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Mpeaucnosue

1 NOArOTOBJIEH deaepanbHbIM roCyaapCTBEHHbIM YHUTAPHBIM Npeanpusituem «BcepoCccuinckuin Ha-
YYHO-UCCNEAOBATENLCKUI LEHTP CTaHAapTU3aUMKn, MHPOPMaLIMKU U cepTUdUKaLmm Cbipbsl, MaTepuanos u Be-
wecte» (Pryn «BHULICMB») Ha ocHoBE COBCTBEHHOO ayTEHTUYHOTO NEPEBOAA HA PYCCKUI S13bIK MEXAYHa-
POAHOrO CTaHAApTa, YKa3aHHOIO B NyHKTE 4

2 BHECEH ®degepanbHbiM areHTCTBOM MO TEXHUHYECKOMY PETYNIMPOBAHUIO U METPOSIOTUM

3 YTBEPXOEH 1 BBEJEH B IENCTBUE Mpukazom deaepanLHOro areHTCTBa Mo TEXHUYECKOMY pe-
rynupoBaHuto u metponorum ot 5 mapra 2013 r. Ne6-ct

4 Hacroswmin CTaHaapT MAeHTUYEH MexayHapoaHoMy crtaHaapty MOK 60666:2010 «ObHapyxeHue
U onpegeneHne yCTaHOBNEHHbIX NPUCAA0K B HEPTAHBLIX U30NALMOHHBIX Macnaxy (IEC 60666:2010 «Detection
and determination of specified additives in mineral insulating oils»).

HaumeHoBaHWe HaCTOALLEro craHaapTa U3SMEHEHO OTHOCUTENbHO HAUMMEHOBAHUS YKa3aHHOIO Mexay-
HapoAHOro craHaapra Ana npuseaeHus B coorsetcreme ¢ FOCT P 1.5—2012 (nogpasaen 3.5).

Mpu npuMeHeHun HaCTOALLEro CTaHAgapTa PEKOMEHAYETCS UCNONb30BaTb BMECTO CCbINMOYHbIX MEXAYyHa-
POAHBIX CTaHAAPTOB COOTBETCTBYIOLLIME UM HALMOHAarNbHbIE cTaHAapTbl Poccuinckon deaepaumm u Mexrocy-
[AapCTBEHHbIE CTAHAAPTbI, CBEAEHUSI O KOTOPbIX NPUMBEAEHbI B AOMOIHUTENLHOM NpUnoxeHun JA

5 BBEJEH BINEPBbIE

lMpasuna npumeHeHuUs Hacmosweao cmarHdapma ycmaxoenerbl 8 FTOCT P 1.0—2012 (pa3den 8). UH-
gopmayust 06 UMEHEHUAX K HacmoauwemMy cmaHoapmy nybriukyemcs 8 exe200HOM (110 COCMOAHUI0 Ha 1 aH-
sapsa mekyweeo 2o00a) uHgOopMayuoHHOM ykaszamerne «HayuoHnanbHbie cmaH0apmbi», a oghuyuarbHbill
MEeKCM U3MEHEHUL U ronpasoK — 8 eXeMeCIYHOM UHHOPMayUOHHOM yKasamerne «HauuoHarnbHbie cmaH-
Oapmbi». B cnydae nepecmompa (3ameHbl) unu OmMeHbl Hacmosawez0 cmaHéapma coomeemcemeyioujee
yeedomneHue 6ydem onybnukoeaHo e bnwxalituem ebinycke UHGOPMaYUOHHO20 ykasamensa «HayuoHarnb-
Hble cmaHOapmebl». Coomeemcemeyiowas uHpopmauus, yeeGoMneHUe U meKcmbl pasmelyaromces maicke
8 UHGhopmayUoHHOU cucmeme obuiezo nonb3oeaHus — Ha oghuyuanbHOM calime HauuOHalbHO20 OpaaHa
Poccutickoli ®edepauuu no cmandapmu3ayuu e cemu YinmepHem (gost.ru)

© CraHgaptuHdopm, 2013

Hacrosimin ctaHaapT He MOXKET ObITb MOMHOCTBLIO UMM YACTUYHO BOCMPOU3BEAEH, TUPAXAPOBAH W pac-
MPOCTPaHeH B ka4yecTse odmumManbHOro n3ganua 6es paspeluenns degepanbHoOro areHTCTea no TEXHUYECKO-
MY PEerynmMpoBaHuio 1 METPOnornu
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HALUMWOHANBbHBLIN CTAHBAPT POCCUMCKOMN SGEREPALUMNU

MACHA U3ONAUNOHHbIE HESTAHBIE

O6HapyxeHue 1 onpeperieHne yCTaHOBMEHHbIX NPUCaA0K

Mineral insulating oils. Detection and determination of specified additives

Dara BBeaeHna — 2014—01—01

1 O6nacTb NpuMeHeHuUA

Hacrosimn craHaapT ycTaHaBnMBaeT METOoAbl OGHaPY)XEHUS U OMpPEeAENneHUsl YCTaHOBMEHHbIX NPUCca-
[OK, NPUMEHSIEMbIX MPW NMPOU3BOACTBE MAaCMa, B HEUCMOMNb30BaHHbIX U PAaBouMX HEPTAHBIX U3ONALMOHHBIX
macnax.

MeToabl 0GHAPY)XEHNA MOTYT NPUMEHSTLCA 411 OLIEHKM COAEPXKAHUS B HE(PTAHOM U30NSLUMOHHOM MaC-
e YCTaHOBMEHHBIX NMPUCAA0K, yKa3aHHbIX MOCTABLUMKOM.

MeToabl onpefeneHnss UCMOonb3YIT AN KONMYECTBEHHOTO ONpPEeAeNeHUsl YCTAHOBMEHHbIX NPUCAMoK,
NPUCYTCTBYIOLLMX UMW NPeaBapuTernbHO 0GHapPY)KeHHbIX COOTBETCTBYIOLLIM METOZOM.

2 HopmaTtuBHbIE CCbISNIKU

B HacTosiLLeM CTaHaapTe UCNOMb30BaHbI HOPMATUBHBIE CCbIMKKU Ha creaytowme CTaH,uaprl*:

M3K 60296 XXuakoctu ANns NPUMEHEHUS B 3MEKTPOTEXHUKE. HEencnonb30BaHHbIe HEPTAHbIE U30NALM-
OHHblE Macna ans TpaHcdopmaTopos v Beiknovarenen (IEC 60296, Fluids for electrotechnical applications —
Unused mineral insulating oils for transformers and switchgear)

M3K 60475 Metog ot6opa npob xuakux auanektpukos (IEC 60475, Method of sampling liquid dielectrics)

MCO 5725 (Bce yactn) TOHUHOCTb (NPaBUMBHOCTb U NPELU3NOHHOCTb) METOAO0B U3MEPEHUI U pe3ynbTa-
ToB [ISO 5725 (all parts), Accuracy (trueness and precision) of measurement methods and results]

3 Metopbl onpegeneHns NPOTUBOOKUCIIUTENbHBLIX NPUcanokK

3.1 OnpegeneHue NPOTUBOOKUCHUTENBHbIX NPUCAAOK HA OCHOBE (PEeHONOB M AMMHOB METO0OM
uHdpakpacHom (LK) cnektpocoromeTpun. Metrog A

3.1.1 NMpegucnosue

HacTosiluii MeToa ycTaHaBnMBAaeT oOnpeferieHMe coaepxauus 2,6-au-mpem-Oytun-napa-kpesona
(DBPC) B HeMcnonb3oBaHHbIX U pabounx HEPTAHLIX Macnax nyTem usMepeHusa MHgpakpacHoOro normnote-
HUA Ha YacTOTE BaneHTHbIX KonebaHuin ceAsn O-H NpoCcTpaHCTBEHHO 3aTpyaHEHHbIX (heHonos. Metoa Taioke
MOX>XHO MCMOMb30BaTh ANs ONpeAeneHust cogepxanus 2,6-gu-mpem-oytun-cdeHona (DBP), HO He no3BonsieT
pasnn4ute DBPC n DBP.

B nepsom n3ganun M3OK 60666 Gbin onucaH MeToA onpeaerneHne KOHKPETHbIX @aHTUOKCUAAHTOB C UC-
nonb3osaHmem meroaos VK-cnektpodpotomerpun. Metoa Obin apdhekTuBeH ANst HOBbIX MAcen npu OTCyT-
CTBUW MPOAYKTOB OKUCMEHUSA, MEeLLaloWmMX ONpeaeneHunio aHTuokcuaaHTos. ins pabounx macen aToT me-

*
Ona gatu POBaHHbLIX CChINTOK MCNONbB3YHT TONBKO yKazaHHOe n3aaHue ctaHgapTa. B cniyyae HejaTpoBaHHBIX CCbl-
oK — nocnejHee usgaHue ctaHjapra, BKKYaa BCe UIAMEHEHUA U NonpaBKun.

N3pgaHue ocouumanbHoe
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TO4 NPUBOAWUN K HEYAOBMNETBOPUTENLHLIM pe3ynbTatam, NOCKONbKY NPOAYKTbl OKUCIIEHUS MO U3MEHUTL
6asoBble VIK-cnekTpbl, YTO 3aTPyAHAN0 OGHaApYXXeHMe U KONMMYECTBEHHOE ONPeaeneHne aHTMOKCUAHTOB.

Onsa pelueHus aToin npobnemsl B HACTOsILLEM CTaHAapTe onucaHa npoueaypa noAroTOBKU STanOHHbIX
Macern, KOTopble UCNOJIb3YHOT B KA4€CTBE 0a30BbIX Macern.

Ons BbiNonHeHus 3ToN npoueaypbl TpeboBanocb MHOrO BpeMeHu, YyTobbl ybeanTbes, UTO HOBas cepusi
6a30BbIX Macen afekBaTHO COOTBETCTBYET aHanM3upyemMbiM MacriaM, NMOCKONbKY COAEPKaHUE HEeKOTOPbIX
KOMMOHEHTOB 6a30BbIX U aHanu3npyembixX Macen Mormno 3Ha4YuTenbHO OTNNYaTbCA.

HoBbIli METOA HACTOALLEro CTaHAapra yCTaHaBNWMBAET Mpoueaypy MOMy4YeHUs STanOHHbIX Macen,
He cogepXalumx NPOTUBOOKUCIIUTENbHBLIE NPUCAAKK, TBEPAOMAa3HON akcTpakumel (SPE) ¢ ucnons3oeaHu-
eM cunukarens.

3.1.2 O6opyaoBaHue, maTepuarnbl U pacTBOpPUTENU

Mcnonb3yioT cneaytowme obopyaoBaHue, marepuansl 1 pacTBOPUTENM:

- NK-dypbe cnekTpomeTp unm apyxny4veBoi MK-cnekTtpodoToMeTp, CHABXKEHHbIV COrnacoBaHHbIMU KO-
BETamMu U3 xnopuaa HaTpus ¢ AfMHOW OMTUYECKOro nytu 1 MM (MOXHO MCNOMb30BaTh Apyrue marepuansl,
ecnu oHun He nornowatTt UK nanyvenme B gnanasone ot 3000 go 3800 CM_1);

- KPYrnoAoHHble KOnbbl BMECTUMOCTLIO 5 unu 10 omS;

- CTakaHbl BMECTUMOCTBLIO 5 unun 10 CM3;

- POTOPHbIN MCNAPUTEND;

- CUMUKarenesble KapTpUKU (NMOAXOAAT KapTpuaxu pasmepom 1 unm 2 r)

- H-MEHTaH, 4. 4. a.

3.1.3 MNMogrotoBka NPoobI

B crakaH nomewatot 1 r macna, aHanu3npyemoro Ha Hanuume npoTMBOOKUCTIMTENbHBLIX NPUCaaoK, A0-
GaBnsIOT 2 CM° H-NeHTaHa u TWaTenbHO NepemeLLnBaltoT.

MponyckaloT NONyYeHHbI PacTBOP Yepe3 CUNMKareneBblii KapTpuapk u cobmpaioT amoaT B KPYrioAoH-
Hyl0 konOy. BbinapuBalot H-NeHTaH B POTOPHOM Ucnapurene.

