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MNpepgnucnoBne

Llenn, oCcHOBHble MPUHLUUNLI 1 06LWMe npasuna NpoBefeHUs paboT No MeXrocyAapCTBEHHOW cTaHgap-
Tn3auunm yctaHosneHol TOCT 1.0 «MexrocygapcrBeHHaa cucrema craHgaptnsaunm. OCHOBHbIE MOJTOXEHNA»
n rOCT 1.2 «MexrocygapcTBeHHaa cucrema craHgaptusaunn. CtaHgapTbl MeXrocygapcTBeHHble, npasuna
N peKkomeHAauum no MexrocyfgapCcTBeHHOW cTaHgapTusauun. MNpasuna pa3paboTkn, NPUHATASA, 0OHOBIEHUSA
N OTMEHBbI»

CBefeHusa o ctaHpapTe

1 NOArOTOBJ/IEH MexrocyAapCTBEHHbIM TEXHUYECKMM KOMUTETOM no cTaHgapTtu3aumm MTK 31 «Hed-
TAHbIe TON/IMBA U CMa304Hble maTtepuasbl», OTKPbITbIM aKLMOHEPHbLIM 06WEeCTBOM «BCcepoCcCUincknii HayuyHo-
nuccrnefoBaTeNbCKUii MHCTUTYT No nepepaboTke HedpTu» (OAO «BHUW HIM») Ha ocHOBe COGCTBEHHOrO nepe-
BOJA Ha PYCCKMIA A3blK aHrN0A3bIYHOW BEpcUM cTaHfapTa, yKa3saHHOro B MyHKTe 5

2 BHECEH ®egepaibHbIM areHTCTBOM MO TEXHUYECKOMY PerympoBaHuio 1 MeTpoaornm

3 MPUHAT MexrocygapCcTBeHHbIM COBETOM MO cTaHAapTusauum, metposnorum u ceptudukaumm (npo-
TOKON OT 22 Hos6psA 2016 1. Ne 93-I)
3a NpuHATME NpPOrosocoBanu:

KpaTKoe HanMmeHoBaHue CTpaHbl KO,CI, CTpaHbl no MK COKpaLLI,eHHoe HauMmeHoBaHMe HaluMOoHasIbHOro opraHa
no MK(MCO 3166)004—97 (NCO 3166) 004—97 no crtaHgapTusaymm
ApmeHusa AM MuHakoHOMYKM Pecnybnvkn ApmeHust
Benapycb BY loccTraHgapT Pecnybnvkn Benapycb
py3ua GE py3cTaHaapT
Knprusna KG KblpreisctaHgapT
Poccus RU PocctaHpapt

4 Tpukasom depepasibHOro areHTCTBa MO TEXHUYECKOMY perysimpoBaHuio M MeTposiormm oT 28 maprta
2017 r. Ne 199-cT mexrocygapCTBeHHbIn cTtaHgapT FOCT 33900—2016 BBefeH B AelicTBME B KayecTBE Ha-
LMoHanbHOro craHgapta Poccuiickoii ®epepauunm ¢ 1 nonsa 2018 r.

5 Hactosawmwmii ctaHgapt ngeHtnyed ASTM D 5599— 15 «CTaHAapTHbI MeTog onpegeneHuns okcureHa-
TOB B 6€H3MHEe MeToAO0M ra3oBoli xpomartorpaduein ¢ KNUCIOpPOA-CeNeKTUBHbIM AeTEeKTMPOBaHNEM Ha NiaMeH-
HO-MOHM3aUMOHHOM geTekTope» («Standard test method for determination of oxygenates in gasoline by gas
chromatography and oxygen selective flame ionization detection», IDT).

CTtaHpgapT paspaboTtaH nogkommtetom D02.04.0L «MeToabl ra3oBoit xpomatorpagpumn» TEXHUYECKOTo KO-
muteta ASTM D02 «HedTenpoayKTbl 1 CMa30UHble MaTtepuasbl».

HanmeHoBaHWe HacToAlWero ctaHjapTa U3MeHeHo OTHOCUTENIbHO HaUMeHOBaHWs yKkasaHHOro ctaHgap-
Ta ASTM ana npuBeneHus B cootBeTcTBue ¢ TOCT 1.5 (nogpasgen 3.6).

Mpn NpUMeHeHWn HacToALWero cTaHgapTa peKkoMeHAyeTCs UCNob30BaTb BMECTO CCbIJIOYHbIX CTaHaap-
ToB ASTM COOTBETCTBYIOLLME MEXrocyAapCTBEeHHble CTaHAapThl, CBEAEHNA O KOTOPbLIX NpuBeAeHbl B A0MN0N-
HUTE/IbHOM NpuioxeHun JA

6 BBEAEH BIEPBbIE

7 MEPEN3AAHWE. Anpens 2019 r.
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NHopMaumna o BBeeHUN B AeicTBMe (NpekpaweHun gelicTBuUs) HaCTOSIWEro cTaHgapTa 1 uame-
HEHUI K HEMY HAa TEeppuTOPUM YKa3aHHbIX Bbllle FocyfapcTB Nyb6/nMKyeTCs B yKkazaTensax HaunoHasbHbIX
CTaHfapTOB, M3gaBaemMblX B 3TUX rocyjapcTBax, a Takke B ceTu VIHTepHeT Ha caliTax coOOTBeTCTBY-
LW MUX HaLMOHaIbHbIX OPraHoB Mo cTaHAapTu3ayuu.

B cnyyae nepecmoTpa, U3MEHEHUS NN OTMEHbI HACTOALWEro cTaHgapTa cooTBeTCTBYyKLWasa UH-
¢dopmaymsa 6ygeT onyb6smMKoBaHa Ha opuuManbHOM MHTEPHeT-caiiTe MexrocygapcTBEHHOrO coBeTa no
cTaHjapTu3auum, MeTponorun n ceprTudukaumm B KaTanore «MexrocygapcTBeEHHble CTaHgap T hbi»

© CTaHpapTuHgopMm, odpopmaeHne, 2017, 2019

B Poccuiickoii ®epepalun HacToswWwmii cTaHAAPT HE MOXET 6biTb MOJIHOCTLH WAN
YacTMYHO BOCNPOM3BEAEH, TUPAXMPOBAH U pacnpocTpaHeH B KayecTBe oguuLManbHOro
usgaHva 6e3 paspeweHns deaepasnibHOro areHTCTBa N0 TEXHUUYECKOMY PeryimpoBaHuto
U MeTposioruu
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M E X IO CVY 4 APCTBEHH bl W C T A HOAUPT

BEH3WVH

OnpepeneHne cogepXXaHna oKCUreHaTtoB MeToAoM rasoBow xpomaTorpachVl
C Ce/IEKTUBHbIM OeTeKTupoBaHMemM Mno Kncsopoany njiaMeHHO-MOHU3aUMOHHbIM OETEKTOPOM

Gasoline. Determination of oxygenates content by gas chromatography method with oxygen selective
flame ionization detection

Jata BBegeHna — 2018—07—01

1 O6nacTtb NpUMeEHeHns

1.1 HacTtoswwuini cTaHAapT ycTaHaBMMBAET onpefesieHne coAepXaHusi OpraHuyeckux Kucnopogcopnep-
Xaumx coefuHeHunii (c TemnepaTypoit kuneHus He Bbiwe 130 °C) B 6eH3MHEe C TeMNepaTypoii KoHLa KMNeHus
He Bbiwe 220 °C meToAOM ra3oBoli xpomaTtorpagum. Metog MOXHO NPUMEHATb MPU COA4EepPXaHUM opraHmye-
CKMX KMC/IOpPOAcCOAEepXalnx coeamHeHnii (okcureHatos) ot 0,1 % macc, ao 20 % macc.

1.2 HacToswwmini cTaHgapT npegHasHauvyeH A5 onpejesieHus cogepxaHusa (% macc.) Kaxnoro okcure-
HaTa, NPUCYTCTBylOUWeEro B 6eH3nHe. [nA KanmbpoBku TpebyeTcs naeHTUPUKaALMS Kaxgoro onpegensemo-
ro okcureHata. OfgHako MCNOJb3YEMbIA B HACTOAWEM MeToAe WCMbITaHUSA KUC/IOPOA-CENEeKTUBHBLIN feTek-
Top obecneuynBaeT OTKIWK, MPOMNOPUMOHAaNbHLIA Macce kucnopoga. CriegoBaTesibHO, MOXHO OnNpefenuTb
cogepxaHue (% macc.) kuciopoga B N060M KMcnopoAacofepxalem coefMHeHUn B obpasuye, He3aBUCUMMO
OT ero naeHTugukauymn. Obuiee cogepxaHue kKucnopoga B 6€H3MHE MOXHO ONpeaesnTb MO CyMMeE TOYHO
onpeaeneHHbIX UHANBUAYaNbHbIX KAC/TIOPOACOAEPXALWMX coeanHeHnA. CyMMapHy nnowagb HenageHTudgu-
LMPOBAHHbLIX WAW HEW3BECTHbIX KUC/IOPOACOAEPXALLNX COefMHEHUI MOXHO npeobpa3oBaTb B cofepxaHue
(% macc.) kucnopoga U CyMMUpOBaThb C COA4EPXaHNEM KMUCIOPOAa B NU3BECTHbIX KNCIOPOACOAepXalnx coenu-
HEHUSAX.

