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CoBMecTHoOe onpeaeneHue eHornbHbIX aHTUOKCUAAHTOB
B AMUMUKNoONeHTagneHe

3amanoBa M.K., Kpyracs JI.C., Kyuyk B.U., bounaneros B.I'., Pycakos JI.A.
DPI'AOY BO HayuonanvHolii ucciedogamenvckutl Tomcxuii nonumexnudeckutl ynugepcumem, Tomck
Ioctymmna B pegaxmuro 06.04.2015 r.

Pa3paboran croco0 omnpeneneHds ~AHTHOKCHIAHTOB TMPH ToMommu  oOpameHo-(a3oBoi
BbIcoKOd(exTrBHON xuaKocTHOW Xpomarorpaduu (BOXX) ¢ YOd-perekrupoBaHueM ¢ NpUMEHEHHEM
MeToJla BHYTPEHHEro CTaHAapTa [yl KOJIWYECTBEHHOTO OIPECICHUS BEIIECTB B JULMKIONCHTaANEHE
CTa0MIM3MpOBaHHOM. Pa3neneHne aHann3upyeMbIx coeluHeHui npoBoin Ha koinonke ZORBAX Eclipce
XDB-C18 (150%4,5 MM, 5,0 MKM) C IPUMEHEHHEM T'PAJMEHTHOIO PEKUMA DIIFOMPOBAHMS PACTBOPUTEISIMU
BOJIa, ALECTOHUTPWJ W U30IpomnaHoi. VcciaenoBaHMs IPUTOAHOCTH XPOMAaTOTPa(UUEcKOH CHCTEMBI
MOKa3alu, 4YTO TI0J00paHHbBIE YCIOBHS OOECICUMBAIOT BBICOKYIO S((GEKTHBHOCTh W CIIEHU(UIHOCTD
pa3lieNieHNs] aHAIM3UPYEMBIX BEIIECTB, YCTAHOBJICHBI IApaMETpbl JIMHEWHOCTH, TPABHIBHOCTH U
cxomuMocTd. Pa3zpaboTaHHbIi croco0 omnpeneneHns: (EHONBHBIX AHTHOKCHIAHTOB B JUIMKIIONECHTAANEHE
MOXET TNPHMEHAThCS B KAueCTBE AHAIUTUYECKONW TEXHUKH Ui PYTHHHBIX H3MEPEHUH B HAyYHBIX H
MPOMBIIIICHHBIX 1a00PaTOPHIX.

KiroueBble cjoBa: JIUIMKIONEHTaAWCH, (EHOJIbHBIE AHTHOKCHUIAHTHI, BBICOKOI(DQEeKTUBHAS
KHUAKOCTHAs XpoMaTorpadus, MeToJl BHyTPEHHETO CTaHAapTa.

Simultaneous determination of phenolic antioxidants
in dicyclopentadiene

Zamanova M.K., Krutas D.S., Kucuk V.I. Bondaletov V.G., Rusakov D.A.

National Research Tomsk Polytechnic University, Tomsk

Polydicyclopentadiene is generally a highly crosslinked polymer of high toughness formed by a
ring-opening metathesis polymerization (ROMP) with ruthenium-based catalysts (Grubbs’ catalysts) of its
precursor dicyclopentadiene (DCPD). During operation, storage or transportation the DCPD is exposed to air
oxidation, photo-oxidation, thermal influence. DCPD oxides are a poison for ruthenium catalyst and in the
big amounts can deactivate it. Antioxidants are incorporated into monomers to prevent oxidation, to prevent
degradation of polymers by ultraviolet light, heat, and oxygen; to aid in the processing of polymers; and to
save the physical properties of polymers. Study was carried out to develop a simple, rapid and effective
method for quantitative analysis of phenolic antioxidants in the DCPD and composite monomer based on it.

To estimate system suitability, different solvents in various ratios were tested and it was found that
using water, acetonitrile and isopropanol as a mobile phase is optimal and provides effective separation. The
separation was performed on a column ZORBAX Eclipce XDB-C18 (150x4.5 mm, 5.0 pm) at a flow-rate
1.0 mL/min. The determination was performed with a UV-Vis detector at 276 nm. The volume of the injected
sample was 20 pL. The method is linear for all compounds over the concentration range tested, and shows
good precision and accuracy. Recovery studies showed good results for all substances (96-104%). A new
method for simultaneous determination including BHT, Irganox-3114, Irganox-1010, Irgafos-168-F, Irganox-
1076 and Irgafos-168 in the DCPD of antioxidants was developed using reverse-phase high performance
liquid chromatography. The method was validated with respect to system suitability, accuracy, precision,
linearity and repeatabilities within day and between days and satisfactory results were obtained. The
proposed method can be recommended to apply for the routine determination of these compounds both in
scientific and commercial laboratories.
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BBepeHue

