 Temnepatypsl 90 °C) u
3aTem nogeepraioT Bo3gencTBuUio napoB ammuaka. [atHo DBPC 6yaeT cuHum Ha 6enom doHe.

A.4.2 Ona copgepxanuna DBPC o10,10 % macc. oo 0,50 % macc.

PasbaensitoT npoby GenbiMm Macnom unm U3onsiLMoHHbLIM 6a30BbIM Macrnom B COOTHoLWeHun 1:3 (no o6bemy).

MpwumedaHwne— Mcnone3yemoe B kadecTBe pa3baBuTtens Macno He gomkHo cogepxats DBPC.

PasbaeneHHyto npoby neneiTeiBaoT no A.4.1.
A.5 PesynbTtatbl

CpaBHuBaloT LBeT NsiTHa obpasua Ha NposiIBNeHHON NNacTWHKe C LBETOM NSITEH A4Ns CTaHAAPTHBIX pacTBOpoB. B cny-
vae A.4.2 yunTbIBaloT kK03hdMUKNeHT pazbaBneHus.

A.6 Mpeun3noHHOCTb

MpeunsnoHHOCTb MeToaa He YCTaHOBIeHa.
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MpunoxeHne B
(cnpaBo4Hoe)

OnpeageneHun naccuBaTopoB B He(hTAHbLIX Macnax MeTo4oM
BbicokoatbdhekTBHOM XunakocTHon xpomartorpadcdum (HPLC)

B.1 OGnacTtb npumMeHeHuA

Hactoswuii meTod NpUMeHsIOT Ans onpefeneHnsi NacCUBaTopPOB — NPOU3BOAHBLIX GeH30Tprasona, Takux Kak
N-6uc (2-aTunrekcun)-ammHomeTuntonytpuason (TTAA), 6ensotpnason (BTA) v 5-meTtun-1H-6ensotpuason (TTA)!) 8
HEeMCnonb3oBaHHbIX U paboumnx HedTAHLIX 30NSLUOHHBIX Macnax metogom HPLC.

MpwnmeyaHwne—MeTog ocHoBaH Ha CyLLECTBYIOLWEM MeToAe onpedeneHns gpyroro naccuearopa — BTA, ko-
TOPbIN MOXET ObITb OBGHapYXeH B TOM e XpomaTorpacdu4eckom MHTepeane Yto U TTAA, Kak ONMUCaHO Bbilwe.

Onsa kanubpoBkM B HACTOSILLEM METoAe MCMONb3yloT ToBapHbii NpodykT TTAA. Cneundudeckas norpewHocTb
MEeTOAa 3aBUCUT OT CTEMNEHU Ero YNCTOThI.

B.2 OcHOBHbIe NONOXeHusA

B.2.1 KpaTkoe cogepxaHue

PacTteopsiioT HaBecky obpasua macna B NeHTaHe W NpornycKatoT noj BakyyMOM Yepes cunukareneBbin KapTpuax
(SPE), npeasaputenbHO NPOMbIThI METaHOMOM W NeHTaHoM. OcTaToK HeMONSAPHLIX KOMNOHEHTOB Macna, yaepXaHHbIX
TBEPAON ha3on, 3aTem aNonpyIoT CNeayoLen NopLUnen neHTaHa n yaansaioTt. KapTpuax BbiagepxuBaioT nog Bakyymom 4o
NOSHOMO BbICYLLMBaHUS.

OnioupyloT onpegensieMble BelLecTBa 3agaHHblM 06 beMom MeTaHona u hunbTpyioT Yepes PTFE dunbTp ¢ pasme-
pom nop 0,45 MKM.

BeoasiT pacteop B cuctemy HPLC, obopyaoBaHHyo obpalyeHHo-a3Hol KONoHKOW, U o6HapyxueaioT TTAA Yo
OETEKTOPOM Npu ANIMHE BOMHbI 260—270 HMm.

B.2.2 HasHaveHue n npumeHeHwne

HacTosiwun meTtog pacnpocTpaHsieTcs Ha onpeaenexune TTAA ana o6bluHOro aHanuaa.

TTAA — amuHocoOdepKallee BewecTBO, NPOM3BOAHOE TONYTPUA30Na, XUAKoe Npu Temneparype OKpyXalolen
cpeabl, gobaensiemoe B HedTAHbIE M30MsLMOHHBIE MACNa B Ka4yecTBe NaccuBaTopa meTannoB 6naroaaps ero cnocob-
HOCTU MHIMBUpPOBaTb KOPPO3NOHHLIE PeaKkLMn Ha NOBEPXHOCTU Meau (M APYrMX MeTarnmoB) U NPUCYTCTBYIOWME B Macrne
coeguHeHus, pearvpywowme ¢ metannamu. TTAA o6bMHO A06aBnAIOT K HedTAHbBIM MacraMm B KOHLUEHTpauun
0,005 % — 0,020 %.