1.3 3HaueHus, yctaHoBNEeHHble B eguHuuax CU, cuutaloT cTaHgapTHeiMU. B HacToswem ctaHpapTe He
UCMOMb3YKTCA ApYyrMe eAuHULbI N3MEPEHUS.

1.4 B HacTosAWEM CTaHgapTe He NpeAyCMOTPEHO pacCMOTPEHUE BCEX BOMPOCOB obecneyeHuns 6esonac-
HOCTKW, CBA3aHHbLIX C €ro ucnosb3oBaHneM. MNonb3oBatenb cTaHfapTa HeceT OTBETCTBEHHOCTb 3a obecneye-
HMEe COOTBETCTBYKLMX Mep 6e30NacHOCTU U OXpaHbl 34,0pOBbSA U onpefenseT LenecoobpasHOCTb NpUMeHe-
HUS1 3aKOHOZaTe IbHbIX OFpaHWYeHNn nepeg ero MCnosib30BaHNEM.

2 HopmaTunBHbIE CCbI/IKM
B HacTtodwem CTtaHAaapTe UCNOoJZib30BaHbl HOPpMaAaTMBHLIE CCbIJZIKM Ha cneagywumne ctaHoapTbl:

2.1 CraHpgapTbl ASTMI)

ASTM D 1744, Test method for determination of water in liquid petroleum products by Karl Fischer
reagent (Metog onpefeneHnsa Bogpl BXNUAKMX HeDTENPOAYKTax Cc UCNosib3oBaHneM peaktusa Kapna ®uwepa)

ASTM D 4057, Practice for manual sampling of petroleum and petroleum products (MpakTuka py4HoOro
oTtbopa npob6 HedT U HedpTENPOAYKTOB)

1) YTOYHWUTb CCbIIKM Ha cTaHfapTbl ASTM MoxHO Ha caiite ASTM www.astm.org uim B CryXx6e noafepxku Kiu-
eHToB ASTM: service@astm.org. B nHhopMaUmyoHHOM TOMe eXerogHoro c6opHuka ctaHgaptoB (Annual Book of ASTM
Standards) cnegyet obpalaTbCsa K CBOAKE CTaHOAAPTOB €XerogHoro c6opHMka CTaHA4apToB Ha CTpaHuue caiita.

M3pgaHve ochmumnanbHoe
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ASTM D 4175, Terminology relating to petroleum, petroleum products, and lubricants (TepMmuHonorua no
HetpT, HEpTENPOAYKTAM U CMA304HbIM MaTepuasam)

ASTM D 4307, Practice for preparation of liquid blends for use as analytical standards (MpakTuka nog-
FOTOBKM XWUAKUX CMecel AN UCNO/b30BaHMA B KAYeCTBe aHa/IMTUUYECKMX CTaHAapToB)

ASTM E 594, Practice for testing flame ionization detectors used in gas or supercritical fluid chromatography
(MpakTvka NpoBEpPKN NAAMEHHO-UOHW3ALNOHHbIX AEeTEKTOPOB, UCMOMb3yEeMbIX B ra30BOW WAW CBEpPXKpUTUYe-
CKOIi XXUAKOCTHOI xpomartorpadum)

ASTM E 1064, Test method for water in organic liquids by coulometric Karl Fischer titration (MeTopg onpe-
JeneHna BoAbl B OpraHnyeckux XnUAKOCTAX KyJIOHOMeTpuyeckum TutposaHnem no Kapny dwuwepy)

ASTM E 1510, Practice for installing fused silica open tubular capillary columns in gas chromatographs
(MpakTrka ycTaHOBKN OTKPbITbIX KanuaasapHbIX KOTOHOK U3 NA1aBMeHOro KBapua B ra3oBble xpomaTorpadbl)

3 TepMUHbI 1 onpefeneHvs

B HacTosweM cTaHhapTe NPUMEHEHbI cneayrolime TeEPMUHbI C COOTBETCTBYHOLWMUMU onNpeaeneHnsamMmu:

3.1 He3aBuUCUMble cTaHAapTHble obpa3ubl (independent reference standards): Kann6poBoyHbie 06-
pasubl OKCUreHaToB, KOTOpble NpuobGpeTarT UM FrOTOBAT HE3aBUCMMO OT CTaHAapTHbIX 06pa3L0B KOHTPOS
KayecTBa M UCNO/b3YIT A/ OLEHKN BHYTPUIabopaTopHO TOUHOCTHU.

3.2 okcureHat (oxygenate): Kucnopoacogepxaliee coefuHeHne, HanpuMmep cnupT uam agup, Kotopoe
MOXHO MCMO/Ib30BaTh B KA4YecTBe TOM/AUBA WU NpuUcagKkui K TOMIUBY.

3.3 cTaHAgapTHble 06pa3ubl KOHTpoOAs kKadecTtBa (quality control check standards): KannbpoBouHble
o6pasubl OKCUTEHATOB A/151 OLEHKW BHYTPMIa6bopaTOpPHOW NOBTOPSEMOCTMU.

4 CyuwHoCcTb MeToga

4.1 BHYTpPEHHU cTaHAapT OKCUreHaTa, KOTOpPbIA He OKa3blBAaeT B/AUSHME Ha onpefesieHue, Hanpumep
1,2-gumMeToKcnaTaH (AUMEeTUOBbIA 3up 3TUNEHIINKONASA), A006aBASAKOT B KOIMYECTBEHHOW Mponopuun K 06-
pasyuy 6eH3uHa. MNMpeacTaBUTENbHYO aMKBOTY 06pasua ¢ BHYTPEHHUM CTaHAapTOM BBOAAT B ra3oBblii XpoMa-
Torpach, OCHaleHHbIR KanuNAsapPHOM KOMIOHKONM, KoTopas o6ecneynBaeT pasgesieHne OKCMreHaToB. Yr1eBogo-
poAbl N OKCUTEHATbI 3/TIOUPYHOT U3 KOSIOHKU, HO KUCNOPOA-CENEKTUBHbINA NIaMEHHO-MOHN3AUMNOHHbIN AeTekTop
(OFID) peTtekTupyeT TO/IbKO OKcureHatbl. OnucaHve getekropa npuBefeHo B pasgene 6.

4.2 na onpegeneHns 3Ha4YeHUn BpeEMEHU YAEPXKMUBAHNA U OTHOCUTE/bHbIX MACCOBbLIX KO3 ULUEHTOB
OTK/INKA aHa/IM3MPyeMbIX OKCUTEHATOB UCMOMb3YT KannbpoBoUHble cMecu. PekoMeHagyeMble KanmbpoBou-
Hble MaTtepuarsbl ykasaHbl B 8.2.

4.3 Tnowaab nNMka KaXAoro okcureHata B 6eH3VMHe onpenensaAioT OTHOCUTENbHO MAoWaan nuka BHYT-
peHHero ctaHgapTa. CoaepXaHne KaXAoro okCureHaTa BbIYMC/ISIOT N0 AAaHHbIM KannbpoOBKM KaX4oro okcure-
HaTa C MOMOLbI KBaApaTU4YHO annpokcuMauun MeToLOM HaMMEeHbLIMX KBagpaToB.

MpumeyaHne 1— YCTaHOBNEHO, YTO B KayeCTBe BHYTPEHHEro cTtaHgapta MOXHO ucnosb3oBaTb 1,2-anmve-
TOKCM3TaH. MOXHO UCMONb30BaTh APYrne OKCUreHatbl Mpy YC/I0BUMKM, YTO OHW OTCYTCTBYIOT B 06pasue M He oKasblBaloT
B/NSIHWE Ha Ntoboe onpegensemMoe coefyHeHe.

5 HazHayeHVre v nprMeHeHne

5.1 B cmelwlaHHOM 6eH3MHe BaXHbIM SIBASIETCA OnpejesieHne OpraHu4yeckux KMUC/opoLCcoAepXalinx co-
efuHeHuli. CnmpTel, ahUpbl U ApyrMe OKCcUreHaTbl A06aBNSAT B GEH3MH A/ NOBbILEHUA OKTAHOBOTO 4ucna
M CHUXEHMA BbIBPOCOB OKMCK yrnepoga. MIx cnepgyeT fo6aBnATb B COOTBETCTBYHOLMX KOHLEHTPALUSX U CO-
OTHOLUEHMAX A9 COOTBETCTBUSA HOPMATWBHLIM OrpaHUYEeHUsAM W NpefoTBpaleHns ha3oBOro pasgeneHns u
npo6nem, CBA3aHHbIX C paboToil MM apheKTMBHOCTLIO ABUraTens.

5.2 HacTosiwunii meton obecneynBaeT fOCTATOUYHYH CEMIEKTUBHOCTb UM YYBCTBUTE/ILHOCTL A8 onpeje-
NeHNs1 OKcureHaToB B o6pa3uax 6eH3nHa 6e3 BAUSHWUA Ha onpejesieHne yrneBo40pPOAHON MaTpuLbl.