OnHuM  u3 Hambosee palMOHAJIBHBIX M HAyKOEMKHMX NyTeH NpUMEHEHUs
muuukinonentaguena  (JLILJ), sBasercs ero Merare3ucHass MOJUMEpHU3AIMUS  C
UCIIONB30BaHUEM KaTanu3aTopoB XoBeiawl-I'pab0bca [1,2], B pesynpTaTe KOTOpOit
oOpazyercsa mnonuauuukiaonenrtaguen (IIJLIII]) — TtepmopeakTuBHbBI noIUMEp C
VHUKaJIbHBIMU ~ TIOTPEOUTENHCKUMH  CBOWCTBAMHU: HHU3KOW IUIOTHOCTBIO, BBICOKOM
IPOYHOCTHIO, YCTOWYMBOCTBIO TPU BBICOKMX M HHU3KHX TEMIIEpAaTypax, CTOMKOCTBIO K
Bo3eiicTBiI0 xuMudeckux pearentoB [3]. JAUII/, Bxoasimuii B ocHOBHBIE (Gpakiuu
NPOAYKTOB THpoim3a He(TH, OONamacT CHUCTEMOW IBOWHBIX CBS3CH W HANPSKESHHBIX
IUKJIOB M SIBJISETCA BECbMa PEaKIMOHHOCIOCOOHBIM COEIMHEHHEM M C JIETKOCTBHIO
BCTYNAeT B PEAKIMM MPUCOEIUHEHMS, B TOM YHCIIE C KUCIOPOAOM U mepokcuaamu [4].
[Tpucoeaunsist  kucmopoxa, JUIIJ Tepser cBolO CcHOCOOHOCTh K MOJIUMEPHU3AIUN
BCJIE/ICTBHE HACBIIIECHUS JIBOMHBIX CBSI3€H, IO3TOMY XpaHEHHE 3TOI0 MOHOMEpA MPUBOJIUT
WIM K MOTEepe BO3MOXHOCTHU MOCJIEAYIOLIEH NOJUMEpU3AlMU WA K€ YBEIUYEHHOMY
pacxony karanusaropa. ECTh HECKOJBKO MyTeH pelieHus] JaHHOH MpoOieMbl — TIEPBBIM U
Haubonee oueBUIHBIM siBIsieTcs xpanenue LI/ B uneptHO#t atmMocdepe (a30T, aproH u
T.JI.), YTO TMO3BOJISIET COXPAHATh MOHOMED JUIMTEIEHOE BpeMSI B CTAOMIBHOM COCTOSIHUH.
Bropsim criocoOom siBiisieTCs BBEJICHHE B MOHOMEDP aHTHOKCHIAHTOB, MPEIOTBPALIAIOIINX
okucienue. JlobaBieHne aHTUOKCUAAHTOB B MOHOMEPHYIO KOMITO3UIUIO MPEAOTBpAIaeT
oOpazoBanue okucioB JIIIJ[, 4To, B KOHEYHOM cueTe, MOJOKHUTEIFHO CKa3bIBa€TCA Ha
(GU3UKO-MEXaHUYECKUX CBOMCTBAX MoJUMepa. TpaaulOHHBIE CHCTEMBI CTAaOWMIH3aINU
nonnonedruHOB, KaKk MPaBUJIO, OCHOBAHbI Ha KOMOWHAIMU (DEHOIBHOTO aHTHOKCHUIAHTA C
dochuTHEIM WM CYIBQHUIHBIM TEPMOCTAOMJIM3aTOPOM, YTO YAaCTO MPHUBOJUT K
yBEIMUYEHUIO UX 3 (HEKTUBHOCTU — CHHEPTU3MY [5].