Opyrve npomnseogHbIe Tprasona, ucrornb3ylowmuecs B He(PTAHBIX U30NALMOHHBIX Macriax, Takue kak BTA (6eH3oTpu-
ason)u TTA (TonyTprason), uMeioT 6onee HU3Ky0 pacTBOPUMOCTb B Macne. BTA ucnonbayiot 6onee wmpoko, yem TTA,
rnaeHbIM 06pa3om 4ns U3MeHeHUs! ANEKTPUUECKUX CBOMCTB NOBEPXHOCTU Meaw.

TTAANpeacTaenset coboit cmech aAByx usomepos: N,N-6uc(2-atunrekenn)-4-metun-1H-6eH3otpuason-1-metuna-
muHa U N,N-Buc(2-atunrekcun)-5-metun-1H-6eHsotpuason-1-metunamvHa. M3omepbl 0BbIMHO He pa3gensioTcsl B
YCINOBUSIX HACTOSILLIETO METOAA, HO MOMYT AaBaTh ABa 4aCTUHYHO NEPEKPLIBAIOLMXCH NUKA NPU UCTIONb30BaHUM BbICOKO-
athhekTUBHBIX KONOHOK (C18, 250 MM), Npn 3TOM yunTbLIBAOT 06WYI0 NNowaae ABYX NUKOB.

CunbHO OKMCINEHHbIE Macna MOIyT YaCcTUYHO BNUATL Ha Pe3ynbTaThl aHanu3a, gasan nomexv ot Y& nornoweHms
NOnNsiPHbIX COEAVHEHWI, MPUCYTCTBYIOLWMX B Macne. [pu coMHeHWn B pe3ynbTatax ucneitaHns ans 6onee TouHoro onpege-
TNIEHUS MOXXHO UCTNONb30BaTh METO/, CTaHAapTHLIX 06aBOK.

MeToa MOXXHO UCTNONb30BaTh AN KOHTpons cogepxXanusa TTAA B nacCMBMPOBAaHHbLIX pabounx  HEUCNONb30BaHHbIX
M30MSAUMOHHBIX HETSHBIX Macnax.

MpumMmevaHuna—/[na onTMManbHOTO pasfeneHns U oBHapyXeHUs1 MHAWBMAYaNbHBIX Xpomarorpaduyeckmnx
CUCTEM 3TOT MeToZ AonyckaeT 6onbluyio rMbkocTb B BbIGope HENOABWXHON U NOABWKHON pasgensiowmx gas.

B.2.3 NMomexwn

B.2.3.1 Coanonpylowme KOMMOHEHTHI

Bbino ycraHoBrneHo, 4to TTA coaniounpyeT ¢ TTAA B ycnoBusx HacTosiero metoaa. T TAA, kaknpaBuno, pasnaraeT-
csigo TTA B pesynbTate HEKOTOPbIX CTaAUI XxpoMaTorpaduyeckoro npouecca, n YO cnektp o6omux coeamHeHuin (no 3ape-
rMCTPUPOBAHHOM XpOMaTorpamMmme) OauHaKoB.

Y Uwmeercas npopaxe TTAA, Ciba® Irgamet 39 (CAS Ne 80584-90-3 + 80595-74-0 n B cmecu B DSI ® nHrmbutopom
cepbl). MHdopmaumsi npusegeHa ans nonb3oBaTenei HACTOALWEro cTaHaapTa u He aenseTcs nogaepxkoi IEC paHHoro
npoaykra.
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MpwnwmedyaHune— PekomeHayeTcs NpoBepaTb SPMDEKTUBHOCTL padgeneHus coantonpytowmx TTAA n TTA npu
BbIGpaHHbIX YCIOBUSIX.

B.2.3.2 Y®-nornoweHne MmelwaroLLNX COeANHEHN A

CnekTpbl YO-nornoLeHnsi CUMbHO OKUCMEHHbIX Macen MOryT cofepxaTb COeAUHEHUs, NoKasbiBaoWwue 3Ha4ueHus
BPEMEHN yaepKuBaHusi, 6rimskme k TTAA. 10 3TOM Xe NPUYMHE MOTYT BO3HUKHYTE QOOHOBbIE LUYMBbI.

Ecnun pasgeneHve nvkoB 3aTPyAHEHO UMM MPOUCXOAUT NepPeKpbIBAHUE NMUKOB, 4151 KONWYECTBEHHOW OLEHKW creay-
€T MCMOoNb30BaTk METO CTaHAapTHLIX 406aBOK.

B.3 O6opynoBaHue

B.3.1 AnnapaTtypa

Becbl ¢ BepxHeln 3arpy3koi, ¢ aBBTOMaTU4eCKMM TapUPOBaHUEM, C TOYHOCTBIO B3BewunBanus go 0,001 r, npeaHa3Ha-
YeHHble Ans B3aBelunBaHus He meHee 100T.

BakyymHasn cuctema anst SPE.