3anonusaot oaHy UK koBeTy macnom, oCTaBLLMMCA B kOnbe ucnapurens, U NOMEeLLAIoT Ha MyTu onop-
HOro fyya crnekrpodoTomeTpa.

3anonusaAoT BTOpyto VK KIOBETY aHanu3mpyembiM Macriom, KOTOpoe He Gbino npounsTpoBaHoO, U Mo-
MELLAIOT €€ Ha NyTU aHanUTUYECKOro nyya cnekrpodoromeTpa.

3anuceiBatoT UK-cnekTp no 3.1.5.

3.1.4 Kanu6poBka

[oTOBAT CTaHAapTHblEe kanubpoBoyHble pacTteopbl DBP u DBPC BO B3BELLEHHOM KONUYECTBE Mac-
na, He cogepxaLlero NpoTUBOOKUCTUTENbLHbIE Npucaakn. MNpu HeoGXoaUMOCTM UX FOTOBAT M3 Npobbl Mac-
na Ans UCMbITaHMA C UCNONb3oBaHWeM npoueaypbl no 3.1.3 (tpebyetcs Gonbliee KONMYECTBO KapTpUKen
u 6onbLuKit 06bEM Macna).

CpOK rogHOCTM CTAHAAPTHOIO KanubpoBOYHOrO pacTeBopa (ganee — KanMOpPOBOYHOrO pacTeopa) —
He 6onee wecTn Mecaues.

MpuMeyaHne—KanubpoBouHbie pacTBOPLI MOTYT GbiTb NPUTOTOBMEHEI C MPUMEHEHNEM HEMCNONB3OBAHHOMO
Macna, He cofepiallero UHrMGUTop, Npu ycnosuu, 4To 6a3oBoe Macno To Xe caMmoe, YTO U UcnbITyemoe. Macno AonxHoO
6bITb MPOBEpPEHO Mo 3TON Npoueaype, YTobbl ybeguTbCA B OTCYTCTBUM MHTMGUTOpA. DTOT BapuaHT He cneayeT UCNOoSb30-
BaTb, €CMN UCMBITYEMble Macna o4eHb cTaphle.

[OTOBAT HEe MeHee naTM KanMOPOBOYHLIX PACTBOPOB C coAepxaHuem uHrubutopa ot 0,02 %
macc. Ao 0,50 % macc.

Mpu He0Bx0aMMOCTU MOTYT GbITb MPUrOTOBIEHBLI NPOMEXYTOYHbIE KaNMBPOBOYHLIE PACTBOPLI, ECNU U3-
BECTHa NpubnuanTenbHan KOHUEHTpauua nHrmbutopa s oopasue.

M3mMepsaioT onTUYECKyi0 MMOTHOCTb KanuOGpPOBOYHLIX PACTBOPOB (NMpM BOMIHOBOM 4ucne 3650 cM™
ana DBPC) no 3.1.5 n cTpoat kanubpoBOYHYIO KPUBYIO 3aBUCUMOCTU NOTFMOLLEHUSI OT COAEPXKAHUSI MHTMOUTO-
pa B npoueHTax no macce. KanubposouHasi kpuBasi 4OSDKHA NPeacTaBnsATb CO60M NPAMYIO FIMHUIO, MPOXOZASt-
LLYIO Yepes Ha4yarno KoopAMHAT, COrNacHo 3akoHy nornoweHus Bapa — lNambepra

1

A=|og10’7° KCD, = 0)

rae A — nornowieHue;
lp — WHTEHCMBHOCTb BXOASAILLErO U3NMY4EHUS;
| — WHTEHCUBHOCTb MPONYLLEHHOTO U3NYHEHUS;
K — koadbpuumneHT nornoweHns [KoHctaHTa ana ceasu (O-H) 8 DBPC;
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C — cogepxanue DBPC, % macc.;
D — onTn4eckuit NyTb KIOBETLI, MM.

Mockonbky K1 D ABNsil0TCA NOCTOSAHHBIMU ANA AAHHOTO onpeaeneHuns, A npsAMo nponopunoHansHo C.

3.1.5 MpoBeaeHue ucnbiTaHUN

3.1.5.1 UK-dypbe crnekTpomeTp

Mpoeepsitotr o6opyaoBaHue. HactpanBalotT B COOTBETCTBUM C PEKOMEHAALUAMU NPOU3BOAUTENS.

3.1.5.2 Opyxny4eson VK-cnekTpodoTtomeTp

FOTOBAT ABE NMOAXOASLLME KIOBETHI C OKOLLUKAMM U3 XI10pMAa HaTpus U ANMHON ONTUYECKOro NyTh 1 MM.
3anonHsioT obe kioBeThbl 6a30BbIM Macnom, OHY KIOBETY NMOMELLAIOT Ha NyTW aHanNUTUMYECcKoro ny4a, apy-
rylo — Ha NyTU ONOPHOro nyya cnektpodotTomeTpa u ybexaatrca, uto NK-cnektp ot 3800 go 3400 om!
npeacTasnseT coboi NpaAmMyo NMHUI0. PUKCMPYIOT NPOUEHT nponyckaHus (95 % — 100 %).

MeHnsioT ktoBeTbl MecTamu. MoBTOPAIOT 3anuck cnekTpa. CHoBa Nony4aoT NPAMYIO fIMHUIO C Nponycka-
HueMm npumepHo 95 % — 100 %.

Ecnu ykasaHHble BbllLie YCNOBUSA He BhIMOSHAOTCA, MPOMbBIBAIOT U MOMUPYIOT UM GPaKkyloT KIOBETbI, KO-
TOpble MOrNOLWAloT B AaHHOIM obnactu, 1 NOBTOPSIOT Npoueaypy, noka He ByaeT HalgeHa noaxoasALas napa
KIOBET. OTU KIOBETbI UCMOMb3YIOT ANS BCEX ONPEeAENeHnn.

3.1.5.3 UcnblTaHne pacTBOpoOB

3.1.5.3.1 UK-Pypbe cnekTpomeTp

3anonHAT KIOBETY UCTLITYEMbIM MacrioM u 3anucbiBaloT MK-cnektp (A) B COOTBETCTBYIOLLEM AManaso-
He BONHOBbIX Yncen. MoBTOPAIOT UCNLITAaHWE, UCMNOMNbL3YA 3TAaNOHHOE Macno 6e3 MHrMbUTopa, 1 BbIYMTAIOT 3TOT
pe3yneTaT U3 cnekTpa A AN NonyyYeHus cnekTpa ¢ NMMHENHON 6a3oBOW NMUHNEN.

3.1.5.3.2 Oyxny4eson UK-cnektpodoTomMeTp

Mopuueit aTanoHHOIO Macna, He coaepXaLLero MHIMGUTop, NOMHOCTLIO 3anonHaT UK kioBeTy U nome-
LLAOT ee Ha MyTU OMOPHOro Nnyya cnekTpodoTomeTpa. MoNHOCTLIO 3anonHAT crieaytowlyio MK KloBeTy ucnbl-
TyembIM MacnoM v MOMELLAIOT Ha MYTU aHaNUTUYECKOro nyya crnekrpodoromerpa. 3anuceisaor UK-cnektp
B COOTBETCTBYIOLLEM AMana3oHe BOMHOBbLIX Yncen (ot 3500 go 3700 ov™! ans DBPC).

3.1.6 BbluucneHus

3.1.6.1 M3mepeHne onTu4eckom NiOTHOCTH

3.1.6.1.1 NK-dypbe CnekTpomeTp

M3MepstoT NormnoLleHne Ha MakcumanbHOI BbICOTe NMUMKOB AN ob6pasLa u sTanoHHOro macna 6e3 uHru-
Gutopa.

BbluMTaIOT CMEKTP STaNOHHOrO Macrna U3 crekTpa UcnbiTyemoro obpasua v nosny4aioT KOIMYECTBEHHbIN
pe3ynbTaT no KarmbpOBOYHOW KPUBOW.

3.1.6.1.2 Oeyxny4eoi NK-cnekTpooToMeTp (pucyHok A.1, npunoxeHue A?

MpoBoasAT 6a30BYIO NMHMIO MO BO3MOXHOCTU Bnusko Mexxay 3610 n 3680 cM™ 1 OTMEYAIOT NPOLEHT NPo-
nyckaHus /o, npu KoTopom 6a3oBas NUHWA nepecekaeT nuHMO 3650 om'.

3anucoiBatoT NPOLUEHT NPONYCKaHUS Ha BeEpLUMHE nuka npu 3650 oM~ 1 u BbluMCTIsIOT ONTUYECKYIO NNOT-
HOCTb Mo ¢hopmyne

}
Aggs0 =10g1g % (¥3)

CogepxaHue DBPC (% mac.), cooTBeTcTByloLEe Azgsg, ONPEAENSIOT N0 KanubpoBOYHOW KPUBOW.

MOXHO MCnonb30BaTh aBTOMAaTUYECKOE OnpeaenieHne CneKTpOMETPOM.

3.1.7 MpeunsMoHHOCTb

MoBTOPAEMOCTb M BOCNPOU3BOAUMOCTb METOAA ObiNu YCTAHOBMEHBI B COOTBETCTBUM CO CTaHAapTaMu
cepun NCO 5725.

3.1.8 MoBTOpPAEMOCTL (CXOAUMOCTD)

PacxoxaeHune Mexay pesynbratamu AByX NOcrneAoBaTenbHbiX OnpedeneHui, NoNyYeHHbIMU OAHUM
U TEM XXe onepaTopoM Ha OAHOW 1 TON Xe annapaTtype nNpu NOCTOSHHbIX YCIIOBUAX UCTILITAHUA HA WAEHTUYHOM
UCMbITYEMOM MaTepuane B TeY4eHue ANUTENbHOT0 BPEMEHW NPU HOPManbHOM U NPaBUNbHOM BbINOMHEHUU
MEeToAa UCNbITAHWUI, MOXET NPEBbLILLIATL 3HAYEHUS, NMPUBEAEHHBIE HUXKE, TONbKO B OAHOM cnyyae u3 20:

- Heucrnonb30BaHHble 1 paboune macna: 15 % nunm (Xq+ X )/2-0,15, 1ae xq u X, — pesynsraThl AByX
nocrneaoBaTenbHbIX ONpeaeneHni.

MpumeyaHue—lMoBTopseMOCTb onpeAeneHa ToNbko Ans cogepxxaHus DBPC B macne 6onee 0,05 % macc.
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3.1.9 BocnpoussoaumocTb

PacxoxxaeHne mexay AByMSA OTAENbHLIMA U HE3ABUCUMbIMU pe3ynbraraMmu onpeaeneHni, Nosy4YeHHbI-
MU pa3HbIMM oneparopamm, paboTalomMKM B pasHbIX naboparopusix, HA MAEHTUYHOM UCTILITYEMOM MaTtepu-
ane B TeYEHMEe ANUTENbHOrO BPEMEHU MPU HOPMASibHOM U MPABUITbHOM BbIMOSIHEHUM METOAA UCMbLITAHUMN,
MOXET NpPeBbIWAaTh 3HAYEHUS1, NPUBEAEHHBIE HUXKE TONbLKO B OHOM crnyyae u3 20:

- Heucnonb3oBaHHbIE Macna: ana cogepxanus DBPC < 0,1 % macc. BOCNpou3BOAUMOCTb COCTaBs-
eT 0,02 % abCconioTHOro 3HaYEHUR;

- HEUCNONb30oBaHHble Macna: ana cogepxanua DBPC > 0,1 % mac. BOCnNpou3BOAMMOCTb COCTaBnseT
45 % wnun (x1 + X5 )/2 -0,45, rae x4 u X, — pesynbTarbl IByX ONPeeneHuni;

- pabouue macna: 45 % wnu (x1 +Xo )/2 -0,45, rae x4 1 x, — pe3ynkTarhl AByX ONPeeneHuii.