OmnpeneneHre KOHLEHTPALlMM aHTUOKCHJAHTOB B MOHOMEpax M MOJIMMEpPax
CJIOKHas 3a/lada, CBSI3aHHAS C MCIIOJIb30BAHWEM JONOJHUTENbHBIX ONEpalnid, TAKUX Kak
U3MENbYCHHUE,  OKCTpakius, dS(PQPEeKTUBHOE  pa3leleHHe  KOMIIOHEHTOB  CMeECH,
YyBCTBUTEIBLHOCTh MeTona [6]. HaeHTuduKamuioo aHTHOKCHIAHTOB B  Pa3TMYHBIX
MOJIMMEPAX MPOBOJAT B OCHOBHOM METOJOM MacC-CIIEKTPOMETPUH BBICOKOTO Pa3pELICHUS
[7,8]. Takoke myst ompeeneHus: CTabMIM3aTopoB HCOIb3YIOT MK-criekTpockonuio, B 3ToM
cllydae OmnpeJesieHne MPOBOAAT HaNpsMyto, 6e3 mpumeHeHus dkcrpakuuu [9,10]. OgHako
onpezeneHuio (EeHONbHBIX aHTHOKcHIaHTOB MetoaoM MK-cmekTpockomuu MoxkeT
NOMEIIaTh Halu4ue OONBIINX KOJWYECTB JPyrux 100aBOK B oOpasle, TaKUX Kak
NUTMEHTBI,  IJIaCTU(QUKATOPBL,  HYKJIEHpylomue  J00aBKM WM  HArOJIHUTENb.
KonuuecTtBeHHOE — ompenelneHMe  aHTHUOKCHIAHTOB  BBINOJHSIOT, B  OCHOBHOM,
XpoMaTorpapuaecKuMu METOJIaMH. Tak, aBTOPBI [11] npeajararoT
BBICOKOTEMIIEPATYPHBII Tra3zoxpoMaTorpaduueckuii METoj C IIaMEHHO-WOHU3ALMOHHBIM
JNETeKTUPOBAaHUEM. bBoONblIyl0 TMOMyJNSIpHOCTh MPUOOpENrM METOJbl  aHalu3a ¢
npeBapuUTEeNbHON JepUBaTU3alKEH BEIIECTB, C MOCIEAYIONINM ra30XpoMaTorpapuyeckium
onpenenenueM [12,13]. Ho nHaumbombinee pacmpocTpaHeHHE TOJYYHJI  METOJ
BBICOKO?(h(heKTUBHOW KUAKOCTHOM Xxpomartorpaduu (BIXX) ¢ ucnonmpzoBanueM Mmacc-
CrieKTpoMeTpudeckoro, Y d-merekTopa, JdUO0 JETEKTOpa IO CBETOPACCESHHIO. MeTon
BDXX npumeHuM Ui 3HauUMTENbHO OoJiee IMIMPOKOTO Kpyra BEIIECTB, YE€M Tra3oBasd
xpomatorpadus, MOCKOJIbKY I03BOJSET MPOU3BOIUTH pas3JelieHue, JeTEeKTUPOBaHUE,
U3MEpEeHUE KOHIICHTPAIUU BEIIECTB ¢ BBICOKOM MOJIEKYJSIPHOM Maccoi, HECTaOMIIBHBIX H
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HENIETYYNX COCIWHEHHH, TaK KaK aHalu3 TPOBOJAUTCS OOBIYHO TPH KOMHATHOM
temneparype [14-20].

[lenpto HacTosimelt pabOTHI SBHIOCH pa3paboTka MpocToro U 3GEHEKTUBHOTO
crioco0a KOTUYECTBEHHOTO omnpeneneHust merogqoM BIXKX aHTHOKCHAAHTOB (PEHOIBHOTO
THUIA B JUIUKIONECHTAIUCHE U KOMIIO3UIIHOHHOM MOHOMEPE Ha €T0 OCHOBE.

AKCNepuMeHT

Annapatypa ¥ yciaoBud XpomaTtorpaduueckoro aHamuza. OmnpeneneHue
AQHTUOKCUJIAHTOB B  JTUIMKJIONICHTAJAUEHE TPOBOIAMIM METOJOM OOpalieHo-(ha3HOM
BBICOKO3((EKTHUBHOM KHUIKOCTHON Xxpomartorpaduu (BOXKX), mpu 3TOoM mcmosb30Ban
xunkoctHot xpomatorpad YL9100 (YoungLin Clarity, HOxnas Kopes) c¢ Y-
cnekTpodoromeTpudeckuM nerekropoM YL9120 UV/Vis, OCHalIeHHBIM [1€Ta3aTOpOM
YL9101, 4-kanansueiM HacocoM YLI110, Tepmocrarom komoHok YL9131, ycrpoiictBom
it pydHoro BBoja mpoOsl Rheodyne 97251 u xomonkoit ZORBAX Eclipse XDB-C18
(pasmep 150x4,5 mm, 5,0 mxm). [TogBuxHas dasza: Boga, alleTOHUTPUIT U U3OMPOMAHOIN.
O0beMHas CKOpOCTh AmrorpoBanus 1,0 Mi/MuH, Temmieparypa Tepmoctara kojoHku 50°C,
00BeM mpoObI 20 MKIT, aHATUTUYECKas ANTMHA BOJHBI Y D-eTekTopa 276 HM.