CunukareneBsble KapTpUAXKM N5 3MIOUPOBaHNA B BaKyyMe.

Cwvnvkarenesblie kapTpuaxu SPE. CopbeHT — cunukarens maccor o1 500 go 1000 mr, pH 2 — 8, ¢ paamepom yac-
Tnu oT 20 4o 200 MKM.

MpumevaHne 1—Bblbop Maccel copbeHTa 3aBMCUT OT Maccel aHanuanpyemoro obpasua u BMECTUMOCTU
kapTpumxa. Mpu onTMMU3aLum MeToga peKoOMeHOYeTCs NPOBOAUTL NPOBEPKY OIS aHanuaa Beixoda.

®uneTpel 3 PFTE ¢ paamepom sueek 0,45 Mkm, COBMeECTMMBbIE C NepexogHmkom Jlyepa.

Cuncrtema HPLC, o6opyaoBaHHasi:

- HacoCOM, NOAXOAsILLMM He MeHee YeM ANA ABYX pacTBOpuTEnel;

- yCTpOMWCTBOM BBOAA Npobbl, noaxoaswmm ans eeoga o7 10 ao 100 mkn (NpeanoyTMTeNneH aBTOMaTUYECKUIA BBOA,
npo6bl);

- KOMoHkamu ¢ obpaweHHol dasor (RP) C8 nnu C18 sHakennupoBaHHbIMU {611OKMPOBaHHBIMM), NOAXOAALLMMM
Ansi nogBvXxHON thasbl ¢ pH 2—8.

MpumevyaHune 2—[dnuHa KONOHKM M QUAMETP YacTUL, MOTYT MEHATBCH, OTBETCTBEHHOCTL 3a BbIGOP 3TMX Na-
pamMeTpoB HeceT nabopaTtopus, UCMOMb3yHoLWas HAacCTOsIWMIA meTod. Xopowve pesynbratel aHanmaa 6euim nonyYeHsl ¢ Ko-
NOHKamu anuHoi ot 150 go 250 mm, guameTtpom 4,6 MM 1 paamepom vacTuy ot 3,5 4o 5,0 Mkm;

- RP npeakonoHkou ¢ Takon ke HENOABWKHON ha3ol;

- Y& getektopoM (ans 3anucy Y®d-cnekTpa npeano4TMTeNbHO UCTIONb30BaTh AeTEKTOP Ha AMOAHON MaTpuue);
- ycTponcteom cbopa 1 HakonneHms AaHHbIX.

B.3.2 PeaktuBbl u maTepuansol

B.3.2.1 MucToTa peakTMBoB

Bo Bcex necnbiTaHWsix MCNONb3ylT peakTuBbI KBanudukauum 4. . a.

PacTtBoputenu, ncnonbayembie Ans xpomatorpaduyeckoro arouMpoBaHuns, AOMKHbI ObiTb kBanudukaumm ans
HPLC.

B.3.2.2 Tpebyemble peakTnBbI

Metanon ana HPLC.

Bogaana HPLC.

H-MeHTan ana HPLC.

Tonyon.

B.3.2.3 CtaHgapTHble MmaTepuansl

B kavecTBe KanMbpoBOYHbLIX CTAaHAAPTOB UCMONb3YIOT AOCTYNHbIE B Npogaxe BTA v skBuBaneHTHbIn TTAA.

Mpumevanune 1—He cnegyer ncnonb3oBaTh AN KanMOpPoOBKM JOCTYNHbIE B npogaxe pacrtBopbl TTAA B
HedTAHOM Macne nu Apyrmx NOAXOAALLMX pacTBOpUTENSsX, Aaxe ecnu cogepxaHne TTAA B HUX M3BECTHO.

TTA kBanudukaumm v, 4. a.
BTA kBanudukaumm y. 4. a.
BbasoBoe macno. HedhtaHoe nsonsiumoHHoe mano ans paszbaenenus, He cogepxawee BTAun TTAA.

MpumevaHue 2—TlonpuunHam, ykazaHHbiM B B.2.3.1, 6a3oBoe macno gns pasbaBneHusi Takke He JOIKHO
coaepxatb TTA n BTA.

B.3.2.4 CtangapTHbie pacTBOpbLI

B.3.2.4.1 WUcxoaHbin pacTeop

McxogHein pacTeop npeacraBnaeT cobomn KoHUEeHTpupoBaHHbIN pacTeop T TAA u BTA B Tonyone. M0ToBAT cBEXWI
MCXOAHLIV PACTBOP Kaxable 3 MEC 1 XPaHAT ero B TEMHbIX By TeINkax Npu TeMnepaType OKpyxalowen cpeabl.

14
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MpwmeyaHwn e — bbiNo ycTaHOBNEHO, YTO MCXOAHLIN pacTBOp KoHUueHTpaumen 1000 mr/kr ctabuneH B TeHeHne
3 mec. Ecnu TtpebyeTtcs Gonee AnuTenbHbIA CPOK XpaHeHWsl, ero cTabunbHOCTL NPOBEPAIOT CPABHEHWEM C HOBbLIM
pacTBopoM.