MpuMeyaHune — Bocnpoussogumoctb Ana pabounx macen onpepeneHa Tonbko Ans copepxaHus DBPC
B mMacne 6onee 0,05 % macc.

3.1.10 Otver
3anucelBalOT coaepaHue NPOTUBOOKUCIIUTENBHBLIX NPUCAA0K HA OCHOBE ()eHomna nu aMMHOB B NPOLIEH-
Tax N0 Macce ¢ TOMHOCTbLIO A0 0,01.

3.2 Onpepgenenue 2,6-gu-mpem-6yTun-napa-kpe3orna MeToaom nHdpakpacHomn
cnekrpodgoromeTpun. Meton B

[ns 06bIMHOrO aHanu3a mMacersl, HaxXOASILLUMXCA B IKCNIyaTaLumu, MOryT ObiTh UCMONL30BaHbI CrieaytoLme
n3MeHeHus npoueaypsl no 3.1.

3.2.1 Kanu6posBka

[OTOBAT OAHY XXMAKOCTHYIO KIOBETY C ANMHOM ONTUYECKOro nyTu 0,2 MM C OKOLLKaMKU U3 XNopuaa HaTpus.

3anonHAT KIoBETY HEe)TAHLIM TPaHCOPMaTOpHbLIM MacnoMm 6e3 uHrubutopa (kanubGpPoBOUYHLIN pac-
TBOpP € 0%-HbIM CoaepxaHueM uHrnoutopa) u permctpupyiotr MK-cnexrp.

FoTOBAT HE MeHee Tpex kanuGPOBOYHLIX PacTBOpPOB AobGaBneHuem uHrnbutopa DBPC ¢ cogepxaHuem
ot 0,1 % macc. ao 0,4 % macc.

Peructpupytor UK-cnekTp kaxaoro kanmbpoBo4HOro pactsopa.

M3MepstoT BbICOTY XapakTepHbIX MUKOB MHIMOMTOpPA npumepHo Ha 3650 cm! (CM. pUCYHOK A.2, npu-
noxexue A).

CTposT kKanuBPOBOYHYIO KPUBYIO 3AaBUCUMOCTM BbICOTBI NUKA B NPOLIEHTAX NPOMYCKaHUsA OT COAEPKaHUs
DBPC B macne B npoueHTax no Macce.

3.2.2 MpumMepbl UCNbITAaHUM HOBLIX USIU UCNOMNBb30BaHHbIX Macern

Tpu pa3a 3anonHAT KanMbpoBaHHYIO KIOBETY UCMLITYEMbIM MACSIOM U CIMBAIOT MAcCHIo.

CHOBa 3anonHSAOT KIOBETY W peructpupyiot UK-cnekrp.

M3mepstoT BbICOTY XapakTepHOro mMMKa MHrMOUTOpa B NPOLEHTax NPONyCKaHUsi BU3yarnbHOW OLIEHKOM
TakK Xe, Kak BO BpeMs npoLeaypbl KanubpoBKK (CM. PUCYHOK A.2, NpunoxeHue A).

Mo BbicOTE NUKa onpeaensoT cogepxkanue nHrmbutopa B obpasue macna B NpoLeHTax Nno mMacce, Uc-
nosb3ysa KanubpOBOYHYIO KPUBYIO.

3.2.3 Mpeun3snoHHOCTb

MoBTOPSEMOCTb M BOCMPOM3BOAUMOCTb ANA MeToAa B ycTraHOBNEeHbI Takue e, kak ans meroaa A.

3.2.4 MNoBTOpPAEMOCTb (CXOAMMOCTb)

PacxoxxgeHne mexay pesynsratamu ABYX NOCMeA0BaTenNbHbIX ONpeaeneHuin, NoAy4YeHHbIMU OQHUM
W TEM Xe ornepaTopoM Ha OAHOM U TOW e annapaType Npu NOCTOSIHHbIX YCMOBUSAX UCNBITAHUA HA UAEH-
TUYHOM MUCMBLITYEMOM Martepuane B TEYEHWUE ANUTENbHOTO BPEMEHU MPU HOPMAaNbHOM U NPABUNbLHOM
BbINOMTHEHUN METOAAa UCMbLITAHMI, MOXET NPEeBbILLATE 3HAYEHUS, NPUBELEHHbIE HUXKE, TONLKO B O4HOM
cnyyae us 20:

- Heucnonb3oBaHHbIe U paboune Macna: 15 %.

MpwnMmeyaHune—IloBTopaeMoCTb onpeaeneHa Toneko Ana cogepxarnusa DBPC B macne 6onee 0,05 % mac.

3.2.5 BocnpoussoaumocTtb

PacxoxaeHue mexay ABymsi OTAENbHbIMU U HE3aBUCUMbIMU pe3ynbTaTtaMu onpeaeneHunii, Nony4yeHHbl-
MU pasHelMKU onepatopamu, paboTaloLyMU B pasHbix Naboparopusix, Ha MAEHTUYHOM UCTLITYEMOM MaTepu-
ane B TEYEHWE ANUTENMBHOTO BPEMEHWU NPWU HOPMANLHOM W NPaBUIIbHOM BbIMOMHEHUW METOAA WCMbITAHWNA,
MOXET MPEBLILLATE 3HAYEHUS, NPUBEAEHHbBIE HUXE, TOMbKO B OAHOM cny4yae u3 20:

- Heucnonb3oBaHHble Macna: AnA cogepxanus DBPC < 0,1 % mac. BOCNPOM3BOAUMOCTL COCTaBMAET
0,02 % abCconioTHOrO 3HAYEHUS;

4
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- HEMCnonb3oBaHHbIe Macna: aAns cogepxaHus DBPC > 0,1 % mac. BOCNPOU3BOAMMOCTb COCTaBMSAET 45 %;
- paboune macna: 45 %.

MpumeyaHune — BocnponssognumocTs Ana pabodnx mMacen onpefeneHa Tonbko ANs cogepxaHus DBPC
B macne 6onee 0,05 % mac.

3.2.6 Otyer
CoapepxaHue 2,6-gu-mpem-6ytun-napa-kpesona (DBPC) B npoueHTax N0 Macce yKasblBaloT C TOYHO-
ctbto 4o 0,01 %.

3.3 Onpepenenue 2,6-au-mpem-6yTun-napa-kpesona (DBPC) meToaom BbICOK03() (heKTUBHOMN
XKUOKOCTHOM xpomaTtorpadum (BIXKX)

3.3.1 BBegeHue

Hacroawumin MeToa nNo3BOMSET onpeaenuTb coaepxadue 2,6-gu-mpem-6ytun-napa-kpesona (DBPC)
B HEMCNOMNB30BAHHbIX M Pabounx HETAHBIX MACNaxX C MOMOLLBIO BbICOKOIDEKTUBHONM XMAKOCTHOW XpoMa-
Torpacdum nocne noaroToBkM NpPobbl C UCMONb30BAHUEM TEXHUKM TBEPAODA3HON IKCTPaKLUK.

3.3.2 Marepuanbi u o6opyaosanue

Mcnonb3yioT cneayiowue Mmarepuarnsl 1 060pyaoBaHUue:

- BbICOKO3(PEKTUBHBIN XUAKOCTHOW Xpomatorpad (B3XKX) ¢ ynerpadmonetosbiM (YP) aetektopom
unu Y& geTekTopoM Ha AMOAHOW MaTpuue;

- KONOHKM ¢ chasomn C18, paamepom 3,9 x 300 MM, TONMLLMHON NOKPBLITUA 5 MKM;

- npeakonoHka ¢ ¢asoi C18, TONLWMUHOM NOKPLITUA 5 MKM;

- KapTpugxu pasmepom 0,6 r — 1 r cunukarens;

- wnpuu-chunetp M3 nonuterpadpropaTunera ¢ pasmepom nop He Gonee 0,5 MkM (HeobsA3aTENLHO).

3.3.3 PeakTtuBbl U pacTBopuTenu

PeakTuBbl A40MKHbI BKIIOYATb:

- MeTaHon ansa BOXKX;

- BoAy a4na BOXX;

- H-neHTaH ans BOXX.

3.3.4 TeepAo-XMAKOCTHAA IKCTPAKLMA

BaeewmBatot o1 0,25 10 0,50 r o6pasua macna ¢ ToMHOCTbIO A0 0,01 1 1 pacTBOPAIOT B 2,5 cM® H-newTaua.

MpombiBaOT HOBLIN CUMMKAreneBbin KapTpuax 3 cM® H-neHTaHa, anwoar yaansaior. Noka cunukarens
BNaXHbIM, NPONYCKalOT pacTBoOp obpasua yepes KapTpuax noa HeGonbLWMM BaKyyMOM NpuU NoToke He Gonee
3 cM3/MuH. dnioat yOoanswoT.

CyLuar kapTpuax no Bakyymom B Ted4eHue 10 muH. COpaceiBaloT BaKyyM U BbIMbIBAIOT MOFMOLLEHHbIN
mMartepuan SreHTOM, KOTOpPbI OyaeT MCnonb3oBaH B Xpomartorpadpuyeckom aHanuse.

CobupaloT nepsble 5 cm® anioata B MEpPHYIO konby BMECTUMOCTLIO 5 om®.

MO>XHO npochmnbTPoOBaTh STOT PACTBOP Yepes LWNPUL-UIBTP Nepes TEM, Kak NepeMeCTUTb ero Bo (inakoH.

[MomeLuator antoaT B NoAXoAALLMIA pnakoH ANns aHanusa metoaom BAMXX.

3.3.5 AHanus akcTpakTa

Mcnone3yioT cneaylowme yCcrnoBus:

MoaBwuxkHas hasa: nsokpaTudeckue yCcroBus.

3ntoeHT: 100%-Hblii METaHOM UNM CMECb MeTaHona ¢ Boaon o 40 % Boabl N0 06bEMY.

Beoaumsbiii o6bem: 10 — 20 Mk

CKOpOCTb NoTOKA: 1 M /MuH.

Temnepartypa: nsorepmudecku npu Temneparype ot 30 °C n 40 °C.

Muk oBHapyxeHusi: oT 276 Ao 278 HM C BpEMEHeM yaepxuBanHus ot 3 4o 10 MMH B 3aBUCUMOCTM OT yC-
NOBUIA SMIOUPOBaHUS.

Mpumep xpomartorpammel NpMBeAEH Ha pUCyHke A.3 (MpunoxeHuve A).

3.3.6 BbluncneHus

Mnowaab Nuka UM BbICOTY NUKa obpasua CPaBHMBAIOT C KanMBPOBOYHBIMW CTaHZapTamu, NOAroTOB-
neHHbIMK No 3.1.4.

CTpoAT KanMBpPOBOYHYIO KPUBYIO 32BUCUMOCTM BbICOTbI UM NOLLAAK NWKa OT Coaep>KaHusa MHrmbutopa
B npoLeHTax no macce. Mo kannbpoBo4HON KpUBOI onpeaensiotr cogepxaHne DBPC B o6pasue B npoueHTax
no macce.
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3.3.7 Mpeun3snoHHOCTb

MoBTOPAEMOCTE M BOCNPON3BOANMOCTb ObIfIM YCTAHOBMEHBI B COOTBETCTBUM CO CTaHAapTaMu cepuu
NCO 5725.

3.3.8 MoBTOpPsAAIEMOCTb (CXOAUMOCTb)

PacxoxaeHne mexay pesynsrataMmu ABYX NOCMELOBaTENbHLIX ONpeaeneHuin, nonyYEHHbIMU OAHUM
1 TEM XeE OnepaTopomM Ha OHOW W TOW Xe annapaType npu NOCTOAHHBLIX YCOBUSX UCTLITAHUA HA UOEHTUYHOM
UCMLITYEMOM MaTepuane B TeYeHWe ANUTENbHOT0 BPEMEHW NPU HOPMAarbHOM U NPaBUNBHOM BbIMOMHEHUN
METOAA UCMbITAHUIA, MOXET NPEBbILLATL 3HAYEHUS, NPUBEAEHHbIE HUXE, TONBKO B OAHOM criydae u3 20:

- Heucnonb3oBaHHble U paGoune macna: 15 %.