6 MpuHUMN paboTbl KNCMTOPOA-CENEKTUBHOIO njiaMmeHHO-MOHNU3aLMOHHOIO
petektopa (OFID)

6.1 Cuctema ceneKkTMBHOrO AeTeKTUPOBaHNS OPraHMYeckoro KMcaopoga cocTONT U3 peakTopa KpekuHra,
peakTopa rmaporeHusauymm (MeTaHaiizepa) M niaMeHHO-MOHU3aUMoHHOro geTektopa (FID). Peaktop KpekuH-
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ra, ycTaHaBnMBaeMblii B CUCTEMY HENOCPELCTBEHHO NOC/Ne razoxpomaTtorpauyeckoin KanunnsapHoi KOMOHKH,
COCTOUT U3 nnatnHo-poaneBon (Pt/Rh) kannnnspHoi Tpybku. M3 kncnopoacogepxauimx coeguHeHmnin obpasy-
eTcs okucb yrnepoga (CO) B COOTBETCTBUM C peakuunei

CxHy°z -* zCO + (Y/2)H2 + (x - z)C. 1)

6.2 Ha nnatnHo-poaneBOi TpyOGKe peakTopa KpekmHra obpasyeTcss M36bITOYHbIA CAOA caxu npu BBe-
JeHun yrnesoaoponoB v3 obpasua u/unm r3 AONOSHUTENbHOM CUCTEMbl BBOAA YI/1€BOAOPOAOB (Hanpumep,
neHTaHa WaM rekcaHa) B 3aBUCMMOCTU OT €ro KOHCTPyKuuu. C/oi caxum cnocob6CTBYyeT peakuun KpekuHra u
nofasnseT OTKAWK yrieBogopoaa.

6.3 B peaktope ruaporeHmsauuy obpasyollascs OKUCb yriepoga npeBpaliaeTcs B MeTaH Mo peakyuu

CO +3H2 CH4+ H20. )

3atem CH4 geTekTnpyeTcsa naaMeHHO-MoHM3auuoHHbIM getektopom (FID).

6.4 Peaktop rmgporeHmnsaunn (MeTaHansep) COCTOUT M3 KOPOTKOW, OTKPbITOW, CTEKNAHHON KanuanspHown
Tpy6kn (PLOT), NOKpbITOM NOPUCTbIM CMOEM OKCMAA antoMUHUSA C aAcopbupoBaHHbIM HUKENEBbIM KaTannia-
TOPOM, WM TPYOKM M3 HepXaBerLein cTanu, cogepxalleil katanns3aTtop Ha OCHOBe HuKens. B 3aBucumoctu
OT n3rotoBuTensa npubopa ero ycTaHaB/MBaKT B N1aMEHHO-NOHMU3ALWOHHBIV OeTeKTOp WU nepej HUM, OH
paboTaeT B gManasoHe ot 350 °C go 450 °C.

MpumeyaHune 2— BEH3NHbI C BLICOKUM COAEpXaHUEeM Cepbl MOTYT Bbi3blBAaTb MOTEPID UYYBCTBUTENILHOCTU Ae-
TEKTOpa, OrpaHnuMBasl TeM CamMbIM KOJIMUECTBO aHa/IM3MpyeMbiX 06pasLioB Ge3 3aMeHbl KatasimsaTopa.

7 Annapatypa

7.1 Ta3oBbI xpomaTorpad
MOXHO ncnonb3oBaTh NGO ra3oBblli xpomaTtorpadg, MMelLWWi cneyowme XxapakTepucTukn:

7.1.1 YCTpPONCTBO NMpOrpaMmMunpoBaHuns TemnepaTypbl KOJTOHKU

Xpomatorpad gosmkeH o6ecneymBaTb BOCNPOM3BOAMMOE SIMHEHOE NporpaMmMuMpoBaHme TemnepaTypbl
B AnanasoHe, o6ecneynBaioLLeM pasfefieHne aHan3npyeMblX KOMIOHEHTOB.

7.1.2 Cuctema BBOAa npobbl

Niobaa cuctema, obecneumBatuwas Beog oT 0,1 go 1,0 mkn npeacTaBUTENbHOMW XMAKOW MNpob6bl B
JennTenb NOTOKa rasoBoro xpomartorpadga. MoXHO UCMOAb30BaTb MUKPOLUNPULbI, aBTOCAMMNJ/IEPbl U KPaHbl-
[o3aTopbl. YCTpOKCTBO ANA BBOAA Mpob6 C AefieHMeM MoToka AO0/HKHO ob6ecneunBatb TOYHOE peryaupoBaHue
COOTHOLWEHMA aeneHnsa B gnanasoHe ot 10:1 go 500:1.

7.1.3 PerynnpoBaHune notoka rasa-HocuTensa n eTeKTOPHOro rasa

MOCTOSAHHbIA KOHTPO/Ib NOTOKA rasa-HoCUTENA M OEeTEeKTOPHOro rasa ABAAeTCA BaXHbIM (DakTOpPoOM A/1A
[OCTMXEHUA ONTUMAsIbHbLIX U JOCTOBEPHBLIX aHA/IMTUYECKUX XapaKTepucTuk. [lna KOHTPONA UCNOMb3ylT pe-
rynaTopbl faBfIEHUSA W OrPaHUYUTENU (PUKCUPOBAHHOTO MoToka. CKOPOCTb MOTOKa rasa U3MepsalT NoobIMy
COOTBETCTBYOLWMMY cpefcTBamu. [laBneHne nogayv rasa B rasoBblil XpomaTtorpad AO/KHO OblTb He MeHee
yeM Ha 70 kMa (10 psig) BbiWe 3a4aHHOr0 AaBfieHNs rasa B npubope ANA KOMMNeHcaunn NpoTMBOAAB/IEHNS B
cucteme. Kak npasunio, B cucteMme nojgayun pocratovyHo gasneHue 550 klMa (50 psig).

7.2 Cuctema Knucnopopa-cenieKTUBHOro naameHHo-noHusaumoHHoro getektopa (OFID) cocTtouT m3 pe-
aKTopa KpekuHra, meTtaHalizepa W nnaMeHHO-WOHM3aUMOHHOro getektopa. Cxema Tunosol cuctembl OFID
nokasaHa Ha puUCyHKe 1.

7.2.1 [leTekTop Ao/HKeH obecneynBaTb TUMOBbIE XapaKkTepUCTUKK, NnpuBegeHHble BASTM E 594 (tabnu-
ua 1), npn pa6oTe B HOPMasIbHOM pPEXVMe B COOTBETCTBUM C PEKOMEHAaunAaMu M3rotoBuTesns.

7.2.2 feTekTOop AO/MKEH obecneunBaTb crnefylolne xapakTepucTuku:

a) NMHEeNHOCTb, paBHy nan 6onee yem 103;

b) YyBCTBMTENbLHOCTbL NO KMciopoay He 6onee 100 ppm no macce (1 Hr O/s);

C) CeNeKTUBHOCTb MO Kucsopoacogepxawmm coeguHeHnsam Ha 106 Bbilwe CeNnekTUBHOCTU MO Yr/ieBofo-
poAdawm;

d) oTcyTcTBME NoMeX OT COBMECTHO aftoupylownx coeguHennin npu ssoge ot 0,1 go 1,0 mkn npo6sl;

€) 3KBMMOAPHbIA OTK/WK NO KUC/IOPOAY.
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1— kanunnspHas KonoHka; 2 — nogava rasa-Hocutensi +H2+nC5; 3 — BBog Npobbl; 4 — peakTop KpekuHra; 5 — meTaHalizep;
6 — naaMeHHO-MOHM3aLMOHHbI AeTeKTop ; 7 — 3neKTpoMeTp; 8 — mojaya Bo3gyxa; 9 — mojadya BOAOpoga

PucyHok 1— Cxema KMCNOopOo/-CEeNeKTUBHOIO NaMeHHO-MoHU3aLUMoHHoro aeTtektopa (OFID)

7.3 KonoHka

Mcnonb3yloT OTKPbITYIO KanuasipHY KOJTOHKY U3 NjaBfeHoro keapua A/MHON 60 M, BHYTPEHHUM Auna-
MeTpom 0,25 MM, coaepxallyr C/oii MPUBUTON XUAKON hasbl MeTusicunokcaHa TonuwmHon 1,0 MkM. MOXHO
MCnosib30BaTb PaBHOLLEHHbIE KOJIOHKM, KOTOPble o6ecneynBaloT pasjesieHne BCexX aHa/lu3npyemMblX OKCUTeHa-
TOB.

7.4 WHTerpartop

Mcnonb3yloT 3/71eKTPOHHOE MHTerpupytolLee yCTPOMNCTBO WMAM KOMMNbOTEP. YCTPONCTBO M NporpaMmHoOe
obecneyeHne AO/MKHbI UMETb Cneayolme PyHKLNK:

7.4.1 Tpadhumyeckoe npepcraB/ieHne xpoMmaTorpammebl.

7.4.2 LUngpoBoe oTobpaxeHue nnowanein xpomatorpayecknx nmkos.

7.4.3 NpeHTunkaymsa nnuKoB no BpeMeHU yaepXUBaHUA.

7.4.4 BbluncneHne n ncnosib3oBaHne KoaghuuUMEHTOB OTKIMKA.

7.4.5 BbluncneHve BHYTPeHHero ctaHgaprta v npejcras/ieHne gaHHbIX.

8 PeakTmBbl N MaTepuasibl

8.1 YwucTtoTa peakTuBOB

CnepyeT UCnonb30BaTh peakTUBbl KBanudukauum 4. 4. a. Ecnu HeT ApYyrux ykasaHWil, Bce peakTuBbl
[LOJXHbI COOTBETCTBOBATbH TpeGoBaHUsIM crneuundukayuii Kommuccun no aHanuTUYecKMM peakTmBam AMepwu-
KaHCKOro Xxmmuyeckoro obujectsal). MoXHO MCNO/b30BaTh PeakTUBbI APYroil KBanugukaLmm, ecim ycTaHoB-
JIEHO, UTO YMCTOTA peakTMBa HE CHUXAeT TOYHOCTU onpefeneHus.