B.3.4.2.2 CrangapTHble pacTBoOpbI

Ons KanuBpPOBKM U3 NCXOHOIO pacTBOpa FOTOBSIT HE MeHee 5 pa3baeneHHbIX pacTBOPOB.

Ona kaxgon ctagum kanvbpoBKM TOTOBSIT CBEXWe pacTBopbl pasbaeneHmem ucxogHoro pacteopa 6a3oBbiM
macrom.

CTaHaapTHble pacTBOpPbI AOIMKHbI ObITb 0T 5 Ao 500 Mr/kr.

B.4 O160p npo6

Llenbto oT60pa siBNsieTCA nonyyYeHne npeacTaBnTeNbHON Npobel Ansa ncnoitanus. JllaGopatopHble npo6bl oTéupatoT
no IEC 60475. KoHkpeTHble MeToabl 0TOOpa Npo6 MOryT NOBMUSITb HA NPELUU3NOHHOCTL HACTOSILLEro MeTOAa UCTIbITAHWMA.

B.5 MpoBepeHne ncnbiTaHnmn

B.5.1 MoaroToBka annapaTyphbl

B.5.1.1 Mpunbopel

MHgvernayanbHble KOHCTPYKTUBHbIE 0COBEHHOCTM NPUBOPOR, KONOHOK M AETEKTOPOB AenatoT HeuenecoobpasHbiM
nogpo6Hoe onncaHue paboumx ycnoeuii. Cnegyet obpalatbCsi KMHCTPYKLMM NPOU3BOAUTENS NO 3KernnyaTauum npubopa
B 3aBUCUMOCTU OT BblGopa ycnoBuii paszgenennst u obHapyXeHusl.

B.5.1.2 YcnoBusa pasgeneHun

Ons paszgenenns TTAA nogxoasit 06e RP konoHku C8 1 C18 canakenupoBaHHbiMK thazamn. Xopoluee pasgeneHuve
MOXeT BbITb AOCTUIHYTO C MOMOLLIbIO M30KPaTUYECKOIO MW FpaaneHTHOro 3N0MPOBaHNA C NOABUXKHON cha3omn Boga/meTa-
HOM; COOTHOLWEHWe pacTBopuTenei MoxeT bbiTb 0T 50 % Boabl/50 % meTaHona (konoHka ¢ chazoi C8) go 20 % Boarb/80 %
meTaHona (konoHka ¢ dason C18).

CkopocTb notoka — ot 0,5 go 1,0 cM3/MuH.

B kavecTBe pykoBogcTea B Tabnvue B.1 npuBeaeHbI HEKOTOPbIE SKCNEPUMEHTaNbHbIE YCNOBUS, HO Kaxxaas nabopa-
TOPWS OMKHa onpeaenuTe COGCTBEHHbIE ONTUMAarbHbIE NapamMeTpbl pasgeneHus.

Xopowee pasgenenne gOCTUraeTcsa Npy NonyyYeHnm oCTPOro CMUMMETPUYHOTO NuKa 6e3 nepekpoiaHns cnmkom BTA.

MpumedyaHune— BHeEKOTOPLIX CNyYasnx Ans Nyyllero pasgeneHnsa n UCKNIoYEeHNA PasmbIBaHNA 3agHero ppoH-
Ta Nvika NpPeanoYTUTENBHO MCNONB30BaTh B NOABWXHON dase bydepHbI pacTBOp BMECTO YMCTON BOAbl. KavecTBO pasge-
NeHWs NoBbILWAaeT UCMONb30BaHMe YKCyCcHoKMCoro 6ydepHoro pacteopa ¢ pH 3 (koHueHTpaumen ot 50 go 80 MMOJ'Ib/,El,M3).
Mpu aTom cneagyet NpoBepuTb crnekTp nornoweHns T TAA, NOCKONbKY OH MOXET MEHATLCA B 3aBucumocTu ot pH pacteopa.

Tabnwuuya B.1 — MNpumepsl ycrnoBuin pasgenexusi

Yenosus Fpacpuk TTAART*, | (BTART®),
KonoHka B3HENEHIS MUH MUK Mpumevanune
pasA Bpems, muH | Bopa, % | Mertanon, %
C18, M3okpaTtuyeckoe, 0:00 30 70 3,5—4,5 | 2,6—3,0 —
250 Mmm 1 CM3/MVIH 20:00 30 70
C18, pagneHTHoe, 0:00 30 70 3,5—4,5 | 2,5—3,0 | MNpoueaypa co 100 %-Hbim
250 mm | 1 oM /muH . MeTaHornom obecrneumnBa-
4:00 30 70 €T OYUCTKY KONIOHKU
6:00 0 100
10:00 0 100
14.00 30 70
C18, MpagneHTHoe, 0:00 50 50 8,0—9,0 | 5,0—6,0 —
150 mm 0,5 CM3/MMH 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 1 CM3/MVIH 7:30 0 100
14:00 50 50
18:00 20 80
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OkonyaHue mabnuupi B. 1