MpuMeyaHune—loBTopseMoCTb onpeaeneHa Toneko Ana cogepxanna DBPC B macne 6onee 0,05 % macc.

3.3.9 BocnpoussoauMocTb

PacxoxaeHne mexay AByMst OTAENbHbIMU U HE3aBUCUMbIMU Pe3yrisTaTtaMu onpeaeneHnin, Nony4yeHHbl-
MU pa3HbiMK onepaTopamu, paboTaloWwumm B pasHbix nabopaTopusx, Ha MAEHTUYHOM UCNLITYEMOM MaTepu-
ane B Te4eHMe ANUTENbHOrO0 BPEMEHWU MPU HOPMAaNbHOM WM MPAaBUIbHOM BbIMNOSIHEHUWM METOAA WUCMbITAHWUNA,
MOXET NpeBbIWaTh 3HAYEHUA, NPUBEAEHHBIE HNXKE, TONMbKO B OAHOM cny4ae u3 20:

- Heucnonb3oBaHHbIE Macna: Ansa cogepxanusa DBPC < 0,1 % macc. BOCNPOU3BOAMMOCTb COCTaB-
nset 0,02 % abcontoTHOro 3Ha4YeHus;

- Heucnonb3oBaHHble Macna: ana cogepxauuna DBPC > 0,1 % macc., BOCNPOU3BOAUMOCTb COCTa-
Bnsier 45 %;

- pabouune macna: 45 %.

MpuMeyaHuWe — BocnponsBogMMocCTb ANA UCMONb3OBAHHBIX Macen onpejeneHa ToNbKo ANA copepXaHus
DBPC B macne 6onee 0,05 % mMacc.

3.3.10 Otver
3anucbiBaloT cogepkaHune 2,6-au-mpem-bytun-napa-kpesona (DBPC) B npoueHTax no Macce ¢ To4-
HocTbio Ao 0,01.

3.4 OnpepgeneHue eHoncogepxawmx UHIMGMTOPOB METOAOM rasoBON Xpomarorpadumn-
macc-cnektpomeTpuu (GC-MS)

3.4.1 CywHOCTb MeTOoAa

PactBoputenb, cogepawmin BHYTPEHHUW CTaHaapT (AMMETUNOBLIN 3up TaneBon KUCNOTbI), AO-
6aBnAlT K Macny U COOTBETCTBYIOLLMM KanuGpPOBOYHLIM CTaHAapTaM, CoaepKaluM U3BECTHOE KONUYECTBO
2,6-au-mpem-6ytun-ceHona (DBP) u 2,6-au-mpem-6ytun-napa-kpesona (DBPC). Ob6pa3subl U cTtaHgaaptbl
BBOAAT B ra3oBblii xpomarorpad (GC) ¢ genutenem notoka, UCNonb3yloLwWwuin Macc-CnekTpoMeTpuyeckoe ae-
TekTupoBaHue. MIoH xpomatorpammbl C OTHOLLEHUEM MAacCbl MOREKYNbI K 3apaay ee uoxa (m/z) = 191, 205
n 163 npegHasHayeHbl ANA KONMYecTBeHHOro onpeaeneHna DBP, DBPC u BHyTpeHHero craHaapra cooTBeT-
CTBEHHO.

Hacrosiypmii Mmetog npuMeHUM Ans BcexX HEPTAHbIX Macern, B TOM uucne ana pabounx macen, rae ucnonb3o-
BaHue metoaoB UK-cnekrpocboTomeTpun MOXET ObiTb 3aTPyAHEHO M3-3a nomex. BbICOKyI0 YyBCTBUTENBHOCTL HA-
CTOSILLETO METOAA MOXHO UCTONb30BATh [i5isl YCTAHOBMEHUS OTCYTCTBUSI MHIMOUTOPA B HEUMHIMOMPOBAHHbLIX Machax.

3.4.2 Mpumep napamMeTpoB Npudopa

Jenutenb notoka: 1 MK BBOAAT C AenNeHnem B COOTHowweHun 200:1 npu 275 °C.

[a3-HocuTENb: renui.

[laBneHue B KONMOHKE: MOCTOSHHbIN peXxXum noToka 1,2 CM3/MUH.

KonoHka: 5 % cenun-, 95 % aumetrunnonucunokcana, 30 m, 0,25 MM, 0,25 MKM Unu 3KBUBaNEHTHasA.

GC nporpammarop Temneparypbi: nyck npu 120 °C, yaepxusaeTcs B Te4eHne 1 MuH, 3ateMm Temnepa-
Typa nosbiiaetca Ha 10 °C/muH ao amouposaHua DBPC, aanee temnepartypa nosbiwaercsa Ha 50 °C/MuH
20 300 °C. Boliaepxupatot npu Temneparype 300 °C ao BoccTaHOBNEHUS 6a30BOM NUHUM.

MS HacTpoiiku: sHeprusi nvosm3sauum (El+) 70 9B, Temneparypa nosyiukm — 150 °C, HayanbHas Temne-
patypa — 80 °C, ckaHMpOBaHue B AuUana3oHe OTHOLIEHWUA MacCbl MOMEKYIbl K 3apsaay ee uoHa (m/z) ot 50
[0 500, 3 ckaHMPOBaHUA B CEKYHAY ArNsi yCTAHOBMNEHUA BpEMeHU yaepxuBaHus no 3.4.7.

HauuHaTb ckaHupoBaHue Ha 3 MUH, OCTAaHABNMBATL CKAHUPOBAHUE HE paHee YeM Yepes 7 MUH.

3.4.3 GC npuvHagnexHocTu

JIMHUA: NuHKUA genuTens noToka.

LUnpuu; BMECTUMOCTBIO 5 unu 10 mkn.
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Motowuii pacTeopuTenb: TONYOr.

3.4.4 Kanu6poBouHble CTaHAAPTHbIE PAaCcTBOPbI

Basewmwmsatotr okono 0,280 r DBPC u/unu DBP ¢ ToyHoCTbO A0 £ 0,001 r BO hnakoHe BMECTUMO-
cTbi010 oM°. Ho6asnsAot npumepHo 8,00 r HedTaHoro macna no M3K 60296, He copepikallero UHIMGUTOPHI,
B3BELUEHHOro C TOMHOCTLIO + 0,01 . MepemeLumMBaloT MarHUTHOW MeLuankoin Ao pacreopeHus DBPC u DBP,
npyn HeobXxoAUMOCTH Crierka Harpesatot. [OTOBAT pag KanMOpOoBOYHbLIX CTAHAAPTHLIX PACTBOPOB, COAEPKALLMX
0,02 % macc., 0,04 % macc., 0,10 % macc., 0,20 % macc. u 0,40 % macc., UCNonb3ys NPMBEAEHHBIN BbILLE Ka-
NMBPOBOYHbIN CTAHAAPTHBINA PAcTBOP, TO e CamoOe Macro U TLATeNbHO NepeMeLLMBas pacTBOpbI.

CTaHAapTbl XpPaHAT B TEMHOM U NPOXNagHOM MecTe He Gonee 6 Mec.

3.4.5 PacTBOpbI BHYTPEHHUX CTAaHOAPTOB

PactBop BHyTpeHHero craHgapra 1. Bsgewwusawor okono 1,000 r gumetrundpranara ¢ TOYHOCTbIO
80 £+ 0,001 r B MepHyto konby BMecTuMocTbio 100 omS.

[loBOAAT TONMYONOM A0 METKU, 3anuCbIBaOT Maccy M TLATENbHO NEPEMELLMBALOT.

Pactsop BHyTpeHHero craHgapTa 2. NMomewwator 1000 Mkn pacTBopa BHYTPEHHErO craHaapra 1 B Mep-
HY10 KOnBy BMECTUMOCTbIO 100 CM3, [0BOAAT TOMYONOM A0 METKW W TLWATENbHO NepeMeLLNBAlOT.

PacTBop BHYTPEHHEro CTaHAapTa 2 He XPaHAT, ero roTOBAT ANS Kol Cepumn aHanmu3os.

3.4.6 MoaroroBka 06pa3LOB U KANMGPOBOYHbLIX CTAaHAAPTOB

Momewator no 100 mkn o6pasua(oB) u KaXAOro kanMbpPOBOYHOIO CTaHAAPTHOIO PacTBOpa B OTAENbHbLIE
dnakoHbl, 3atem gobasnsior no 1000 MkN pacTBOpa BHYTPEHHErO CTaHAapTa 2 U XOPOLUO NepeMeLIMBaIOT.
AHanuaupytot o6paseL(Uybl) U kKanMBpoBOYHbLIE CTAaHAAPTHbIE PACTBOPSI.

3.4.7 AHanuTuveckue npoueaypbl

YcTaHaBnMBaloT U HacTpauBalT Macc-crnekTpomeTrp (MS) B COOTBETCTBMU C MHCTPYKLMSIMU NMPOU3BO-
auTens.

MpoBoAST NOMHYIO NPOBEPKY (CKAHWPOBAHWE) AN ONpeAeneHus BPeMEHU YaepXMBaHus u uaeHTudu-
Kauuu COOTBETCTBYIOLMX LieneBblx voHoB DBPC, DBP, aumeTundTanara u pexxvuma CenekTUBHOIO AETEKTU-
poBaHus LeneBbiX MOHOB [SIM (CenekTUBHbIA MOHUTOPUHT MOHOB)] AN KanMOPOBKM M aHanu3a.

MpuMeyaHue— [Ong MHOTUX TUMOB Macc-CreKTPOMETPOB, UCMONb3yeMbIX B Ka4eCTBe [ETEKTOPOB, UOH Xpo-
MarorpaMMel 1S KONIMHECTBEHHOTO OMpeferneHns MOryT GbiTb MoMyYeHbl U3 XpoMaTorpadmyecknx cepuid ¢ nosHbiM MS
CKaHUPOBaHWeM U C JOCTaTOYHbLIM OTHOLLEHWEM CUrHan — LUyM. B Takux cryvasix HeT HeoBxoaumMocTu sanyckars MS B SIM
pexume. TeM He MeHee, SIM eLLie MOXeT BbITb NPeNoYTUTENBHBIM, YTOBBI COKOHOMUTL OGLEM COXPaHAEMbIX JaHHbIX.

3.4.8 BbluncneHus
WHTerpupytoT 1 3anucbiBatloT nnowaan uenesbix MoHos B DBPC, DBP n gumeTtundranara u pacciu-
TbIBAIOT KanMOPOBOYHbINA KOAdMuUmMeHT RFX Ang ka)aoro pacteopa U3 cepum kanmbpoBOYHbIX CTAaHAAPTOB

RFx = [ Ao /M ]/[Ac/M, ) @)

rae Ag — nnoLwjagb BHYTPEHHEero cTaHaapTa;
M,y — macca BHYTpPEeHHero cranaapra;
A, — nnowanb coeauHeHus;
M., — macca coegnHeHus.
RFX kanuBpoBOoYHbIX CTAaHAAPTOB, NNOLLAAL BHYTPEHHEro cTaHgapTa u nnowaan obpasua ucnonb3yoT
ANA BbIYUCNEHUSA COAEPKAHUS HIMOUTOPA. PEKOMEHAYETCA MCNOMb30BaTh ANIEKTPOHHbLIE Tabnuupbl.

Cs =[As /RFX]/[Mis/As]- Mg, @

rae C, — cogepxaHue obpasua;
A, — nnowaab o6pasua;

RFXx — kanubpoBOYHbIN KOIDDULMEHT;
M — Macca BHyTPEHHEro ctaHaapra;
As — nnowaab BHYTPEHHEro CTaHaapTa;
M, — macca obpasua.