1) Reagent Chemicals, American Chemical Society Specifications, American Chemical Society , Washington, D.C.
(Xnmunyeckue peaktvBbl. Cneyumdmkaums AMeprMKaHCKOro XMMmMyeckoro obuiectsa, BawmHrToH, okpyr Konymbéus). MNpeg-
NOXEHUs1 MO MpPOBEpPKe peaTuBOB, HE BK/IYEHHbIX B NepeyHn AMEPMKAHCKOTO XMMUYeckoro obuiectBa — cM. Analar
Standards for Laboratory Chemicals, BDH Ltd, Poole, Dorset, U.K. (Uuctble 06pasupl /15 1abopaTopHbIX XMMMKATOB), a
Tawke the United States Pharmacopeia and National Formulary, U.S. Pharmacopeia Convention, Inc. (USPC), Rocville,
MD. (Papmakones CLUA n HauMOHasIbHbIV hapMako1orMyeckunii CnpaBoYHKK).

4
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8.2 Kannb6poBo4yHble mMaTepuanbl

Ona kannbpoBkM [eTekTopa MOXHO MWCNoMb30BaTb Ccriefyluwme COoefMHEHWS: MeTaHos, 3TaHof,
H-MponaHos, wn3onponaHon, H-6yTaHon, mpem-6yTaHon, BTOp-byTaHon, n306yTaHon, TpeT-neHTaHon,
MeTUn-TpeT-6yTunnoBbin acup (MTBE), TpeT-amunmetunoBblidi acdup (TAME), aTun-tpet-6yTU/I0BbIN
achup (ETBE), aumsonponunosbiit acoup (DIPE) (MpepgynpexaeHne — 3T matepuasbl SBAAKTCSA /IETKOBOC-
nNaMeHsALWUMNUCA U MOTYT ObiTb BPeAHbl UKW CMepPTesibHbl NPW NporaaTbiBaHuW, BAbIXaHuu unn aécopbumm
yepes Koxy).

8.3 BHYTpeHHUIi cTaHaapT

Mcnonb3yloT 04HO M3 cOoefuHEeHUii, yka3aHHbIX B 8.2, KOTOpoe OTCyTCcTByeT B o6pasue. Ecnm npegno-
flaraloT, YTo BCe maTepuasibl, NpuBeAeHHble B 8.2, NPUCYTCTBYIOT B UCMbITYEMOM o6Gpasue, TO WUCMO/b3YT
LPYroii opraHM4Yeckuii oKkcureHaT BbICOKOTO Kjiacca YMCTOTbl, KOTOPbIi MOXHO OTAENNTb OT BCEX APYrMX npu-
CYTCTBYIOLUMX OKCUreHaToB (Hanpumep, 1,2-4MMETOKCUITaH).

8.4 Ycunutenb pasnoxeHua yrnesogoponoB (Dopant)

Ecnu npegycMoTpeHo KOHcTpykyueli OFID, To B KauecTBe yrieBogopoaHONn AobaBku gna peakropa Kpe-
KMHra Mcnosib3ylT neHTaH kBanudukauum X. J. (MpepynpexaeHne — leHTaH ABAsSeTCA NerkoBocniameHs-
IOLLMMCS U BpeAHbIM NpU BAbIXaHWUN).

8.5 Na3bl, CNONb3yeMble B 060pya0BaHNMN

a3bl, NnogaBaemMblie B ra3oBblli XxpomaTtorpadg v getekTop:

8.5.1 Hynesoli Bo3ayx (MpepgynpexgeHne — CxaTblli BO34YX ABMASIETCHA ra3oM Mo BbICOKUM faB/1€HU-
eM, NoAAepXUBaKLWuM ropeHme).

8.5.2 Bogopog knacca 4YncTblil, YyacToTon He meHee 99,9 % mon. (MpegynpexaeHne — Bogopog ABns-
eTCs N1erkoBoCn/IaMeHsAWMMCSA ra3om Mo BbICOKUM faBfieHUeM).

8.5.3 Nennin nnmn asoT B KAYecTBe rasa-HoOCUTENS KOJIOHKU YNCTOTOl He MeHee 99,995 % mon. nam cmechb
n3 95 % renva n 5 % Bogopoaa B 3aBUCMMOCTU OT KOHCTpyKUuun npubopa (MpeaynpexaeHne — renuvin n asot
ABNATCA CXKaTbIMWU rasaMu Mof BbICOKUM AaBfieHUEM).

8.5.4 PekomMmeHAyeTcs [OMOMHUTENbHAA O4YUCTKa rasa-HocuTens, Bo3dyxa W Bogopopa. Onsa ypane-
HUS BOAbl, KMC/opo4a W yrneBofopOAOB U3 ra3oB MCMNO/b3YKT MOJIEKY/ISPHbIE cuTa, ApaliepuT (6e3BOAHLIN
CaS04), akTMBMPOBaHHbIN Yyrosib 1 Apyrne cOOTBETCTBYHLLNE peareHThbl.

8.6 KoHTeliHep onga obpasua

[na npurotoBnieHnss KaAMGpPOBOYHOIO CTaHAapTHOro obpasua 1 obpasua 4s1a aHanm3a UCNob3ylT cTe-
KNSHHbIE BUasbl C 06XMMHbBIMW WUIN BUHTOBbLIMMW KPbIWKaMy C CaAMOYNIOTHAKWNMUCA Pe3NHOBbIMU MeMbpa-
Hamu ¢ nonuteTpadTopaTUIeHoBbIM (PTFE) nokpbiTueMm.

9 lMNoaroToBka annapaTtypbl

9.1 XpomaTtorpag 1 KUCNOpPOA-CENEKTUBHbIN NSIaMEHHO-UOHN3aLMOHHbIN geTekTop (OFID)

Mpubop n getekTop roToBAT K paboTe B COOTBETCTBUM C MHCTPYKLMAMMN M3rOTOBUTENA. YCTaHaBInBawT
KanunnsapHyw KOMOHKY B cooTBeTcTBMM ¢ ASTM E 1510. Perynupytot paboume ycnosus gns obecnevyeHus
pasgeneHus Bcex aHa/n3npyemblx OKcureHaToB. B Tabnuue 1 npuBefeHbl TUMNOBbIE YCNOBUSA NPU UCNONb30-
BaHMN KOMIOHKN, YKa3aHHOW B 7.3.

Ta6nuya 1— Tunosble paboune ycrosus

[MokasaTesnb Ycnosus
TemnepaTtypa, °C
VHxekTop 250

Konoxka 50 °C (Bblgepxka 10 MVH), NOBbIWEHNE A0 TemnepaTypbl
250 °C co ckopocTbto 8 °C/MuH
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OkoHuaHve Tabnuupl 1
Mokasarenb Ycnosusa
Temnepartypa, °C
MeTaHaii3ep getektopa 350 — 450
PeakTop KpekuHra 850— 1300

CKOpoCTb noToka, MA/MUH

["a3-HocuTe/Ib KOJTOHKU 1

[eTekTopHble rasbl Bosayx — 300
Bogopog — 30

BcnomoratesnbHblii ras (g1a yeunutens pasnoxexus, npyu  Bogopog — 0,6

Has/M4umm)

O6bem npobbl 0,1 — 1,0 mknA)

CooTHOowWeHne geneHns 100— 1

A) O6beM MPO6bLI 1 COOTHOLLEHME AE/NEHNs CrefyeT yCTaHaB/MBaTb TakuM 06pa3oM, YTOObl OKCUreHaTbl B Aua-
nasoHe ot 0,1 % macc, go 20,0 % macc, 3/KUPoBa/IM U3 KOSTOHKU U NIMHEHO M3MEePSNNCh AeTeKTopoM. Kakgasa na-
6opatopusi AO/KHA YCTaHaB/MBATb M KOHTPOMMPOBATL YC/0BUS, HEOOXOAUMbIE ANsi 06ecnevyeHnss IMHENHOCTU WH-
AVBUAYyasbHbIX NPMG0POB. HENWMHEHOCTb NpW MCMOJIb30BaHWN KUC/TOPOL-CENEKTUBHOMO M1aMEHHO-MOHN3ALNOHHOIO
netektopa (OFID) B OCHOBHOM MOXET HabnioAaTbeCsa 415 06pasLoB C BbICOKMM COAEPXaHNEM MHAMBUAYA/TbHbBIX OKCU-
reHaToB MU MOXET ObITb KOMMEHCMPOBaHA YMEHbLUEHMEM 0ObeMa NpPobbl U YBENMYEHWEM COOTHOLUEHWS AE/EHUS WA
pasbaBfieHMeM NpPobbl GEH3NHOM, HE COAEPXKALLMM OKCUreHaTbl. B 60/bLUMHCTBE CNyYyaeB MCMO/b3YOT 06bEM NPoobbI
0,5 MK 1 cooTHoweHune genennsa 100:1.