Yernosus Fpapuk TTAART*, | (BTART"),
KonoHka A3nEneHMs MU MUH Npumeyanue
P Bpemna, mun | Bona, % | MetaHon, %

C8, Msokpgmqecxoe, 0:00 50 50 3,5—4,5 | 2,5—3,0 —

150 mm | 0,5 cm”/MUH 2000 50 50

Csg, WsokpaTtnyeckoe, 0:00 30 70 3,5—4,5 -

50 ¥
250 mm | 1 cMm°/MUH 10:00 30 70

* Bpems yaepKuBaHusl.

B.5.1.3 Y® petekTpoBaHne

Yo petextupoBanue TTAA NpoBOAAT Ha ANIMHE BOMHbI 264 HM, COOTBETCTBYIOLLEN MAKCUMYMY MOrMoLEeHUs (pucy-

Hok B.1).

OnTudyeckas NNOTHOCTb

0,90

0,80

0,70

220,00 240,00

260,00

280,00

300,00

320,00

340,00 360,00 380,00

1 —Y® cnektp BTA; 2 — Y& cnektp TTAA

Pucyrnok B.1 — YO cnektpsl TTAAK BTA

B.5.2 Kanu6poBka

[OnwvHa BOMHbI, HM

B.5.2.1 YcraHaBnmBawT NIMHENHbLIN AMaNa3oH AJ151 KOHKPETHOMO CNonbayemoro npubopa u BeiGpaHHol npoueay-
pbl pasgenenusn. Metoa gonkeH gaBaTth NUHENHbIV OTKIVK B AUanasoHe KoHLeHTpauui oT 5 o 500 Mr/kr.

B.5.2.2 MpoBeaeHne KaNnMGpoOBKK

TOTOBAT HEe MEHee NATU CTaHAapPTHLIX PacTBOPOB pasbaBneHnem ncxoaHoro pacteopa (B.3.2.4.1) 6a3osbiM HedTs-
HbIM Macnom. [1na Kax 1o KanmbpoBKM TOTOBAT CBEXWE CTAHAAPTHbLIE PacTBOpSI.
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JKeTparupytoT 6a3oBoe Macro U Kaxablii CTaHAapTHLIM pacTBOpP Mo npoueaype, npueegerHHon B B.5.3.1. Ananus
npoBogsT 3 pa3a, He MeHee 2 KpaHUX ToYeK (MUHUMYMa M MakcrMyMma).

CTpoAT rpacduk 3aBUCUMOCTU MMOWaaM NMKa OT KOHLEHTPauun U BbIMUCASAIOT NyuUWwyo KanubpoBOYHYIO KPUBYIO,
COOTBETCTBYIOLLYIO 3KCMEPUMEHTaNbHbIM TOYKaM, MO perpeccuoHHol mogenu (y = bx + m). KoacdbduumeHnt koppensumm
6onee 0,99 cunTaioT npuemnemsiM. [ns cBOOGOAHOIO YneHa m AOMKHO BbINOMHATLCH HepaBeHCTBO [m/b| < 1.

KannBpoeky NpoBoanT kaxable 6 Mec. CnegyeT nepmoanyecky UCTbITbIBaTh KOHTPONbHLIA 06pasel, ¢ N3BECTHOW
KOHLUEHTpauuen s NpoBepky cTabunsHOCTN MeToAA.

B.5.3 AHanmus

B.5.3.1 MpeasapuTensHaa noaroToBka o6pasua c nomousio SPE

C nomoLLpblo BakyyMHOW CUCTEMbI Mef/IeHHO NPOMBIBAIOT cunukareneBoitt kapTpuax SPE npubnuantensHo 5 cm3
MeTaHona, 3aTeM KOHAMLIMOHMPYIOT ero NponyckaHmem npuénuantensHo 10 cm3 nenTana.

BasewmuBatoT nopumto o6pasua maccoi ot 0,5 4o 2,0 rc TouHocTsbio o 0,01T.

MpumevaHnue 1—Macca obpasla 3aBucuT oT macchbl copbeHTa kapTpuaka. UN3boitouHast macca obpasua
neperpyxaet CoOpbeHT U BNUSIET HA NMMHEMHOCTb METOAA, 3aHWXKasi BePXHWUI Npeaen onpegensieMbIX KOHLEHTPaLMiA.

PasbaensioT o6pasel 10 cm3 neHTaHa M NPONycKaloT pacTBOp Yepes NpeaBapnTenbHO NOArOTOBNEHHbIN KapTPUDK
€O CKOPOCTBI0 He Gonee 3 cM3/MUH. YTUNUanpyioT snioar.