MpuMeyaHue— HacTosAwiA METOA MOXET OblTb MOAUKULIMPOBEH AMS PaCMpOCTpaHeHUs Ha fpyrie focTa-
TOYHO HU3KOKUMNSLLME MHMMEBUTOPBI Ha OCHOBE PEHOMOB N aMUHOB. HekoTopkle AUdeHNNaMUHbl paHee UCTONL30BaNCh
B TpaHCOPMaTOpHLIX Macrnax M, BOSMOXHO, A0 CUX MOP MCMOMb3YHTCH HEKOTOpLIMU MpoussoanTensaMu. OgHako BTA
(6eH30TPMa3on) MOXET pasnaraTbCs NpU TeMnepaType, UCTONb3yeMoi B HAaCTOSLLEM METoje.
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3.4.9 MpeunsmoHHOCTb

Hacroswmin MeToa no3BonsieT 0GHapYXMTb CNefOBbIE KONMYECTBA NPOTUBOOKUCIIUTENBHBLIX NPUCAZ0K
Unn NOATBEPAUTL OTCYTCTBUE STUX COeANHEHNI. OQHAKO TONBKO OrpaHuyYeHHoe Ymcno nabopartopuin CMOrmno
NPUHATbL y4acTue B OLEHKE. YCTAHOBMNEHO, YTO NPELM3NOHHOCTb rMaBHbIM 00pa3oM 3aBUCUT OT CTENEHW pas-
GaBneHna 1 MOXeT BbITb NErKO OLIEHEHA Kaxkaomn nabopaTtopuen.

3.4.10 Otyer

3anucelBaloT coaepxanue 2,6-au-mpem-oytun-napa-kpesona (DBPC) B npoueHTax no Macce C TOYHO-
cTbto ao 0,01.
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Mpunoxexue A
(cnpaBouHoe)

OOGHapyXeHue NPOoTUBOOKUCIIUTENbHbIX NPUCAAOK METOAOM TOHKOCONHON xpomaTtorpadumu (TLC)

MpuMeYaHne— Merog MCNoNb3YIOT ANA NPOBEPKUA HANUYUA UKW MONMYKONUYECTBEHHOTO onpefeneHus.
A.1 CywHocTb MeToaa

HacTosLmit MeToz MOXET BbITb MCMOMB30BaH AMS MOMyKonu4YecTBeHHOW oLeHkn cofepxaHusa DBPC, korna metog
WHdbpaKkpacHoii cnekTpodoTomeTpumn, BEXX 1 MeToa rasooit xpomaTorpadum — Mace-cnekrpomeTtpumn (GC-MS) Hefo-
CTYMHLI. MeToa faeT nonykonuyecTBeHHoe onpegernexnue cogepxanust DBPC B HOBBIX WK pabounx HedTAHbLIX Macnax
NpU KOHUeHTpaLuuu B guanasoHe ot 0,01 % mac. go 0,10 % mac., ¢ warom 0,02 % mac. OH Takke MOXeT ObITb Mcnonb-
30BaH ANA KoHUeHTpauuii B ananasoHe ot 0,10 % mac. go 0,50 % mac. nocne cooTBeTCTBYIOLLEro pa3baBneHnsa macna.

MNaBecTHOe KONMYecTBO cMecu Macna u xrnopodopma (1:1 no o6bemy) noMeLLatoT Ha antoMuHuesyto TLC nnacTuHy
(nnacTuHa A) ¢ cunukarenesbIM NOKpbITUEM. [Tocne ucnapeHus pacTBopuTens NMacTUHY NOKPbIBaOT aHanornyHoi nna-
CTWHOW B, coBMeLLas crnoun cununkarens.

MnacTuHy A HarpeBatoT, B TO BPEMSA KaKk MnacTUHy B, Ha koTopol KoHAEHCUMpyeTes MHIMBUTOP, OAHOBPEMEHHO
oxnaxgatot. MNnactuHy B aanee obpabaTbiBaoT ochopomMonmbneHoBoi KUCIOTOR M aMMuakoM. MNioLags nosnyymsLUe-
rocsi CUHero NATHa nponopunoHansHa kornmyecTsy DBPC.

A.2 PeaKkTuBbl u pacTBOpUTENU

WcnoneaytoT cregytolme peakTUBbl U pacTBOPUTENM:

- 3,5%-Hblit pacTBOp hochoMonnbaEHOBOIN KUCNOTLI B U30MpONaHone, crnpen-peakTue ANs Xxpomarorpadum;

- xnopodpopm, 4. a. g;

- pacTBOp aMmuaka (25 % NHz nnoTHocTeo 0,91 riem® npu 20 °C),

- Bernoe macno unu nsonsumoHHoe macno 6e3 DBPC n gpyrux deHomnbHbIX NpUMeceil B COOTBETCTBUN C METOLOM
oBHapyKeHus.

A.3 O6opyaoBaHue

WcnoneaytoT cregytollee obopygoBaHnue:

- nnacTtuHkm Ansa FLC ¢ cunukarenesbiM NOKpbITUEM TonLmMHON cnos 0,25 MM,

- WNpuy BMECTUMOCTLIO 10 MK,

- HarpeBaTenbHbIi aneMeHT, obecnevnBatoLnii NoaaepKaHne TeMmneparypbl (125 + 5) °C;

- YCTPOWCTBO ANSA U3MEPEHUs TeMnepaTypbl HarpesaTens;

- MeTafIM4Yecknit Bof0HeNnpoHULI@aeMblil KOHTEHep ¢ NNOCKUM AHOM, MPUBNU3MTENBLHBIMUA pasMepamu 6 x 6 cm,
BbicoTol 7 — 10 cwm;

- CTEKNSHHbIA KOHTEAHEp ¢ NMOTHOW KPLILLKOW, ncnonb3yemolit B TLC, pasamepom 20 x 7 cM, BbICOTOR 20 cM (MOX-
HO Mcnonb3oBaTh O6bIYHbIA SKCUKaTop).

A.4 NpoBeneHue UcnbITaHUM

A.4.1 Oina copepxaHua DBPC ot 0,01 % macc. ao 0,10 % macc.

FOTOBSAT CTaHAapTHele pacTBopbl B 6enoM Macne unu msonauwoHHom 6asoBom Macne 6e3 DBPC, cogepxalyue
0,01 macc.%, 0,02 % macc., 0,05 % macc. n 0,10 % macc. DBPC.

Pa36aBnsaroT UCnbITYyeMOe Macro W cTaHAapTHble pacTBOpbl XNopodopMoM (oanH obbeM Macna Ha oguH 06bem
xnopodopma).

BrlpesatoT gBe nnactuHku Ana TLC (A n B) pasamepomM 6 x 6 cM. [lenar ux kapaHjalloM Ha y4acTku nrowjaasto
1 cM2. YuacTku, pacnonoxeHHble B Npefenax 1 cM OT Kpaes NMacTUHKWA, He UCMONb3YIOT.

C nomoubto WwWnpua HaHocAT 10 Mk pacTBopa Machna B XJ1lopodopMe B cepefiMHy OAHOro U3 y4acTKOB MIoLaablo
1 cm? Ha nnacTuHke A.

AHanormyHo HaHocAT no 10 MKN cTaHZapTHLIX PacTBOPOB B CEPEANHEI COCEAHUX YHacTKOB Ha MracTuHke A.

YaansoT XnopodopM € NIacTUHKM Ha BO3Ayxe Npu TeMneparype oKpyxatoLleil cpefbl (NpubrnuanuTensHo B Te4eHUe
2 MUWH).

MpumevyaHune 1— BaxHO NONHOCTLIO YAanuTb pacTBOPUTENbL. 3TO yCTaHABMMBAIOT MO OTCYTCTBUIO 3anaxa
xnopodopma.

MomeLLatoT Ha NNaCcTUHKY A BTOPYH NNacTUHKY B, coBMeLLas criov cunukarens.

MpuMedvyaHune 2—/[nsMacen ¢ BbICOKUM COAEPKaHUEM apoMaTUYecKIX yrneBOoAOPOAOB U 0COGEHHO NpU UC-
Nonb30BaHWM NNacTUHOK TLC € HU3KOM MIOTHOCTLIO CUNMKarens yCTaHOBMEHO, YTO Nydllee pasferneHue Npu cogepxaHum
DBPC 0,01 % Macc. gocturaeTcs npu HeGosbLLIOM 3a3ope Mexay nnacTuHkamm (0,8 mm).

OxnaxaatoT NNacTUHKy B, NoMecTUB Ha ee NOBEPXHOCTb METaNNNYECKUA KOHTENHED CO JTBAOM.
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MoMeLllatoT BClo cucTeMy (NnacTMHKM A U B 1 KOHTelHep-xonoAurbHUK) Ha HarpeBaTensHoe YCTPOMCTBO, Mof-
LepxuBatolee Temnepatypy (125 + 5) °C. AntomuHueBasi NOBEPXHOCTb MMACTUHKN A KOHTaKTUPYET ¢ HarpeBaTenbHON
MOBEPXHOCTbHO.

Uepes 5 MuH nnacTuHku A 1 B pasgensior.

OnpeIcknBatoT NNacTuHKy B docdomonnbaeHoBeiM peakTusoM. CyluaT npu TemnepaType oKpyXatolwen cpefbl
(okpalumBaHue nposiBUTCA BbICTpee, ecny NNacTUHKY HarpeBaTb B Te4EHWE HecKOoNbkUX MUHYT Ao 90 °C) u 3atem nog-
Bepratot Bo3geicTauio napos ammuaka. MNatHo DBPC Byget cuHuM Ha 6enom doHe.

A.4.2 ina copepxaHua DBPC ot 0,10 % mace. ao 0,50 % macc.

PasbasnsitoT npoby 6erbiM Macrom UM M3onAayMoHHbLIM 6a30BEIM MacrioM B OTHOLLEHUN OfWH 0ObeM Npobkl K Tpem

obbemam pazbaBuTens.
MpumeyaHune — Mcnonssyemoe B kadecTBe pazbaBuTens Macro He AoMKHO cogepxaTb DBPC.
WcnbiTaHne pasbasrneHHo Npobbl npoBoaAT no A.4.1.
A.5 Pesynkrathbl

CpaBHUMBaloT LUBET NATHa obpasla Ha NposiBNeHHOW NNacTUHKE C LIBETOM NATEH AN CTaHZapTHBIX pacTBOPOB.
B crniyyae A.4.2 yuntbiBatoT KO3 DULMEHT pa3baBneHus.

A.6 NMpeunsnoHHOCTb

MpeL3anoHHOCTL METOA @ He onpegensnace.
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PucyHok A.1 — Tunnuneli UK-cnekTp asyxnydesoro MK-cnektpodpoToMeTpa npu onpegeneHuun cogepxanua DBPC
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PucyHok A.2 — TununuHell IK-cnekTp npu cogepxxaHun DBPC 0,30 % macc.

12



FOCT P M3K 60666—2013
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PucyHok A.3 — TununuHas B3XKX xpomaTtorpamma Ans onpegeneHus cogepxadua DBPC
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Mpunoxexue B
(cnpaBoyHoe)

OnpepeneHns NacCUBATOPOB B HE(PTAHBIX MAacrax METOAOM BbICOKO3() (PeKTUBHON XKNAKOCTHON
xpomartorpadgumu (BIXX)

B.1 O6nacTb npuMeHeHus

HacTtoawmii MeTof, NpPUMEHAIOT ANSA onpeferieHs naccuBaTopoB, NPOU3BOAHLIX GeH30Tpuasona, TakUx Kak:
N-6uc (2-sTunrekcun)-amuHometun-tonytpuason (TTAA), 6ensotpuason (BTA) u 5-metun-1H-6eH3otpuason (TTA)1) B He-
MCNONb30BaHHbIX U pabounx HedTAHBLIX M3ONALMOHHLIX Macrax Metogom BOXX.

MpumeyvyaHune — DTOT METOA OCHOBaH Ha CyLLECTBYIOLLEM METOAE ONpeAeneHns Apyroro naccusartopa —
BTA, KoTOpbIii MOXET BbITL OBHapyxeH B TOM xe XpoMartorpaduyeckomM uHTepsane, 4To U TTAA, Kak ONUCaHO BbIWe.

Ansa kanMbpoBkM B HacTosLEM MeToAe UCNONb3YIoT ToBapHbI NpoaykT TTAA. Cneuududeckas NorpewwHocTb Me-
Tofa 3aBUCUT OT CTEMEHN ero YACTOTHI.