9.2 Pabouune xapakTepuCTUKN CUCTEMBbI

B Hauane kaxpgoro pa6ouero gHs B xpomatorpad BBoagsT obpasel 6eH3nHa 6e3 OKcureHaToB Ans noa-
TBEPXAEHMA MUHUMANbLHOIO OTKAMKA yrneBoAoponoB. Mpu o6HapyxXeHun oTknnka yrnesogoponos OFID pa-
60TaeT HeathhekTMBHO M nepej aHanM3oM obpasuya [0/KEH OblTb ONTUMU3NPOBAH B COOTBETCTBUU C WUH-
CTPYKUMAMU M3rOTOBUTENS.

10 Kanmbposka v cTaHgapTn3auusa

10.1 VpaeHTudnkauna BpemMeHn yaepxmBaHusa

OnpefensioT BpPeMs yAepXUBAHUS KaxOro KUC/MOpPOACOAepXallero KOMNOHeHTa, BBOAA Heb6osblune
KONMyecTBa OTAENbHO WM B COCTaBE U3BECTHbIX cMeceli. B Tabnuue 2 npuBefeHbl TUMOBbIE 3HAYEHUS Bpe-
MEHU YAEPXUBAHUS [J151 OKCUTEHATOB, 3/TIOUPYIOLLUXCS U3 KOJIOHKM C METWU/ICU/IOKCAHOM ANKUHOI 60 M, ¢ npo-
rpaMMupyemMoit TemnepaTypoli B COOTBETCTBUM C YCMIOBUSIMU No Tabnuue 1. XpomatorpamMma CMecu oKcure-
HaTOB NpuBEAEHA Ha pPUCYHKe 2.

Tabnwu La 2— BpemAa yaepxmBaHua OKCUreHaToB, OTHOCUTESbHbIE KO3¢)¢)I/ILLI/I€HTI:I OTK/INKa N MONEKYNAPHbIE MaccChl

Bpems yaepxuBa- MonekynspHas OTHOCHTE bHbIN OTHOCWTENbHBbIN
CoepgunHeHve B v Macca KoadhpuuneHT KoadhhuLmeHT
' oTKNMKa A3 B) oTknuka B3C
PacTBOPEHHbII KMCIOpoA 5,33 32,0 D D
Boga 5,89 18,0 D D
MeTaHon 6,45 32,0 0,70 0,98
STaHon 7,71 46,1 0,99 0,97
V3onponaHon 8,97 60,1 1,28 0,96
mpem-byTaHon 10,19 74,1 1,63 0,99
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OkoHuyaHve Tabnuupl 2

Bpems yaepkvBa- Monexynsphas OTHOCUTENbHBIV OTHOCUTENbHBIV
CoeguHeHve WS MK vacca KoadhpnuneHt KoadhpnuneHT
' oTK/IMKa A)*B) oTknuka B)'Q

H-lMponaHon 11,76 60,1 1,30 0,98
MTBE 12,73 88,2 1,90 0,97
BTOp-byTtaHon 13,92 74,1 1,59 0,97
DIPE 14,53 102,2 2,26 1,00
306yTaHon 15,32 74,1 1,64 0,99
ETBE 15,49 102,2 2,25 0,99
TpeT-lNeHTaHoN 15,97 88,1 2,03 1,04
1,2-AnmeTokcnaTaH 16,57 90,1 1,00 1,00
H-ByTaHon 17,07 74,1 1,69 1,03
TAME 18,23 102,2 2,26 1,00

A BbluncneH no cofepxaHunio KUC/TIOPOACOAEPXaLLEro CoeiHEHNs B NPOLEHTax no macce.
B) OTHOCUTENBHO 1,2-ANMEeTOKCUMITaHa.

BbluMcneHo No cofiepXxaHunio K1C/Iopoaa B NPOLEHTax Mo macce.

He onpepgeneHo.

1— pacTBOpPEHHbI knucnopog; 2 — Bofa; 3 — MeTaHos; 4 — 3TaHon; 5 — u3onponaHon; 6 — /npeT-6yTaHon; 7 — H-NPONaHos;
8 — MTBE; 9 — BTop-6ytaHon; 10 — DIPE; 11 — u3obyTtaHon; 12— ETBE; 13— TpeT-neHTaHon; 14 — 1,2-4MMeTOKCUITaH;
15— H-6yTaHon; 16 — TAME

PucyHok 2 — XpomaTtorpamma CMecu OKCUreHaTtoB



FOCT 33900—2016

10.2 MpuroTtoB/ieHNE KaJIMBPOBOYHbIX 06pa3L0B

KannbpoBo4yHble 06pasilbl roToBAT rpaBumeTpuyeckn no ASTM D 4307 nyTem cMewMBaHUSA opraHu-
YEeCKMX KUCNOpPOAcCOoAEepXKallMX COeAMHEHNA M3BECTHbIX Macc (Hanpumep, NPMBEAEHHbIX B 8.2) C U3BECTHOW
Maccolii BHYTpPEHHero ctaHgapTa u pa3baBneHus g0 WM3BECTHOI MaccCbl GEH3MHOM, He cofepXaliMm okcure-
HaToB. KannbpoBouHbie 06pasubl AOMKHbI COAEPXATb Te Xe oKcureHatbl (B aHa/IOTUYHbIX KOHLEHTpauusx),
KOoTopble NpefnonoXUTenbHO NPUCYTCTBYIOT B UCMbITyeMoM obpasue. Mepen nNpuroToB/ieHNEM CTaHLAPTHbIX
o6pasuoB onpefensoT YNCTOTY UCXOAHbLIX KMC/IOPOAcOAepXalux KOMMNOHEHTOB U BHOCAT nonpaBku Ha 06-
Hapy>XXeHHble npumecu. o BO3MOXHOCTU NCNOAb3YKT UCXOAHbIE KOMMOHEHTbl YANCTOTOl He meHee 99,9 %.
KOppeKkTMpylT 4YMUCTOTY KOMMOHEHTOB MO coOAepXaHuio Bogbl, onpegendemomy no ASTM D 1744 wnn
ASTM D 1064. CtaHZapTHble o6pa3ubl KOHTPONA KayecTBa aHa/IMTUK MOXET NMPUroTOBUTb U3 TEX Xe UCXO0A-
HbIX KUCIOpPOACOAEPXALLMX KOMMOHEHTOB. CTaHAgapTHble 06pasLbl KOHTPO/ISA KavyecTBa roTOBAT M3 OTAENbHbIX
napTUin roToBbIX pa3dbaBneHHbIX CTaH4apPTHbIX 06pas3L/oB.

10.2.1 OnpegensT Mmaccy CTEK/ISIHHOTO KOHTeliHepa Ans obpasua C KpbIWKOol ¢ caMoynaoTHSA LW elcs
pe3nHoBOi MeMmbpaHoi ¢ nonutTeTpadTopaTMNeHoBbIM MNokpbiTueM (PTFE). MNMepeHoOCAT HEKOTOpOEe Kouye-
CTBO OKCcureHata B KOHTeilHep A/1s o6pasua M 3anMcbiBaldT Maccy OKcureHata ¢ TO4HocTbio go 0,1 wmr. Mo-
BTOPAKT 3Ty npoueaypy 475 AONOSIHUTE/NIbHO aHan3upyeMbiX OKCUTEHATOB, 3@ MCK/HOYEHUEM BHYTPEHHErO
cTaHgapTa. Pasz6aBnsaoT okcureHatbl 0 Tpe6yeMoi KOHLEHTpauum 6eH3UHOM, He cogepXalM OKCUTeHaTOB.
3anucbiBaldT Maccy A06aBNeHHOro 6eH3nHa ¢ ToYyHocTbio Ao 0,1 Mr m MapkupywT CcTaHOapTHbIi o6pasel B
COOTBETCTBUU C KONMyecTBOM (% macc.) Kaxzoro 4o6aBNeHHOro okcureHaTa. Ansa npefoTBpalleHns Hapywe-
HUSE TMHEHOCTN KanMMBGPOBKM M3-3a BO3MOXHOCTM YTEUKM U/WAn NoTepb YrNeBo40pPOLOB COAEpXaHNe YMCTOro
WHOAUBNAYANIbHOrO KOMNOHEHTAa B 3TUX CTaHA4apTHbIX obpasuax He AO0/MKHO npeBbiwaTb 20 % macc. 4na MUHKU-
Mu3auum mcnapeHnsa nerkmx (HU3KOKUNALWmMx) KOMNOHEHTOB nepej NpUroToB/IEHMEM CTaHAapPTHbIX 06pasLoB
OXaxparT BCe peareHTbl U GEH3UH.

10.2.2 OnpefensanT Maccy CTEKNSAHHOIO KOHTelHepa A1 o6pasya € KpbIWKOol ¢ camoynnoTHAoWencs
pe3nHoBOW mMembpaHoii, ¢ nonuteTpadTopaTuneHoBbiM (PTFE) NoKpbITUEM, C COAEPXMMbIM, MOATOTOB/EH-
HbiMm no 10.2.1. No6aBnsaT BHYTPEHHWU cTaHgapT (Hanpumep, 1,2-4MMETOKCM3TaH) U 3anucbiBaldT Maccy ¢
TOYHOCTbI Ao 0,1 mr. Macca BHYTPEHHEro ctaHgapTa AOo/HKHa cocTaBnAaTb OT 2 % o 6 % macchl kaanbpo-
BOYHOro obpasua.