OO0paboTKy maHHBIX oOcCymlecTBIsUTM B cpene mporpammbel YL Clarity (Bepcus
3.0.4.444) ¢ mnpumMeHeHHEM MeETOJa BHYTPEHHEro CTaHAapTa A KOJHMYECTBEHHOTO
OTIpeIeJICHNS BEIIECTB B 00OpasIax.

Marepuainbl U peakTuBbl. B KauecTBe cTaHAAPTHBIX BEIIECTB JJIi MPUTOTOBICHUS
rPalydpOBOYHBIX PACTBOPOB HCIOJIB30BAIM MPOMBINIICHHBIE M00aBku ¢(upmbl BASF:
Arunon-1 (BHT, 2,6-gu-tperoyTtun-4-metundenon, CAS No. 128-37-0), Upranokc-3114
(tpuc (3,5-mu-tpet-OyTHn-4-runpokcudensmi) wuzonuanypar, CAS No. 27676-62-6),
Hpranokc-1010 (meHTa’puTpuTa TETpaKuc (3,5-mu-tpeT-0yTUn-4-ruApoKcU-
runpormaHaMat), CAS No. 6683-19-8), Hpradoc-168 (Tpu(2,4-au-tperOyTriideHrn)
dochputr, CAS No. 31570-04-4), Upranokc-1076 (oxrameuun 3- (3,5-au-tper-OyTmn-4-
runpokcudenmn) mnponuoHatr CAS No. 2082-79-3), Upradoc-168-@ (tpu(2,4-nu-
tperoyTrngdenun) ¢ocdar, CAS No. 95906-11-9), nmeperHaHHBI AULMKIONEHTAIUCH
Aldrich (CAS No. 77-73-6), B KkadecTBe BHYTPCHHETO CTaHIApTa HCIIOIH30BAIN
mnoktundranar (AOP, nu-2-s3tuiarekcuiioBslii 3¢up oprodranesoit kucinotsl CAS No.
117-81-7). PactBopuTenu, mpuMeHsieMble B pa0oTe OBLIM KadyecTBa YHCTOTHI <A
BDXX»: aneronutpun u wuzonpomnanon ¢upmsl  Biosolve (Huapepnanabl), Boaa
JTUCTUUTMPOBAHHAS U IeMUHEepann3oBanHas cuctemon ounctku AH/IPOHA.

O6cyxaeHue pe3ynbTaToB

Ha mnepBoM »rame pa3paboTku crmoco0a KOJIMYECTBEHHOI'O  OMNPEEsICHUs
¢denonbHbIX aHTHOKcHIaHTOB B JILIIT/l mpencTaBisio uHTEpec Mogo0paTh ONTUMAIBHYIO
HOJBIDKHYIO a3y (AIIIOEHT) W ycloBus XpomarorpadupoBanus. B pesynbrate ananmsa
JUTEPATYPHBIX UCTOYHUKOB OBIJIO YCTAHOBJIEHO, yTO Hanbosee yacto npu BOXKX-ananuze
AHTHOKCHUJIAaHTOB B Kad€CTBC HOI[BI/DKHOfI (1)3351 HCIIOJIB3YCTCA alCTOHUTPUII WU BOOA. B
Ka4eCTBE MCXOJHBIX JAHHBIX OBLIM B3SITHI YCIOBHS XpoMaTorpadupoBaHUs, ONMCaHHbIE B
ASTM D6042-09 [15] (tabxn. 1, merox 1) u aBTopamu Marcato B. u Vianello M. [20]
(tabn. 1, merox 2). Ilpu BBINOJHEHMM HCCIEIOBAHUN BAaXKHBIM SIBIISJIOCH U 3KOHOMHS
pacTBOpUTENEH, BCJIEICTBUE YEro JOCTUranach LEidb COKPAaTUTh BpeMs aHaiu3a Mpu
COXPaHEHMH BBICOKOW >(P(PEKTHUBHOCTH pa3/ieleHus. B mnccnenoBaHUsAX HCMONb30BAIH
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CKOpocTh ToToka | wmur/muH, Temrepatypy Tepmoctara 50°C m anuHy BOJHBI Y @-
nerekropa 276 Hm.