B.2 OCHOBHbIE NONOXEeHUA

B.2.1 Kpatkoe cogepxaHue

Haeecky obpas3ua Macna pacTBOpsAlOT B NEHTaHe U NMPONyCcKaloT Moj BaKyyMOM Yepes curukarenesblii KapTpuax
(SPE), npeaBaputenbHO NpOMbITHIA METAHONOM U NeHTaHOM. OCTaToK HEMONAPHLIX KOMNOHEHTOB Macna, yaep»KaHHbIX
TBepAoi ¢a3on, 3aTeM aroUPYIOT cneayloweid nopuneil neHTaHa U yaansawT. KapTpuax BblaepXUBaloT noj BakyyMoM
[10 MOSHOrO BbICYLLUMBAHUS.

OnpegensieMble BELLECTBA IMOUPYIOT 3agaHHbBIM 0ObeMOM MeTaHona U ¢punetpyoT Yepe3 PTFE dunerp ¢ pas-
Mepom rop 0,45 MKM.

PacTBop BBOAAT B cucteMy BOXX, o6opyaosaHHyto obpallieHHO-pa3HOW KONOHKOW, n o6Hapyxusator TTAA YO
[EeTeKTopoM MNpu AnnHe BofHbl 260 — 270 HM.

B.2.2 3HauyeHue u NnpUMeHeHue

HacToAwuit MeTog pacnpocTpaHaeTcsa Ha onpegenenue TTAA ans o6blMHOMO aHanusa.

TTAA — aMuHOCOAEepXalllee BeLlecTBO, NPOU3BOAHOE TONyTpUasona, Xuakoe nNpu KOMHaTHOW TemMneparype, f0-
6aBnseMoe B HedbTAHLIE M3ONALMOHHLIE Macna B Ka4yecTBe naccusatopa MeTannos 6rnarogapsi ero cnocoGHOCTU MHIMGU-
poBaTb KOPPO3NOHHbIE peaKLun Ha NMOBEPXHOCTU Mean (U APYrUX METamnoB) U NPUCYTCTBYIOLLUE B Macne CoejuHeHus,
pearnpytoLue ¢ metannamu. TTAA 06b14HO 406aBNAIOT K HePTAHLIM MacnaM B KoHueHTpauuu 0,005 % - 0,020 %.

[Opyrve nponsBofHele Tpuasona, NCronb3yomnecs B HEMTAHBIX U3OMNALMOHHBLIX Macnax, Takue kak BTA (6eH3oTpu-
ason) u TTA (TonyTpwason), umetroT 6oree HU3KYo pacTBOPUMOCTL B Macne. BTA ucnoneaytot 6onee wnpoko, 4em TTA,
rnaeHLIM 06pa3oM ANS U3MEHEHUS SNEKTPUYECKUX CBOWCTB NOBEPXHOCTU MEAU.

TTAA npepacTaBnser coboil cmeck pAsyx usomepos: N,N-6uc(2-stunrekcun)4-metun-1H-6eH3oTpuason-
1-meTunamuHa n N,N-6uc(2-atunrekcun)-5-metun-1H-6eH3oTpuason-1-metunamuna. Msomepebl 06bIYHO He pasgenstorcs
B YCMOBUSX HACTOSILLEro MeToAa, HO MOTyT AaBaThk [Ba YacTUYHO NepeKpbiBaloLMXCS MUKa MpKU MCNONb30BaHUK BbICOKO-
3 PeKTUBHBIX KONOHOK (C18, 250 MM), Npu 3TOM y4uTbIBaIOT 06LyI0 NnoLasb ABYX NUKOB.

CUIbHO OKWCNEHHbIE Macna MOryT YacTUYHO BIWATL Ha pesynbraThl aHanusa, fasasi nomexu oT YO nornoleHus
MONAPHbLIX COeAUHEHWIA, NPUCYTCTBYIOWMX B Macne. MNpu COMHEHWUN B pesyrTatax UcrbiTaHus Ansa bonee ToMHOro onpe-
[ erneHna MOXHO UCMoMb3oBaTk METOA CTaHAapTHLIX 00aBOK.

MeToa MOXHO Mcnonb3oBaTh ANA KOHTPONSA cofepXaHua TTAA B naccMBMpoBaHHbLIX paboyunx U HEMCMNONMb30BaHHLIX
U30MNALMOHHBIX HEPTAHBIX Macnax.

MpuMedaHue — [ns oNTUManbHOro pasgeneHns u oGHapyXeHUst MHAMBUAYaNbHLIX XpoMaTorpaduiecknx
CHCTEM 3TOT METOZA AorycKaeT GorbLUyto r’MEKOCTL B BbIGOpe HEMOABWKHOI U NOABWKHON pasfensioux das.

B.2.3 Nomexwu

B.2.3.1 CoantounpytoLime KOMMOHEHTbI

Bbino ycraHoeneHo, 4to TTA coantoupyeT ¢ TTAA B ycnoBusx HacTosiLero Metoga. TTAA, kak npaBuno, pasnara-
etca o TTA B pesynsraTte HEKOTOPLIX CTaAUN XpomaTorpadudeckoro npouecca, u YP-crnekrp obonx coeguHeHmii (no 3a-
perncTpupoBaHHoii xpomaTorpaMmMe) OAUHAKOB.

MpumedaHune — PekomeHayeTcs nNpoBepsTb apdeKTUBHOCTL pasfeneHuns coanoupytowmx TTAA u TTA
npu BeIGpaHHLIX YCroBUSX.

B.2.3.2 YO-nornolleHne MeLlaroLmx coeMHEH N

B kauectse npumepa TTAA, nmetolleroca B npogaxe, Ciba ® Irgamet 39 (CAS Homep 80584-90-3 + 80595-74-0
n B cmecn B DS| ® nHrubutopom cephbl). 3Ta MHMDOpMaLuUs NpuBeAeHa ANs Nnonb3oBaTeneil HacTosWero craHgapra
1 He 03Ha4aeT Kakoii-nubo noggepxkn MIK aTux NpogyKkToB.
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CneKTpbl YO-NOrnoLieHnss CUNbHO OKUCTIEHHBIX Macen MOryT cofepXaTb COefMHEHNs], NoKasbiBaroLe 3Ha4eHs!
BpeMeHU yaepxuBaHus, 6nuskne kK TTAA. Mo aToi xe NpUYMHe MOryT BO3HWUKHYTE (DOHOBbIE LLYMbI.

Korna pasaenerune nukos 3aTPyAHEHO UK NPOUCXOANT NepekpbiBaHue NUKOB, ANS KONIMHYECTBEHHOI OLEHKW crieay-
€T Ucnonb3oBaTh METOA CTaHAapTHeEIX A06aBok.

B.3 O6opyaoBaHue

B.3.1 Annapatypa

Becbl ¢ BepxHeli 3arpy3koi, ¢ aBTOMaTU4eCknM TapMpoBaHneM, ¢ TOYHOCTHIO BaBelwnBanust 4o 0,001 r, npeaHasHa-
YeHHble 418 B3BeLlUMBaHUA He MeHee 100 T

BakyymHasa cuctema gns SPE.

Cunukarenesble KapTpUAXu ANS SMOUPOBaHNSA B BaKyyMe.

Cunukarenessle kapTpuaxun SPE. CopBeHT — cunukarens Maccoii ot 500 go 1 000 m, pH 2 — 8, ¢ paamepoM Ya-
ctuy ot 20 go 200 MKMm.

MpumevyaHue 1 — Bbibop Maccel copbeHTa 3aBUCUT OT Macchl aHanuampyemoro obpasia U eMKOCTH Kap-
Tpuaxa. Mpu onTUMU3aLuMm MeToa peKOMeHAYeTCA NPOBOAUTE NPOBEPKY AN aHanmsa Bbixoaa.

PuniTpel 13 PFTE ¢ paaMepom sveek 0,45 MKM, coBMeCTUMBIE ¢ nepexoaHukom Jyepa.

Cucrema B3XX, obopynoBaHHas:

- HacocoM, NoAXofALLMM He MeHee YeM AN ABYX pacTBOpUTenei;

- yCTpoiicTBOM BBOAa Npobbl, NogxoasAwum ans seoga ot 10 go 100 Mkn (NpegnoyTUTENEH aBTOMaTUYeCKuUiA BBOZ,
npo6sil);

- KonoHkamu c obpalleHHon dasoin (RP) C8 unn C18 aHagkennmpoBaHHbIMK (BrOKMpOBaHHLIMKM), NOAXOASALLMMU
Ans noABMXHOW ¢asel ¢ pH 2 — 8.

MpuMmeyvyaHune 2 — [InvHa KONOHKN U AUAMETP YacTUL, MOXET MEHSTLCS, OTBETCTBEHHOCTL 3a BbIGop aTuX
napameTpoB HeceT nabopaTopus, UCNONb3YKLas HacTOAWMI MeTod. Xopolune pesyrnbraTel aHanusa Obinu nonyyeHsbl
€ KonoHkamu AnuHoii ot 150 go 250 mm, gnameTpom 4,6 MM U paamepoM Hactuy ot 3,5 go 5,0 MkmM;

- RP npeakonoHKol ¢ Takoi e HeNnoaABWXHON da3oi;

- YO getekTopom (ANA 3anucu YO-cnekTpa NpeanodTUTeNbHO UCNONb30BaTh AETEKTOP Ha AUOAHOW MaTpuue);
- YCTpOMNCTBOM c6opa W HaKOMNEeHUs AaHHbIX.

B.3.2 PeakTuBbl 1 MaTepuansl

B.3.2.1 YucroTa peaktuBoB

Bo Bcex UcnbITaHUAX UCMONb3YIOT peakTUBbl TONMBKO Knacca Y. 4. a.

Bce pacTBOpuTenu, Ucnornb3yeMblie AN XpoMaTorpaduyeckoro antoupoBaHus 4omkHbl BGbITh knacca gns BOMXX.
B.3.2.2 TpebyeMblie peakTUBbI

MeTaHon gns BOXX.

Boga gns BOXKX.

H-MeHTaH gna BOXKX.

Tonyon.

B.3.2.3 CtaHgapTHble MmaTepuanbl

B kauecTBe KanMOpPOBOUYHbLIX CTAHAAPTOB UCTIONbL3YKT AOCTYMNHLIE B npogaxe BTA u skBuBaneHTHblid TTAA.

MpumeyvyaHune 1—Hecnegyer ucnonb3osatb ANA kKanMbpoBKM JOCTYMNHBIE B Npofaxe pacTeopbl TTAA B He-
dTAHOM Macne unu Apyrux NoAXoASLLMX pacTBOPUTENSX, Aaxe ecnn copepxanne TTAA B HUX U3BECTHO.

TTAknacca u. 4. a.
BTA knaccau. 4. a.
BasoBoe mMacno. HegTaHoe n3onsynoHHoe Mano gna pasbaesneHus, He cogepxallee BTA u TTAA.

MpumeyvaHue 2—TIlonpuunHam, ykasaHHbIM B B.2.3.1, 6a3oBoe mMacno ans pasbaeneHus Takke He JOMMKHO
cogepxatb TTA n BTA.

B.3.2.4 CtaHpapTHble pacTBOpbl

B.3.2.4.1 VcxoaHelii pacTeop

WNcxoaHbl pacTBop NpeacTaBnseT coboii kKoHLEeHTpUpoBaHHbIA pacteop TTAA n BTA B Tonyone. [0TOBAT cBexuid
WCXOAHbIA PacTBOp kaxAable TP MecsiLia U XpaHAT ero B TeMHbIX ByThINIKax Npu KOMHaTHOR Temneparype.

MpumeyaHune — BbiNo ycTaHOBNEHO, YTO UCXOAHLIA pacTBOp KoHUeHTpaumeit 1000 mr/kr ctabuneH B Te-
YeHne Tpex MecsAueB. Ecnu Tpebyetca bonee AnuTenbHbIA CPOK XPaHEHUS, €ro cTabunbHOCTb JormkHa 6bITb NpoBepeHa
CpaBHEHWEM C HOBLIM PacTBOPOM.