10.2.3 TwaTtenbHO nepemMewunBaT NOATOTOBAEHHbIN CTaHA4ApPTHbIN o6pasel, M NePeHOCAT NPUMEPHO
2 cm3 pacTBopa B Buasly, COBMECTUMYI C aBTOCaMM/IEpPOM, ec/in NCNONb3YKT Takoe 06opyaoBaHue.

10.2.4 Ans Kaxgoro n3 npepgnosiaraemblXx OKCUreHaTOB FOTOBSAIT HE MEHee MNSATM CTaHAapTHbIX 06pa3LoB
C pa3HbIM/ KOHUEHTpaunamMmu. KoHueHTpaunsa okcureHata B CTaHAapTHbIX 06pasyax fo/kHa 6bITb N0 BO3MOX-
HOCTM paBHOMEpPHO pacnpefesieHa B pamkax AuanasoHa KOHUeHTpauuii, n o6pasubl MOryT cogepxartb 6onee
OflHOro okcureHata. CTaHgapTHble 06pa3sybl A0/MKHbI BKIOYATbL XO/1I0CTOW CTaHAapT C HY/1IEBOI KOHLEHTpaLune
okcureHata. na Apyrux MHTEPEeCYrLWUX OKCMreHaToB rOTOBAT AONO/IHUTENIbHbIE CTaHA4apTHblie 06pasubl.

MpumeuaHue 3 — Bo usbexaHue 3arpasHeHUs o6pasLia oKcUreHatamy HeoBXOAMMO BbIMNOSHUTL XO/IOCTOE
onpegaenieHne nocne aHanusa KarmbpoBOYHOTO 06pasLa, CoAEPKaLlero BbICOKYH KOHLEHTPALMIO OKCUTEHATOB.

10.3 CraHpgapTunsaumnsa

AHanu3npywT KanmbpoBoyHble 06pasubl 1, NCMONb3YySA METOJ HauMeHbLIMX KBaApaToB, CTPOAT Kau-
GPOBOYHYH KPUBYK 3aBUCMMOCTM KO3 (ULMEHTOB OTK/MKA AEeTeKTopa A/1s CTaHA4apTHbIX 06pa3LoB okcure-
HaTOB OT OTHOLWIEHWS WX Macc.

10.3.1 BbluncnsatoT KoadhdhrymMmeHT oTKANKa geTekTopa rsps no copmyne

rsps = (/\sMj), (3
roe As— naowajb nvMka Kucaopogcofepxalero coefMHeHnst B KaIM6poBOYHOM 06pasLe;
A, — naowagb nNMKa BHYTPEHHEro cTaHgapTa B Ka/MGPOBOYHOM ob6pasue U KOS (PULUMNEHT OTHOLIEHUS
macc amts
amts = (U/g/Llj), 4)

roe Ws— macca KWC/opoACcofepXallero coeanHeHuns B kannbposoyHom o6pasue, T;
W, — macca BHYTpeHHero ctaHjapTta B Ka/iM6poBoUYHOM o6pasue, I, 4719 KaXA0ro YPOBHS Kaxoro oKcu-
reHaTa s.
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10.3.2 Ansa kax[oro okcureHata s B KaM6poBOYHOM Habope nonyyawT KBagpaTu4yHoe ypaBHEHue an-
npokcMmMaumum MeTogoM HauMeHbL WX KBagpaToB B cregytouleii oopme (rpathmk NnpoxoauT yepes Hayano Ko-
opguHar)

rsps = (bO)(amts) + b[amts)2, (5)

roe rsps— KoaguumMeHT OTKINKa geTeKkTopa gasa okcureHata s (OCb y);
b0 — koadhhuLUMEHT NNHENHON perpeccun ANs okcureHata s;
amts — Koa(pULNEeHT OTHOLWIEHUA Macc A1 oKcureHata s (oCb X);
bj — KoaphnumMeHT KBagpaTUYHOI perpeccum.
10.3.3 Ha pucyHke 3 npuBefeH NpuMep KBagpaTU4HON annpoKcMmauum MeTo40oM HauMEHbLINX KBagpa-
ToB o1 MTBE wn pe3ynbTupylouiee ypaBHeHne. NpoBepsA0T 3HAYEHME KOPPensauumn r2 ons Kaxaoro kanmbpo-
BOYHOrO OKcureHata. 3HayeHue r2 4O/HKHO 6biTb He meHee 0,99.

KoadhhmumneHT oTkNmka getekropa

PucyHok 3 — lMprMep KBagpaTUUHO annpokcumaumm MeETOA0OM HavMeHbLUMX KBagpaToB ans MTBE

11 MpoBeneHne UCMbITaHWA

11.1 XpaHAT obpasubl B X004UAbHMKE A0 FTOTOBHOCTU K BbIMOMIHEHUIO aHanusa. lNMepe Hayanom aHa-
nn3a [oBOAAT 06pasybl 40 TemnepaTypbl OKpyXatuien cpegbl.

11.2 B3BewmnBaT KOHTEWHeP 4715 06pa3ua ¢ KPbIWKON ¢ camoynioTHAKWEeRcAa pe3MHoBOoli Mem6paHoii
¢ nonuteTpadptopatmuneHosbiMm (PTFE) nokpbiTnem. MepeHocat oT 1 4o 10 r o6pasua B KOHTEiHEP U repme-
TUYHO 3akpbiBalT. B3BewmnBawT KOHTeHep ¢ 06pa3yomM c TOYHOCTb A0 0,1 Mr u 3anncbiBalOT Maccy UChbl-
Tyemoro obpasua.

11.3 Bo B3BELIEHHbII KOHTEeHep ¢ 06pa3uoM BBOAAT Yepes3 pe3nHOBYH MeMbOpaHy Takoil 06beM BHY-
TPEHHero ctaHgapTta, KOTOpblii MCNOMb30BaNM NpPuM NOATOTOBKE CTaHAAPTHbIX 06pa3uoB. 3anucbiBaldT mMaccy
[06aBNeHHOro BHYTPEHHETO cTaHgapTa ¢ To4HOoCTbio A0 0,1 mr. Macca BHYTpPEHHero ctaHgapTa A0/XHa 6bITb
B AManasoHe OoT 2 % A0 6 % oT MaccCbl UcnbiTyemoro obpasua, Ho He meHee 50 Mr.

11.4 TwaTtenbHo nepemelinBaoT obpasel (6€H3UH NAOC BHYTPEHHUI cTaHAapT). MepeHocAT annkBoTy
pacTBopa B Buajsly, COBMECTMMYIO C aBTOCaMM/IEPOM, €C/IM UCMONb3YyT Takoe obopyaoBaHue. FepMeTUYHO
3aKpbIiBAOT BMaNy KPbIWKOW € cenTtoin ¢ nonutetpacpTopatuneHosblM (PTFE) nokpbiTueM.

11.5 BBogAT cooTBeTCTBYOWEE KOMMYecTBO obpasua (o1 0,1 go 1,0 mkn), coaepaw,ero BHyTPEHHUA CTaH-
[apT, B xpomartorpadg C Ucnosib3oBaHMEM TOr0 Xe metoda U o6bema obpasua, YTo M AN KaTMObPOBOYHbLIX CTaH-
faptoB. O6beM MCMbITYyeMOro o6pasLa He AO/HKEH NpeBblllaTb EMKOCTb KOMTOHKM WK NIMHENHOCTL AeTekTopa.

11.6 MonyyaloT naowann NUKOB M BPeMS YyAEpXMWBAHUA C NMOMOLLbIO 3/IEKTPOHHOIO WMHTEerpatopa wau
KOMMblOTEPA WU, MPU HEO6XO0A4MMOCTHN, caMonucLa.
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12 BbluncnieHus v opopmieHne pesysbTaTtoB

12.1 BbIYUCNAOT COAEPXAaHNE KaXAoro MAeHTUMPULMPOBAHHOIO OKCUreHaTa B MacCOBbIX NMPOLEHTax.

12.1.1 Mocne naeHTMdUKaLMM OKCUTeHaTOB MO 3HAYEHUSAM WX BPEMEHUW yAepXUBaHWUA MosyvyarT Mno-
Lwaamn nNMKoB BCeX KaMBpOBOYHbLIX OKCUTeHAaTOB WM NnoLwajb NuKa BHYTPEHHEro ctaHgapra. BuluncnawT Koad-
PULUMEeHT OTKIUKa AeTeKkTopa rsps Ansa Kaxgoro n3 okcureHatoB no copmyne (3) (cm. 10.3.1).

12.1.2 BbluncnsawT KO3 MULNEHT OTHOLWEHNA Macc amts A1 Kax4oro naeHTMULUMPOBAHHOIO OKCU-
reHata B obpasue 6eH3uHa, NOACTaBMAASA KOIMPAPUUMEHT OTKINKA feTeKTopa ANA KaXAOoro oKkcureHara rspsu
KoathdumumeHT KBagpatnyHoin perpeccun no popmyne (5) (cm. 10.3.1).

12.1.3 BbIUYUC/IAKT coAepxaHue Kaxaoro naeHTuuumMpoBaHHOro okcureHata ws, % macc., B 6eH3nHe
no cpopmyne

(a/nfs)(Wj)(100 %)

ws = W9 (6)

raoe amts — Ko3a(MUMEHT OTHOWEHMS Macc, onpefeneHHbln no 12.1.2;

Il — macca BHyTpeHHero ctaHgapTa, 4ob6aBneHHOro B o6pasey, 6eH3nHa, T;

W — macca obpasua 6eH3uHa, .