MpombiBatoT kKapTpnAx 20 cM® cBEXEro neHTaHa co cKopocThio He Gonee 3 cM3/MUH ANs yaaneHus HenoNsAPHbLIX coe-
AVHeHW Macna, aacopbupoBaHHbIX Cunukarenem. Y TUnuaupyioT antoar.

Cywat copbeHT nog Bakyymom oT 5 4o 10 MuH.

MeganeHHO NPOoMbIBaOT KapTPMAXK METaHOMOM (C NMOMOLLbIO BaKYYMHOW CUCTEMbI UMW BPYYHYIO C MOMOLLBIO LUMPK-
ua), cobupas nepesie 5,00 cm3 anioarta B MEpHYIO KOnby.

MpumedvaHue 2— Ob6paseL MOXHO 3MOMPOBaThL Pa3HbIMU PACTBOPUTENSIMUY, HAaripumep, Xxpomartorpaduyec-
KOV noaBuxHOM thason. [Npu ncnonb3oBaHMM ansTepHaTUBHOIO PAaCcTBOPUTENS NPOBEPSIIOT B HEM PacTBOPUMOCTL T TAA.

Mpumevarnune 3—[na ygoBneTBOPUTENBHOIO aHANUTUYECKOTO BbIAENEHUS MOXHO WCMONb30OBaTh Pa3Hble
o6beMmbl pacTeopuTensi (cM. B.8).

B.5.3.2 HPLC aHanmu3

TouHbIM WnprLem BBoasT B HPLC nopuyio anioata, cobpaHHoro B kornby BMECTMMOCTbIO 5 cm3, O6bem BBOAMMOI
Npobbl 3aBMCUT OT YyBCTBUTENBHOCTM Npubopa u Macckl UCNLITYEMOro Macna, 0bbIYHO MCMONB3YIOT NETNIEBONW A03aTOP
BMecTumMocTbio ot 10 go 100 mkn.

MpoBoaAT aHanua v perncTpupyoT NNoWaab NUKa, COOTBETCTBYIOWENO BPEMEHN yaepKnBaHua TTAA,

B.5.4 Bbiuncnenwms

BeiumnensioT cogepxanme TTAA, MI/Kr, T. K. nony4YyeHHas kanubpoBOYHaA KPMBAsA XapaKTepusyeTcsa ypaBHEHUEM
y = bx+ m, no bopmyne

TTAA = I'IJ'IOLI.l,a,D,I:)I'IVIKa -m (8.1)

B.5.5 Otuer
YkasbiBaoT cogepxkaHne TTAA B MUNIIMIpaMMax Ha KUIorpamMmm ¢ TOYHOCTBIO A0 TPeX 3Haqawmx umdp.

B.6 BbluncneHwe Bbixoaa n3BrneveHums

B.6.1 Bbixogagcop6uumn

MpoBepstoT BbIxoa agcopbumm cunmkarenessix kapTpumxen SPE cnegytowum obpasom:

- NoAKNioYaleT ABa KapTpWAXKa NOCeaoBaTeNbHO K BaKYYMHON CUCTEME;

- MponyckaiT cTaHdapTHbIN 06pasel (200 mr/kr) uepes o6a kapTpuaxa B cooTBeTcTBMM € B.5.3.1, a 3aTem kapTpua-
XM PasgensioT u Kaxabii 0TAensHOo anlonpyloT 5 cmS MeTaHona;

- ananuaupyloT Asa obpasua 1 3anuceiBaloT pesynbTaTel B BUAE X, (KOHLEeHTpaums, onpegerneHHas B anoare 3
BEPXHEro KapTpuaxa) u X, (KOHUeHTpauws, onpeaeneHHas B 3M0aTe U3 HUXXHEro KapTpuaxa),

- ybexpgatoTes, UTO X o 0,98.

X1+ Xp

B.6.2 Buixoa antonpoBaHus

MpoBepstoT BbIXOA, 3MOMPOBaHWA CUNUKarenesbix kapTpuaxken SPE cnegytowmm o6paszom:

- nponyckawT cTaHgapTHbIM o6pasel (200 Mr/kr) Yyepes KapTpuax B cooTBeTcTBUmM € B.5.3.1;

- 3MIOUPYIOT KAPTPUOXK anvKBoTON MeTaHona 06bemMoM 5 cM3, a 3aTeM BTOPOIt anvKBOTON MeTaHora Takke o6be-
Mom 5 cm3;

- aHanuampyloT oba obpasua 0TAeNbHO U 3anuchiBaloT pesdynbTaThl B Buae X, (KOHUEHTpaums, onpejerneHHas B
NepBOM anioare) n x, (KOHUEHTpaums, onpegeneHHas BO BTOPOM 3rioate);

X
- yBexpaatotcs, yTo ———<0,98.
X1+ X
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B.7 MpeunanoHHoOCTb

B.7.1 Mpepen o6HapyxeHns

B ycnoBusx HacTosALWero cTaHaapTa oxugaemMbin npegen obHapyxeHuss — He MeHee 5 Mr/kr. Kaxxgasi nabopaTopus
[OoMXHa onpeaenuTb COGCTBEHHbIN Npeaen o6HapyXeHus!.