B.3.4.2.2 CtaHaapTHble pacTBopbl

Ons KanMBpoBKK N3 UCXOAHOTO pacTBOpa rOTOBAT HE MeHee NSATU pa3baBneHHbIX pacTBOPOB.

[ns Kaxpol cTagnmn kannbpoBKU FOTOBAT CBEXME pacTBOphl pa3baBneHneM ucxogHoro pactesopa 6a3oBLIM Macriom.
CTaHfapTHble pacTBOpbl AOMKHbI 6bITb 0T 5 fo 500 Mr/kr.
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B.4 Ot60p npo6

Llenbto oT6opa ABNAeTca nonyyYeHne NpeacTaBuTenbHoi Npobel AN ucnbiTaHus. flabopatopHele Npobkl oT6UpatoT
no M3K 60475. KoHkpeTHble MeTogbl oT60pa Npo6 MoryT NoBAWUATL Ha TOYHOCTb HACTOALLEro METOAa UCTIbITAHMIA.

B.5 NpoBepeHue ucnbiTaHum
B.5.1 NoaroTroBka annapatypbl

B.5.1.1 MNpuGopbi

KoHkpeTHble KOHCTPYKTUBHbIE 0coBeHHOCTU NpUBOpOB, KOMIOHOK U AETEKTOPOB AenatoT HeuenecoobpasHeiM noa-
po6Hoe onuncaHne pabodux ycnosuii. CnegyeT obpaljaTbCa K MHCTPYKLMW MPOU3BOAUTENS NO 3aKcrnyatauuu npubopa
B 3aBUCUMOCTM OT Bblibopa ycroBuid pasgeneHns u oGHapyXeHus.

B.5.1.2 YcnoBusa pasgeneHus

O6e RP konoHku ¢ ¢asamm C8 u C18 sHAKENUPOBAHHBEIMU NOAXOAST ANsA pasgenenusa TTAA. Xopollee pasge-
neHne MoxeT 6biTb JOCTUIHYTO C MOMOLLBIO U30KPATUYECKOro WK rPpafMeHTHOro 3ioMpPOBaHUA C NMOABUXHON hasoi
Bofja/MeTaHon; COOTHOLLEeHWe pacTBopuTenen MoxeT 6biTk 0T 50 % BoabI/50 % MeTaHona (konoHKa ¢ dasoii C8) 1o 20 %
BoAbl/80 % MeTaHona (kornoHka ¢ gasoit C18).

CkopocTb notoka — ot 0,5 o 1,0 eM3/MuH.

B kavecTBe pykoBoacTBa B Tabnuue B.1 npuBeAeHbl HEKOTOPLIE 3KCMepUMeHTalbHbIE YCNOBUS, HO Kaxaas nabo-
paTopusi LomKHa onpeaenuTb COOCTBEHHbIE ONTUMAarbHBIE NapaMeTpbl pasgeneHus.

Xopolliee pasfieneHne AoCTUraeTcs Npu Nony4YeHnn oCTporo CUMMETPUYHOIO NMuka 6e3 nepekpeiBaHns ¢ nukom BTA.

MpumMedvyaHue — B HekoTopbIX criydasx Ans Nydllero pasfeneHus U usbexaHws pasMbiBaHWs 3ajHero
dpoHTa NUKa NpPeanoYTUTENBLHO UCMonb3oBaTk B MNOABUXHON dase BydepHblii pacTBOp BMECTO YUCTON Bogbl. Mcnonb-
30BaHWe yKcycHokucnoro GydepHoro pacTtsopa ¢ pH 3 (KoHueHTpauueit ot 50 go 80 MMOJ'Ib/.Cl,Ms) NOBLILLAET Ka4yeCTBO
pasgenenus. Mpw sTOM crneayeT NpoBepuUTh CnekTp nornoteHna TTAA, NOCKONbKY OH MOXET MEHSATBCH B 3@aBUCUMMOCTM
oT pH pacTBopa.

Tabnuuya B.1—pumeptl ycrioBuid pasgeneHus

Mpacbuk
KomoHKa Yenosus TTAA RT*, (BTA RT*), Npumedanme
pasgeneHuns Bpems, Bci,ua, MeTaHon % MWH MWH
MWH %
C18, M3oKkpaTunyeckoe, 0:00 30 70 3,5—4,5 2,5—3,0 —
250 mm 1 eM3/MuH
20:00 30 70
C18, 250 mm | MpagmeHTHOE, 0:00 30 70 3,5—4,5 2,5—3,0 Mpoueaypa
1 cMm3/MuH co 100%-HeIM
4:00 30 70 MEeTaHOoNoM
obecneunsaet
6:00 0 100 OYUCTKY KOMOHKHK
10:00 0 100
14:00 30 70
C18,150 mm | pagueHTHOE, 0:00 50 50 8,0—9,0 5,0—6,0 —
3
0,5 oM™/ Mk 1500 | 50 50
20:00 0 100
45:00 0 100
50:00 0 100
C18,150 Mm | MpapuneHTHOE, 0:00 20 80 6,0—7,0 5,0—6,0 —
1 eM>/MuH
7:30 0 100
14:00 50 50
18:00 20 80
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OkoHYaHue mabnuupi B.1

Ipadouk
Konotka paﬁl%iﬁnﬂ Bpema Boaa WAMP;E ™ (BTﬁmir), Mpumeuarme
P ! ! MeTaHon,%
MWH %
C8,150 mm M3okpaTuueckoe, 0:00 50 50 3,5—4,5 2,5—3,0 —_
0,5 cM3/MuH
20:00 50 50
C8,250 mm M3okpaTuyeckoe, 0:00 30 70 3,5—4,5 —
1 cM3/MuH
10:00 30 70

* RT — BpeMmsi yaepXuBaHusi.

B.5.1.3 Y® perexkrupoBanue
Y® perektuposaHue TTAA NpoBOAAT Ha ANUHE BOMHbI 264 HM, COOTBETCTBYHIOLEN MAKCUMYMY MOTTOLLEHMNA (pUCy-
Hok B.1).

OnTtuyeckas MIoTHOCTb

0,90

(=]
[}
o
L

0,70

0,60

o
[¢.]
o
11111
-

0,40

0,30

0,20

| T T T I I T I
N

0,10

rrrrr [T rrrrrrf|rrryprrrj 1 rrrrrrrrrrrrrri
220,00 240,00 260,00 280,00 300,00 320,00 340,00 360,00 380,00
[nvHa BONHbI, HM
1 — Y®-cnektp BTA; 2 — Yd-cnektp TTAA
PucyHok B.1 — Y®-cnekTpel TTAA n BTA
B.5.2 Kanu6bpoeka

B.5.2.1 YcTaHaBnuMBatoT N1HeRHbIA AnanasoH ANs KOHKPETHOro Uenorb3yeMoro npubopa v BeiGpaHHoii npoLegyps
pasaeneHus. Metog fomkeH AaBaTb NUHERHBIA OTKIUK B uanasoHe KoHUeHTpauuid oT 5 go 500 mr/kr.
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B.5.2.2 MpoBeaeHne KanmbpoBKK

[OTOBSAT He MeHee NATU CTaHJapTHLIX pacTBopoB pasbaBneHnem ucxogHoro pacteopa (B.3.2.4.1) 6a3oBbIM HedTH-
HbIM MacroM. [Ans KaxAoi KanubpoBKU rOTOBAT CBEXMUE CTaHAapTHbIe pacTBOpbI.

OkcTparupytor 6a3oBoe Macno U Kaxablid cTaHgapTHeIW pacTBOp Mo Npoueaype, npueegeHHol B B.5.3.1. AHanus
NpPoBOASAT TPU pasa, He MeHee YeM [BYX KpaHWUX To4eK (MUHUMYMa U MakcuMyma).

CTposAT rpacnk 3aBUCUMOCTMW NMOLLaAN NNKa OT KOHLUEHTPaLWKU 1 paccYuTLIBaKOT NyULLYH KanMBpoBOYHYHO KPUBY!HO,
COOTBETCTBYHOLLYIO 3KCMEePUMEHTamMbHLIM TOYKaM, MO perpeccUoHHoi Mogenu (y = bx +m). KoadbduumeHT Koppenauum

m
6onee 0,99 cunTaloT NpuemnemelM. Ana cBOBOOAHOrO YneHa m AOMKHO BbINOMHATLCS HepaBeHCTBO F <1

KanuGpoBKy NpoBOASAT Kaxable 6 mec. CriegyeT Nepnoguyecku UCNbITbIBaTE KOHTPOIMBHLIN 0BpaseL, ¢ U3BeCTHOM
KOHLeHTpaLmei 4na npoBepku cTabunbHoCTU MeToAa.

B.5.3 AHanu3s

B.5.3.1 MpeaBaputenbHaa noagrotoBka obpasua ¢ nomouwbio SPE

C noMolLLblo BaKyyMHOW CUCTEMbI MefIEeHHO NPOMBIBAIOT cunukarenesblii kapTpuax SPE npubnusutensHo 5 em®
MeTaHoma, 3aTeM KOHAMLMOHUPYIOT ero npornyckaHweM npubnuantensHo 10 cM® neHTaHa.

BsselumBatoT nopyuto o6pasia maccont ot 0,5 go 2,0 r c TouHocTeto o 0,01 .

MpuMmedvaHue 1 — Macca obpasla 3aBUCUT OT Macckl copbeHTa kapTpuaxa. M3beiTodHas Macca o6pasua
neperpyxaeT copGeHT U BNUSET Ha MMHENHOCTL METOAa, 3aHUXas BepXHWii Npegen onpeensieMblX KOHLEHTpaLuii.

PasbasnstoT obpasel 10 cM® neHTaHa n NPOnycKatoT pacTBOp Yepes NpeABapUTENbHO NOArOTOBNEHHbIN KapTpUaX
CO CKOpOCTLIO He Gonee 3 M3/ MUH. YTUNU3NpYOT antoar.

MpoMbIBaloT KapTpUAXK 20 CM> CBEXEro MeHTaHa Co CKOPOCThIo He Gonee 3 cM3/MUH ANA yAaNeH!s HENONAPHLIX
coefuHeHU Macna, agcopbupoBaHHbIX cunukareneM. YTUNUsnpyoT antoar.

Cywat copbeHT nog BakyymMom oT 5 4o 10 MUH.

MeaneHHo NPOoMbIBaIOT KapTPWAX METAHOMOM (C NMOMOLLbIO BAKYYMHOW CUCTEMBI UNKU BPY4HYIO, C MOMOLLBIO LUNpU-
ua), cobupas nepeele 5,00 cmS antoata B MepHyto Konby.

MpumedvyaHune 2 — Obpasel MOXET ObiTb NOUPOBAH PasNUYHBIMWU PACTBOPUTENAMU, HanpuMmep Xxpoma-
Torpacmyeckoii NoABMXHON a3oid. MNpu ncnonb3oBaHUKM ankTepHATUBHOTO PacTBOPUTENS NPOBEPSIOT PacTBOPUMOCTb
B HeM TTAA.

MpumMmedaHnune 3—/ndyq0BNEeTBOPUTENLHOIO aHANUTUHECKOTO BbIAENEHNS MOTYT BbITh MCMONb30BaHbI pas3-
nn4Hble 06bembl pacTBopuTens (cM. B.6).

B.5.3.2 BOXX aHanus

TouHbIM LWNpULEM BBOAAT B BEXKX nopuyuto antoata, cobpaHHoro B koniby BMECTUMOCTLIO 5 cm3. O6beM BBOAMMON
npobbl 3aBUCUT OT YYBCTBUTENBHOCTU Nprvbopa U Macchl UCNBITYEMOro Macrna, 06bIMHO MCMoNb3YT NETNEBON 403aTop
BMecTMMocCTbH oT 10 go 100 MKn.

MpoBOAAT aHarn1a U perucTpUpyoT NroLyagb NuKa, COOTBETCTBYIOLLETO BPEMEHU yaepxnBaHus TTAA.