12.1.4 Ecnn cogepxaHue No60ro okcureHata B MacCoBbIX NPOLEHTax NpeBbilaeT ero KaambpoBOUHbIN
AnanasoH, To obpasel, rpaBMMeTpnyeckn pasbaBnAaT 6€H3MHOM, He cogepXxaliMmMm OKCUreHaToB, A0 KOHLUEH-
Tpauun B npegenax kannbpoBOYHOrO AuManasoHa M aHanu3npylT pasbaBrieHHbIl o6pasel no pasgeny 11 u
12.1. KoppeKkTupyloT BCe 3HAYEHUS COfEPXKAHUA OKCUTeHaToB B MACCOBbLIX MPOLEHTaX YMHOXEHUEM Ha Koad-
duuneHT pasbasneHums.

12.2 BbluncnaioTt obuee cogepxaHne HEUOEHTUMULMPOBAHHBLIX OKCUTeHaTOB B MAaCCOBbLIX MpoueHTax
no AaHHbIM, NMosy4vyeHHbIM gna MTBE.

12.2.1 CymmupyloT nsowiagn nuKoB HeUgeHTUPUUUPOBAHHbLIX OKCUreHaToB. He yuuTbiBalOT naouia-
AN NMUKOB PacTBOPEHHOro Kucnopopga, BOAbl U BHYTPEHHEro craHgapta. BblunmcnaiT KoaUUMEHT OTKNU-
Ka geTekTopa rsps A/ CyMMUPOBaHHbIX Maowanein HenageHTMULMPOBaHHbIX OKCMreHaTtoB no dopmyne (3)
(cm. 10.3.1).

12.2.2 BblYNCAAT KOIMDULMEHT OTHOLIEHNA MacC amts ANA HEUAEHTUPUUNPOBAHHBIX OKCUTEHATOB B
obpasuye 6eH3nHa no copmyne (5) (cMm. 10.3.1), ncnonb3ya KoappPuULUMEHT OTKIUKa aAeTekTopa (onpefeneH-
Hbll N0 12.2.1) 1 KO3(hULMEHTbl ypaBHEHUS KannbpoBOoYHON KpuBoi ana MTBE.

12.2.3 O6uwee cogepxaHne HenaeHTUULMPOBaAHHbIX okcureHaTtoB (% Macc.) onpegensoT no opmy-
ne (6) (cm. 12.1.3) B nepecyete Ha MTBE.

12.3 BblyncnsawT obliee cogepxaHne KMCnopoaa B MaccoBbIX NpoueHTax B obpasue 6eH3nHa crnegyto-
LumM obpasom.

12.31 MpeobpasyoT cofepXaHue Kaxnoro WHAWBUAYANIbHOTO WAEHTUPUUUPOBAHHOIO OKCUreHaTta B
MaccCoBbIX NPOLEHTaX B COAEPXAaHWE KMCNOpPOAa B MACCOBbIX NPOLEHTax U CYMMUPYIOT No hopmMynam:

n _ v (”9(16,0) )13
uca - A M5 (7

nnn

W 16,01 (/]  [W2l[16,0] V2
Uca Mn M2 (8)

roe Ocal — obuwiee cogepxaHue kucnopoga B naeHTMULMPOBaHHbIX OKcureHatax, % macc.;
WS — cofiepXaHue Kaxaoro okcureHarta, onpegeneHHoe no gpopmyne (6), % macc.;
16,0 — aTomHaa Macca Kucropoaa,
JV8 — uncno aToMOB KMCNOPOAA B MOJIEKY/IE OKCUTeHaTa,;
Mg — MonekynspHas macca okcureHara, ykaszaHHas B Tabnuue 2.
12.3.2 Mpeo6pa3syloT obLee cogepxaHue HEULEHTUPULUPOBAHHbBIX OKCUTeHaTOB B MAaCCOBbIX NPOLEH-
Tax B nepecyete Ha MTBE B cogep)xaHue Kucnopoga B MacCOBbIX NpoueHTax no dpopmyne

n _ (w5n) (16,0) (/15
U uncal Ms ' 'yl
roe Owuncal — obuiee cogepxaHue KMcopoga B HEUAEHTUULMPOBAHHbLIX OKCUreHatax, % macc.;

10
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WSU — cofepxaHue HengeHTUPULMPOBaHHbLIX OKCUreHaToB B nepecyete Ha MTBE, % macc.;
16,0 — aTomMHasa macca kKucnopoja;
Ns— uncsio atomoB Kucnopoga B monekyne MTBE;
M5— monekynspHasa macca MTBE, npuBegeHHasa B Tabnuue 2.
12.3.3 BbiuncnswT obuwee cogepxaHue Kucnopoga B MaccoBbIX MpoueHTax B obpasue 6eH3nHa, CyMm-
MUPYSA 3HAYEHUS UAEHTU(PULNPOBAHHBIX N HEUAEHTU(PULNPOBAHHBIX KOMIMOHEHTOB :

~tot - ~cal + “uncal (™)

12.4 3anucblBalT cofepXxaHue Kaxaoro naeHTMuunupoBaHHOro oKcureHata B MacCOoBbIX NPoOLeHTax ¢
TouHocTblo A0 0,01 %. Takke 3anucbiBaloT 0bLLee cogepXaHe KUCnopoaa B MacCcoBbIX MpoueHTax B o6pasue
6eH3nHa ¢ To4yHoCTbi Ao 0,1 %.

13 KOoHTposnb KayecTBa
13.1 ExXefHEBHO NPOBEPSIOT BHYTPpUAabopaToOpHY0 MOBTOPSAEMOCTb U TOYHOCTb aHanusa.

13.1.1 BHyTpunabéopaTtopHass NOBTOPSAEMOCTb:

13.1.1.1 CTtaHpgapTHble o6pa3ubl KOHTPO/A KayecTBa MOXHO MPUIroTOBUTbL U3 TEX Xe Kucnopogcoaep-
Xalwnx UCXOAHbIX MaTepuasnos, NPUroToB/IEHHbLIX MO 10.2 1 COOTBETCTBYWOLWMX AManasoHy, NpusBeseHHOMY B
13.1.1.4.

13.1.1.2 TOTOBAT M aHaNU3UPyWT ABaxAbl CcTaHAapTHble 06pa3ubl KOHTPOJIA KayecTBa B COOTHO-
WweHnn oguH obpasey Ha aHaAM3Upyemylo MNapTuo Wi MUHUMYM OfMH ob6pasel Ha AecATb 06pasLoB,
B 3aBNUCMMOCTWN OT TOTO, YTO BbIMOJIHAKT valle.

13.1.1.3 Kaxabii o6pasel, McnbiTbiBalOT, cO604aa BCe aTanbl NOATOTOBKM ob6pasua.

13.1.1.4 fJonycTumblini gnana3oH ? ansa obpasyoB AO/HKEH COOTBETCTBOBATh CleAyHLWMM npegenam:

OkcureHart CopepxaHue, % macc. BepxHuin npegen
AvanasoHa, % macc.

MeTaHon ot 0,20 go 1,00 0,010 + 0,043C

MeTaHon ot 0,20 po 1,00 0,053C

OTaHon ot 0,20 go 1,00 0,053C

MeTun-rnpeT-6yTunoselin apup (MTBE) ot 0,20 go 1,00 0,069 + 0,029C

Ovnunsonponunosbiii aghup (DIPE) ot 0,20 go 1,00 0,048C

dTnn-TpeT-6yTNNOBLIL 3gup (ETBE) ot 0,20 go 1,00 0,074C

Tpe/n-AmmnmeTunoBslii acoup (TAME) ot 0,20 go 1,00 0,060C,

roe C = (CO + Cd)/2;

/?=]CO0-C d|;

CO— KOHUeHTpauus B ncxogHomMm obpasLe;
Cd — KoHueHTpauusa B obpasue.

13.1.2 Mpwn NpeBbIWEHNN YKa3aHHbIX NpeLesioB onpeaenstoT NCTOYHMKN NOFPEeLHOCTU aHanns3a, BHOCAT
COOTBETCTBYIOLLME KOPPEKTUPOBKM U MOBTOPHO BLIMOJIHAIOT BCE aHanu3bl, BKAOYas aHanvM3 nocnegHero o6-
pasua, noaTBepXAalwLWwuii COOTBETCTBUE cneundmkaumsam.

13.2 BHyTpunabopatopHas TOYHOCTb

13.2.1 Ecnn n3MepeHHas KOHUEeHTpaums B CTaHAapTHOM o6pa3sle KOHTPOsA KayecTBa He COOTBETCTBYET
AnanasoHy TeopeTnyeckoit KoHueHTpauum (100,00 £ 6,00) % ansa BolIbpaHHOro okcureHata c cogepxaHuem 1,0 %
unu 6onee, To onpeaesiAloT UCTOYHUKN MOTPELUHOCTU aHanu3a, BHOCAT COOTBETCTBYOLIME KOPPEKTUPOBKA 1
NMOBTOPHO BbLIMNOJIHAKT BCE aHaNuM3bl, BK/OYas aHanu3 nocnefHero ctaHgapTHOro obpasua, noATBepxaar-
WKl cooTBeTCcTBME cneundukaymsam.