B.7.2 NosTopaemocTtb

PacxoxgeHne mexay pesdynbratamu ABYX MOCNEQOBAaTENbHbIX ONPeAEeneHuil, NonyYeHHbLIMU OQHUM U TEM Xe
oneparopom Ha OJHON 1 TOW e annapaType Mnpu NMoCTOSAHHbIX YCNOBUAX UCNBbITAHNA HA WOEHTUYHOM UCNbITYEMOM MaTepu-
ane B T€YEHVE ANUTENBHOINO BPEMEHWN MPU HOPMANbHOM W NPaBWUITBHOM NPOBEAEHUWN WCMbITAaHUIA, MOXET NPeBblllaTh
3HaveHus], NpuBeAeHHble B Tabnuue B.2 (BbipaxeHHble B NPOLEHTaxX OT cpeaHeaprndpMeTMHecKkoro 3Ha4ueHus), TONbKO B
oagHom cnyyae n3 20.

Ta6nwunua B.2—lNoBTopsieMOCTb

KonuenTpauus TTAA, mr/kr

MNostopsiemocTs r, %

o 50 ekniov.

10

Ce. 50

5

B.7.3 BocnpouzsoanmocTb

PacxoxaeHune mexay AByMs OTAENbHbIMY U HE3ABWCUMbIMY Pe3yTbTaTaMy OnpeaerieHuii, NosyYeHHbIMU PasHbIMK
onepaTtopamu, paboTalLmmMm B pasHeix naboparopusix, Ha UAEHTUYHOM UCTBITYEMOM MaTepuarne B TeHeHne AnnTenbHo-
ro BpeMeHu Npu HopMarnsHOM U MPaBUbHOM NPOBeAEeHUN CMbITAHWI, MOXET NPEBbIWAaTh 3Ha4eHus1, NpUBeAeHHble B Tab-
nuue B.3 (BbipaxeHHble B NpoLieHTax 0T cpegHeapuMe TMHECKOro 3Ha4YeHWs), TONbKO B 04HOM criydae us 20.

Tabnwuya B.3 — BocnponssoammocTts

KoHueHTpauma TTAA, mr/kr Bocnpoussoaumocts R, %
Ho 50 eknou. 15
Cs. 50 8
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Mpwnoxenne C
(cnpaBouHoe)

OnpepeneHue AenpeccopHbIX NPUCaAokK, NOHWKAIOWUX TeMnepaTypy 3acTbiBaHUs,
C NoMOLWLIO renb-NPoHUKaloLLeid XpoMaTorpadum

C.1 BBeneHwe

B HekoTOpble AOCTYMHbIE B NPOAaXe NnapatmHOBLIE MaCca Ans YNyHWeHUs UX HU3KOTeMMNepaTypHbIX CBOWMCTB BBO-
OAT OenpeccopHble NPUCaAKW, NOHWXKAKILWME TEMNEPaTypy 3aCTbIBaHWS. B HACTOSLWEM NPUNOXKEHUN N3NOXKEH METO.
Ka4eCTBEHHOTO onpeaeneHnst 3STUX COeanHEHUI,

C.2 CywHocTb meToaa

B kauecTBe AenpeccopHbIX NPUMCaoK, MOHWXAOLWMX TeMMNepaTypy 3aCThiBaHWs UCMOMb3YHTCS NONMMEPaMU C OTHO-
CUTENbHO BbICOKON MOMNEKYNSIPHON Maccoi. C XMMWYECKOM TOUKM 3PEHUSI UX MOXKHO pasaenuTb Ha JBe OCHOBHbLIE Fpynnbi:
nonvMeTakpunaTbl U NonMHadTanuHbl.

enb-npoHukaiowasn xpomatorpadus (GPC) siensetca pasHoBUAHocTbio MeToga HPLC, B kOTOpOi TMNUYHbIE
konoHku gns HPLC, npyvHumn paboTbl KOTOPLIX OCHOBaH Ha abcopbLumum aHannanpyembix CoeauHeHUiA Ha TBEPAOM HOCUTE-
ne, 3aMeHeHbl Ha KOMOHKW, HAaNONHEeHHbIe cdepUHecKMMMU NoNMMepamm ¢ TOUHO onpeaeneHHbIMU pa3mepamu nop. Koraa
CMeCh COeAMHEHUI C MOMEKynamm pasHbix pasmMepoB OUMbTPYIOT Yepea TaKMe KONMOHKU, HEBOMNbLUME MONEKYTbl POXOAAT
Yepes 6onbLIoe KONNYECTBO KaHaMNbHbLIX MOP cAHePUHECKMX NONMMEPOB U MO3TOMY 31IOMPYIOT NOCIE CaMbIX KPYMHbIX MOe-
Ky KOTOpble, eCINU NX pasmepbl JOCTaTOYHO BENUKKU, MPOXOAAT Yepes NpoCTPaHCTBO Mexay chepamu nonumepa.