B.5.4 BbluncneHus

Tak kak norny4eHHas kanMbpoBoYHas KpuUBasi XapakTepusyeTcsi ypaBHeHUEM y = bx + m, cogepxanune TTAA, Mr/kr,
BbIYUCAAIOT MO opmyne

nnowaas nuka—m B.1)
s ; .

TTAA =

B.5.5 Otyer
YkasbiBatoT cofepxaHue TTAA B MunnurpamMmMax Ha KUrorpamm ¢ TOMHOCTHIO 10 TPEX 3HaYawmx umdp.

B.6 BbluucneHue Bblxoaa u3aBnevyeHus

B.6.1 Bbixog agcop6uum

MpoBepstoT BbIXod agcopbummn cunukarenesbix kapTpugxein SPE cnegyowum obpasom:

- NOAKNIOYaIT ABa KapTpuaxa nocrefoBaTeflbHO K BakyyMHOW cucteme;

- NpornycKarT cTaHgapTHLIA obpasel (200 mr/kr) Yepes oba kapTpuaxa B cooTBeTcTBMM ¢ B.5.3.1, a 3aTem kap-
TOWUAXM PasfensioT v Kaxablit 0TAENLHO anoupykoT 5 cM> MeTaHona;

- aHanuaupyrT fiBa obpasla W 3anucbiBaloT pesynbTaThl B BUAE Xq (KOHLEHTpauusa, ornpeaerneHHas B antoaTe
U3 BEpXHEro KapTpuaxa) U Xo (KOHLeHTpauus, onpeaenieHHas B artoare U3 HKHEro KapTpuaxa);

- yBexpatoTcs, YTo X <0,98.
X1+ Xo
B.6.2 Bbixoa antonpoBaHus
MpoBepsIoT BLIXOA 3IOUPOBaHWA cUrMKareneBbix KapTpugxei SPE cregytowum o6pasom:
- nponyckatoT cTaHgapTHeIi o6pa3sel (200 Mr/kr) Yepes kapTpua B cooTseTcTBMM ¢ B.5.3.1;
- 3MIOUPYIOT KapTPUAX arnuKBoToi MeTaHona o6beMoM 5 cM”, a 3aTeM BTOPOI anuKBoTOW MeTaHona Takke o6b-
eMoM 5 cM”,
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- aHanusupyloT oba obpaslja OTAeNbHO W 3anuchiBaloT pesynbTaThl B BUAE X; (KOHLEHTpaums, onpeaeneHHas

B NMEePBOM aMtoaTe) 1 X5 (KOHLEHTpaLus, onpeAeneHHas BO BTOPOM antoaTe);

- yBexpaaroTcs, YTo X1 0,98
Xt 2

B.7 MNpeunsnoHHoCTb
B.7.1 NMpeaen o6HapyxeHUs

B ycrioBusx HacTosiLLero cTaHgapTa oXuaaembli npegen obHapyxeHus — He MeHee 5 mr/kr. Kaxgasn naGoparopus

AOJIXXHa onpefennTb COBCTBEHHbIV npepen o6Hapy>Keva.

B.7.2 NoBTOpsieMoCTb

PacxoxgeHue Mexay pesynsratamu AByX NocrefoBaTerbHbIX onpefeneHnii, NMonyd4eHHbIMU OGHUM U TEM Xe one-
paTopoM Ha OAHOM 1 TOl Xe annapaType Npu NOCTOSHHLIX YCIOBUSIX UCTILITAHWS HA MAEHTUYMHOM UCTILITYEMOM MaTepuarne
B TeyeHue ANUTENbHOO BPeMEHU Npu HOpMaribHOM U NPaBUMLHOM NPOBEEeHNN UCTILITaHWA, MOXKET NpeBbILaTh 3Have-
HUS, NpVUBeJEeHHbIe B Tabnuue B.2 (BblpaxeHHbIe B NPOLEHTax OT CpefHeapngMeTUHecKoro 3Ha4eHus), TONLKO B OfHOM

cnyyae ns 20.

Tabnwuuya B.2—TloBTopseMocTb

KoHueHTpauma TTAA, Mr/kr

lMoBTOpAEeMocCTb 1, %

Lo 50 skntou.

10

Cs. 50

5

B.7.3 BocnpoussogumocTb

PacxoxgeHne Mexay ABYMS OTAerbHBIMU U HE3aBUCUMBLIMU pesyrisTatamm onpeaeneHnii, Nosy4eHHbIMU pasHLIMU
onepaTopamu, paboTaloLUMmu B pasHbix nabopaTopusix, Ha MAEHTUUHOM UCTILITYEMOM MaTepuarne B Te4eHue AnuTenb-
HOro BPEMEHW MPWU HOPMabHOM M MPaBUIILHOM NPOBEAEHNM UCTILITAHWUIA, MOXET NPeBbIWaTh 3HaUYEHUs, NpUBeAeHHbIe

B Tabnuue B.3 (BblpaXeHHbIe B NPOLEHTaX OT cpegHeapudMETUHECKOTO 3Ha4YeHUS), TONBKO B OAHOM cnyqae U3 20.

Tabnuuya B.3 —BocnponssoguMocTb

KoHueHTpauma TTAA, Mr/kr

BocnpoussoaumocTtb R, %

Ho 50 Bkntou.

15

Cs. 50

8
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MpunoxeHue C
(cnpaBouHoe)

OnpepeneHue aenpeccopHbIX NPUCA[OK, MOHMXKAKOLWMX TEMNEpaTypy 3acTbiBaHUA, C NOMOLLbLIO
renb-NpPOoHMUKaKLWen xpomartorpacdumu

C.1 BBegeHue

B HeKoTOpble 4OCTYNHbIE B npojaxe napaCbVIHOBbIe Macna Ana ynyydweHna nx HU3KoteMmnepaTtypHbIX CBOWCTB BBO-
AAT AenpecCcopHble Npucagkun, NoOHWXarLwue TeMnepaTypy 3acTbiBaHUA. B HacTosiLeM NpUnoXeHUn U3NoXeH MeTod Ka-
YeCTBEHHOro onpegeneHns aTux coeguHeHN.

C.2 OnucaHue metoaa

HenpeccopHble Npucaaku, NoHWXatoLWwue TeMnepaTypy 3acTbliBaHWsA, ABMNSAIOTCA NONIMMEPaMi C OTHOCUTENBHO Bbl-
COKOIN MONeKynspHoi Maccoil. C XMMUYECKO TOUKM 3PEHNUSA UX MOXHO pasfenuTb Ha fBe OCHOBHbIE Fpynnbl; Nonumera-
KpunaTtbl ¥ NonuHadTan Hbl.

lenb-npoHukaroLwas xpomaTtorpagpus (GPC) senseTes pasHoBUAHOCTbIO MeToaa BOXKX, B KOTOPON TUNWYHBIE KO-
NOHKM Ans BOXX, npuHumn paboTbl KOTOPbIX OCHOBaH Ha abcopbLun aHanMampyeMblx coeiUHEHUIA Ha TBEPAOM HOCUTe-
ne, 3aMeHeHbl Ha KOMOHKM, HanonHEHHbIE chepuieckuMi NoNMMEpPaMn ¢ TOYHO onpefeneHHbIMU pa3Mepamu nop. Korga
CMECh COefMHEeHUI C MOMeKynamMm pasHbIX pasmMepoB (PUNLTPYIOT Yepe3s Takue KONMOHKM, HeGonblune MONeKynbl NpoxXoasaT
Yepes BoMbLLOE KONUYECTBO KaHanbHbIX NMOp chepudecknx NoSIMMEPOB U NMOITOMY SIIOUPYIOT NOCHE CaMblX KPYNHbLIX MO-
NeKyn, KoTopble, eCrn UX pa3Mepbl OCTaTOMHO BEMUKM, MPOXOAAT Yepe3 MPOMEXYTKU MexXay cchepamu nonuMepa.

Mpw 3TOM AenpeccopHble NPUCaAKN, NOHWXKaloLLUe TeMNepaTypy 3acThiBaHUS B HEPTAHBIX M3ONALMUOHHBLIX Macnax,
SMOUPYIOT NEPBBIMU, XOPOLLO OTAENSSACH OT APYrMX KOMMOHEHTOB Macna.

C.3 PeakTuBbl U MaTepuanbl

McnonbaytoT criegytoLlue peakTuebl U Matepuarsi:

- BbICOKO3(P(PEKTUBHbLIN XUAKOCTHON XpomaTorpad (BOXKX),
ynsrpaduoneToBblil (YO) u pedpakrometpudeckuis (RI) aeTekTop;
- KOMOHKY Ans renb-NpoHuKatowe xpomarorpacpuu (GPC),
nabopaTopHyto nocyay;

TeTparngpodypat (THF).

C.4 NpoBeageHue ucnbiTaHuA

MoMeLLatoT COOTBETCTBYIOLLEE KONMYECTBO Macna B cTakaH, Hanpumep 100 mr, goGaenstot 10 om® cyxoro TeTparu-
fpodypaHa n TLaTenbLHO NnepemMeLLmnBsaloT.

Crabunusupytor cucteMy BOKX B cOOTBETCTBUM C pekOMEHAaLMsIMU NPOU3BOAUTENS, 0coBeHHo npu paboTe ¢ RI-
[leTeKTOpOM, KOoTopasl B 3HAYUTENBHOW CTENEHN 3aBUCUT OT HE3HAYUTENbHBLIX MU3MEHEHUIA KOMHATHOW TeMnepaTyphl.

CooTBeTcTBYIOWMM LUNPULIEM BBOAAT pacTeop Macna B THF B BOXKX, nonHocTbio 3anonHsas netneBoit go3atop
(5 CM3) 1 3anucbiBaloT XpoMaTorpammy.

MonuMeTakpunaTsl aHanu3upyoT ¢ NOMOLLLbIO pedpakTOMETPUYECKOro AETEKTOPA, B TO BpEMS Kak Ans onpegene-
HUS MONUHaPTaNnMHOB Nyylle NOAXOAUT yNbTPadNONeToBLIN AETEKTOP.

C.5 MpeuunsnoHHocTb

MpeLmnsnoHHOCTb HacTOSLLEro METOAA HE onpeaereHa.
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Mpunoxexnue JA
(cnpaBouHoe)

CBegeHUA 0 COOTBETCTBUM CCbUTOYHbIX MEXAYHAPOAHbIX CTaHOAPTOB HALMOHANbHbLIM CTaHAApTam
Poccuitickon ®egepaumnm (M eUCTBYHOLWUM B 3TOM KaUueCTBE MEXrocyaapCTBeHHbIM CTaHOapTam)

Tabnuya [OA1

0603HAYEHUE CCLITOUHOrO cTaHaapTa CTeneHb OBo3Ha4eHe U HauMeHoBaHWe COOTBETCTBYHOLLEro
Aap COOTBETCTBUA HalWOHanbHOro ctaHgapTa

M3K 60296 MOD FOCT P 54331—2011 (M3K 60296:2003) «>Kung-
KOCTW 4N5 NPUMEHEHMWS B 3NeKTpoTeXHUKe. Heuc-
nofb3oBaHHble HedTAHbIE M30NALUOHHBIE Macna
ANnA TpaHchopMaTopoB U BhIKMoHaTenen. TexHude-
CKue ycrioBusi»

M3K 60475 IDT FOCT P M3K 60475—2013 «30n8LUMOHHEIE XU KO-
ctu. OTbop npob»

NCO 5725 (Bce vacTm) MOD OCT P NCO 5725 (Bce vacTu)

sampling insulating liquids)

COOTBETCTBUA CTaHAapPTOB:

- IDT — ngeHTUYHble cTaHgapThl;
- MOD — mogudumumpoBaHHble cTaHAapTbl.

*ﬂeVICTByET M3K 60475:2011 MeTtog otbopa npob usondaumoHHsix xugkoctei (IEC 60475:2011, Method of

M punmMmedaHNne — B HaCTOHLLleVI Ta6n|/|qe ncnosfib3oBaHbl cnejyrouime ycnoBHble 0003Ha4YeHUA cTeneHu
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