13.2.2 HezaBucuMmble cTaHfapTHble 06pa3subl MOXHO npuobpecTu wav MNOATOTOBUTbL M3 MaTepuanos,
KOTOpble HEe UCMOJb3YKTCA ANA NOATOTOBKM CTaHAapTHbIX 06pa3L0B KOHTPOSA KavyecTBa M KOTOPbIe AOKHbI
6bITb NPUTOTOB/IEHbI APYTMM aHANUTUKOM. [1/15 YCTAHOB/IEHHbIX NPeAesioB, yKka3daHHbiX B 13.2.2.2, KOHUeHTpa-
UuA cTaHfapTHbIX 06pa3LoB A0/HKHA COOTBETCTBOBATH AuanasoHy, ykazaHHomy B 13.1.1.4.

n
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13.2.2.1 He3aBucuMble cTaHgapTHble 06pasLbl aHaNM3npyT, NCXOASA U3 COOTHOLLEHUSA OAWUH He3aBUCU-
MbIi CTaHAapTHbI obpasey, Ha aHanM3npyemyl napTui Uin He MeHee OHOr0 He3aBMCMMOr0o CTaHAapTHOro
o6pasya Ha CTO 06pa3uo0B B 3aBMCMMOCTM OT TOrO, YTO BbIMOJIHAKT 60/1€€e yacTo.

13.2.2.2 Ecnu n3mMepeHHas KoHLUeHTpauus B He3aBUCMMOM CcTaHAapTHOM ob6paslue He COOTBETCTBYeT
Anana3oHy TeopeTnyeckol KoHueHTpauum (100,00 £ 10,00) % ANna BbIGPAHHOrO OKCMreHata C CoAepXaHuem
1,0 % macc, unm 6onee, To onpeaensAlT UCTOYHMKM MOTPELIHOCTM aHann3a, BHOCAT COOTBETCTBYHOLLME KOP-
PEKTUPOBKN M NOBTOPHO BbINOJIHAKT BCE aHas/u3bl, BK/I0OYAA aHanu3 nocnenHero He3aBUCMMOro ctaHAapTHO-
ro o6bpasua, nogTBepXAalLmMii COOTBETCTBME cneungukaumsam.

13.3 [nsa KoHTponA Bapuauum n3MepeHuin cTaHfapTHbIX 06pa3L,oB KOHTPOISA KayecTBa M HE3aBUCUMBbIX
CTaHOapTHbIX 06pa3uoB C LeNbio onTuMuU3auuMm perncrpauum BbI6pocoB U obecnevyeHuUss cTtabuabHOro npo-
Lecca M3MepeHna MOXHO UCMNOJb30BaTb KOHTPO/IbHbIE KapThl.

14 MpeunsnoHHOCTb U CMeLleHne

14.1 Pe3ynbTaTtbl 6blM NOYYEHbl HA OCHOBAHWW CANYEHUS pPe3y/bTaTOB KPYroBblX M3MepeHuin 13 ok-
cureHaToB U 06LLero cogepxaHusa kucnopoga B 12 obpasuyax 6eH3nHa B 10 nabopatopusax. MNMpeynsmoHHOCTb
MeTofZa yCTaHOB/IeHa MO pe3y/bTaTaM CTaTUCTUYECKO 06paboTKM pe3ynbTaToB MexnabopaToOpHbIX nccneno-
BaHWii ¢ ucnonb3oBaHnem 1,2-anmeToKcMaTaHa B KaYeCcTBe BHYTPEHHEro crtaHjapTa.

14.1.1 MNMoBTOPAEMOCTb

PacxoxpeHne pe3ynbTaToB Noc/efoBaTe/IbHbIX UCMbITAHWIA, NONYYEHHbIX OAHUM U TEM XEe onepaTtopom
Ha o4HOI 1 TOl Xe annapatype npu NOCTOAHHbIX Pabounx yCnoBUAX HA MAEHTUYHOM MUCNbLITYEMOM MaTepuane
B TeyeHune O/IMTE/IbHOT0 BPEMEHU NP HOPMasibHOM U NPaBu/IbHOM BbINOJIHEHUU HACTOSALLEro Metoga, MoxeT
npesbiWaTh cneaywume 3HayeHUs TONbKO B O4HOM cnydae u3 asaguatu (cMm. Tabnuuy 3).

MoBTOpPAEMOCTb A1 OKCUTEeHATOB B 6EeH3uHe

KOMMOHEHT MoBTOPAEMOCTb
MeTtaHon (MeOH) 0,07 (X0'49) A

12

OT1aHon (EHOH) 0,03 (X0'92)
M3onponaHon (iPA) 0,04 (X°>54)
mpem-byTtaHon (tBA) 0,05 (X0'65)
H-MponaHon (NPA) 0,04 (X°>35)
MeTun-tpet-6yTunnoselii achup (MTBE) 0,05 (X0'58)
BToOp-bytaHon (sBA) 0,03 (X°>54)
Avnsonponunosbiit agup (DIPE) 0,05 (X0'65)
M3o06yTaHon (iBA) 0,03 (X0'79)
dTun-tpeT-6yTunoseiii acup (ETBE) 0,04 (X0'86)
mpem-lMeHTaHon (tAA) 0,05 (X041)
H-ByTaHon (NBA) 0,06 (X0'46)
mpem-AMuamMmeTunosbiin agup (TAME) 0,04 (X°>58)
Ob6uee cogepxaHue kucnopoga 0,03 (X0'93)

A) X — CpepfHeapudmeTMyeckoe 3HaueHne cogepxaHms KoMNnoHeHTa, % macc.
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14.1.2 BocnponsBoauMOCTb

PacxoxpaeHne pe3ynbTaTtoB ABYX €4WHUYHBIX W HE3aBUCUMbIX UCMbITAHWIA, NOSyYEHHbIX pPasHbIMK One-
patopamu, pa6oTalwWuMU B pasHbiXx nabopaTopusx Ha WAEHTUYHOM WCMLITYEMOM MaTtepuane B TeyeHue
ONUTENbHOTO BPEMEHW, MOXET MNpeBbllaTh CleAylline 3HayeHus TOMbKO B OAHOM c/lyyae M3 ABajuaTty
(cm. Tabnuuy 3).

Bocnpon3soaumMoOCTb AN OKCUTeHaToB B 6eH3nHe

14

KOMNOHeHT BocnponssoammocTb
MeTtaHon (MeOH) 0,25 (X°'86)A)
OT1aHon (EHOH) 0,27 (X°'8°)
M3onponaHon (iPA) 0,21 (X0'71)
TpeT-bytaHon (iBA) 0,20 (X°'8°)
H-MponaHon (NPA) 0,17 (X0'88)
MeTnn-tpeT-6yTtunossbliii achup (MTBE) 0,10 (X0'95)
BTOp-ByTaHon (sBA) 0,17 (X0'73)
Onunsonponunosbiii achup (DIPE) 0,16 (X0'65)
N3o06yTaHon (iBA) 0,19 (X0'83)
dTun-tpeT-6yTunosobiii agup (ETBE) 0,25 (X0'79)
mpem-lMeHTaHon (tAA) 0,18 (X0'55)
a-bytaHon (NBA) 0,22 (X0-30)
mpem-AMuameTunoBslii acup (TAME) 0,24 (X0'69)
Ob6uwee cogepxaHue kucnopoga 0,13 (X0'83)

A) X — CpepgHeapudmeTuyeckoe 3HavyeHe cogepxaHmst KomnoHeHTa (% macc.).

14.2 CwmeueHune

B HacToAWwee BpeMa CMeL,eHne He yCTaHOBJ/IEHO.
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MpunoxeHve OA
(cnpaBo4Hoe)

CBefieHnA 0 COOTBETCTBUU CCbISTIOYHBLIX cTaHaapToB ASTM
MeXrocyaapCTBEHHbIM CTaHAapTam

Ta6nuya JAL

ASTM D 1744 — i
ASTM D 4057 NEQ FOCT 31873—2012 «HehTb 1 HedTenpoayk-
Tbl. MeTogpl py4HOro oT6opa npo6»
ASTM D 4175 — ¥
ASTM D 4307 — *
ASTM E 594 — ¥
ASTM E 1064 — *
ASTM E 1510 — *

* COOTBETCTBYIOLUMI MEXIOCYAapPCTBEHHbIN CTaHAapT OTCYTCTBYET. [0 €ro NpuHATUS PEKOMEHAYETCS WCNO/b30-
BaTb MEPEBOJ Ha PYCCKWI A3bIK aHHOro ctaHgapta ASTM.

MpumeuyaHune — B HacToAwel Tabnuue MCMob30BaHO Credylollee YC/I0BHOE 0603HayeHve cTeneHun
COOTBETCTBMSA CTaHgapTa:
- NEQ — He3aKBMBaJIEHTHbIN CTaHZapT.

15
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YAK 665.73:543.544 MKC 71.080.60 IOT

KntoueBble cfioBa: 6GeH3WH, ONpeAe/ieHne CoAepXaHUs OKCUTeHaToB, MeTo[ rasoBoil xpomaTtorpadun, cenek-
TUBHOE [eTEeKTMPOBaHNE MO KMUC/0POAY, NNaMEHHO-VOHN3ALNOHHbIW AeTeKTop

Pepaktop E.N. Mocyp
TexHnuecknin pegaktop B.H. Mpycakosa
Koppektop M. C. KabalioBa
KomnbtoTepHas BepcTka AJ1. BOpoOHWHOIA
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