Mpwn 3TOM AenpeccopHble NpUcaaky, NoOHUXaLWUe TeMNepaTypy 3acTbiBaHUS B HE(PTAHbIX U30NSILLMOHHBIX Macnax,
3MIOUPYIOT NEPBLIMU, XOPOLLIO OTAENSACH OT APYIMX KOMMOHEHTOB Macra.

C.3 PeakTuBbI M MaTepuansl

Wcnonb3yoT crepyioLue peakTuBLI M Matepuarns:

- BbICOKOS(MEKTUBHbIV XnakocTHON xpomaTorpadg (HPLC);

- ynbTpacmoneTtosbivi (YP) u pedppakrometpuveckuii (Rl) getekropsi;
- KOMOHKY ANs renb-npoHuKatowen xpomartorpadum (GPC);

- nabopaTtopHyo nocyay;

- TeTparngpodypaH (THF).

C.4 MNpoBeneHwne ncnbITaHUA

MomeLlaloT COOTBETCTRYIOWEE KONUYecTBO Macna, Hanpumep, 100 mr, B cTakaH, gobaensiot 10 cm3 Cyxoro TeTpa-
rmapodypaHa u TwaTtenbHo NnepemMeLLmnBaloT.

Crabunuanpytot cuctemy HPLC B cCOOTBETCTBUM C peKOMeHZauMaMKU NpoussoguTens, oco6eHHo npu pabote ¢
RI-geTekTopom, koTopas B 3Ha4YUTENbHON CTENEHN 3aBUCUT OT He3HauYMTeNbHbIX konebaHuii TeMnepaTypbl OKpYyXatoLwen
cpeppbl.

CooTBeTCTBYIOWMM LUNPULIEM BBOAST pacTBop mMacna B THF B HPLC, nonHOCTbIO 3anonHss neTneBon [o3arop
(5 cm®) 1 3anunceIBalOT XpoMaTorpamMmy.

MonumeTakpunaTbl aHaNM3npyoT ¢ NOMOLLBH pedpakToOMEeTPUYECKOro AeTEeKTopa, 4N onpeaeneHns nonuHadTa-
NWHOB NyvLLe NoAXOAUT YNbTpadrnoneToBbIN A4ETEKTOP.

C.5 MpeunsnoHHOCTb

Mpeun3noHHOCTb HACTOSILLEND METOAA HE YCTaHOBIeHa.

19



rocCT IEC 60666—2014

MpunoxeHne OA
(cnpaBo4Hoe)

CBefeHUs 0 COOTBETCTBUU MeXrocyaapCctBeHHbIX CTaHOAPTOB
CCbITOYHBIM MeXAYHapoAHbIM CTaHOapTamMm

Ta6nwuuya JAA

O603Ha4YeHUe 1 HAMMEHOBAHUE CCbINTOYHOTO CrteneHb 0603HavYeHe U HAUMEHOBaHWE MEXTrocyJapCTBEHHOTO
MeXayHapoOHoro craHaapra COOTBETCTBUSA cTaHgapTa
IEC 60296 >XngkocTn anst NpUMEHEHUs1 B 3NeKT- — *

poTexHuke. Hencnonb3oBaHHble HEDTAHbIE U30NSA-
UMOHHblIE Macna Aans  TpaHcopmaTopoB U

BbIKIloYaTenen

IEC 60475:2011 MeTog ot6opa npob Xuakux gu- IDT [OCT IEC 60475—2014 XKngkoctn n3onsaumoH-
3NEKTPUKOB Hble. OTGop Npob

ISO 5725 To4HoCTb (NpaBnnbHOCTE U NPeLU3NOH- —
HOCTb) METOOB U3MEPEHUI 1 pe3ynbTaToB

* COOTBETCTBYIOLLMI MEXIOCYAAPCTBEHHBIN CTaHgapT oTcyTcTByeT. [1o ero yTBepxaeHus pekoMmeHgyeTcs UCnonb-
30BaThb NepeBod Ha PYCCKUN 53blK 4AHHOTO MEXrocyaapCTBEHHOro ctaHaapTa. lepeBos AaHHOMO MeXAyHapogHOro
cTaHgapTa Haxogutesi B PegepanbHOM MHDOPMaLUMOHHOM hOHAE TEXHUYECKUX PErnamMeHToB U CTaH4apToB.

MpumedyaHune—B HacTosiwel Tabnuue NCNONbB30BaHO criedyolee yCroBHoe 0603Ha4eHne CTeneHn cooT-
BETCTBUSI CTaHaapTa:
- IDT — nageHTUYHBLIN cTaHaapT.
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