Tabmuua 1. CoctaB MOABMKHBIX (pa3 U Bpemsi XpomarorpadupoBaHHUs HCCIEAYEMBIX
MeTo0B BOXKX-paznenenus GpeHOTbHBIX aHTHOKCHIAHTOB

Boga, AICTOHUTPHII, Wzonpomanon,
Bpews, mun % 00. % 06.p ‘E) 00
Merton 1
0.0 25 75 0
5.0 0 100 0
15.0 0 100 0
15.1 25 75 0
20.0 25 75 0
Merton 2
0.0 12 88 0
0.1 5 65 30
10.0 0 65 35
18.0 0 65 35
Mertox 3
0.0 30 50 20
14.0 0 40 60
16.0 0 40 60
16.1 30 50 20
21.0 30 50 20

B pesynbraTe NpOBENEHHBIX HCCIEIOBAHUNA YCTAHOBJIEHO, YTO HCIOJb30BaHUE
JIBYXKOMITOHEHTHOH 3JIIOMPYIOLIEH CHCTEMBl BOJAA-alleTOHUTPUI (MeTon 1) MpUBOAMT K
YBEJIMUEHUIO BPEMEHM YAEpKUBAHUS BEILECTB, XpOMaTorpaMMa IpeJCcTaBlieHa Ha puc. 1.
N3 xpomarorpaMmsel cCleqyeT, 4YTO NPOMCXOAUT pa3MbiTHe NHUKOB Mpranokc-1010 n
Hpradoc-168-®, a aHTHOKCHIAHT C JAIMHHBIM aJIKWIBHBIM pagukanom HMpranokc-1076 He
BBIMBIBAETCS W3 KOJOHKH, 4TO CBHUAETEIBCTBYET O TOM, YTO YCJIOBUS Meroja 1 He
MO3BOJIAIOT PEAM30BaTh MOJHBIA BBIXOJ M3 KOJOHKH MAaJOIOJIIPHBIX BEIIECTB, B TOM
quciae u komnoneHnTon LTI/,

[Au]

1,2

0,8

T
H
3
3.
=
=
-
-

748 BC-A00

8,12 Mpravoke-3114

0,61

Absorbance Unit

0,4+

0,2+

11,67 Mpranoxc-1010
12,08 Wpradoc-168-0
1> 16,53 Mpradioc-168

0,01

T T T
s 10 15

Time [min.]

Puc. 1. BOXXX-xpomarorpamMmma, nojiydeHHasi IpH pa3aeIeHUd aHTUOKCHUIAHTOB
B XpoMaTorpau4eckux ycioBusx metozaa l.
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JloGaBnenne wuzonponaHoia B konuydectBe 30-35% (merom 2) mnpuBOAMT K
6BICTpOMy BBIXOly AaHAJIU3UPYCMbIX BCIICCTB U3 KOJIOHKH, B PC3YyJIbTATC IIHMKU
BHyTpeHHero cTtanmapta JJO® u Upranokc-3114 nmpakTuyecku Hepa3aeauMsl (puc. 2).

[Aau] 12,59 min. 0,18 AL

=4
(=]
=
2]
=]
o
L3
[

344 Arwaon-1

0,5

Absorbance Unit
11,78 Wpranokc-1076

13,07 Vipradoc-168

6,72 pranoke-1010
9,76 Mpradoc-168-0

T T T
5 10 15

0,0= ‘ﬂ
Time [min.]

Puc. 2. BOXX-xpomartorpamma, nojrydeHHas Ipu pa3/ieJICHUU aHTHOKCHUIAHTOB
B XpoMmartorpauyeckux yCIOBUAX MeToa 2.

Bappupyss conmepkaHueM — alleTOHMTPHJIA, HW3OMPOMAHOJa H  BOABI  OBLIO
YCTaHOBJICHO, YTO TPAJUEHTHOE MOBBIIICHUE COAEPKaHMs mociaeanero 10 60% B TeueHue
14 MuH crocoOCTBYET JIydllIeMy pPa3JICJICHUI0 M TIOJHOMY BBIXOJY BCEX KOMIIOHEHTOB
aHanu3upyemMoir cmecu 3a Bpemst aHanuza 20 muH (puc. 3). [lomoOpaHHBIE yCIOBHS
aHaJIu3a MpeJIcTaBiIeHbl B Ta0. 1, metox 3.

[aul 9,62 min. 0,71 AU

16,67 Wpr aHokc-1076

17,20 Vpradoc-168

0,581

7,10 Arvpon-1
11,37 BC-400
12,32 Vpr aHore-3114

0,61

Absorbance Unit

0,4+

14,18 Wpr anokc-1010

15,83 Vpradoc-168-¢

0,2+

0,0

T T T
5 10 15

e fmn]

Puc. 3. BOXXX-xpomaTtorpamma, nojry4eHHasi Ipy pa3ieJICHUH aHTUOKCHUIAHTOB B
XpomaTorpauueckux yciaoBHUIX MeToja 3.

[TpurogHoOCTh XpoMaToOrpapuuecKoil CUCTEMbI OLEHMBAJIHM 10 COOTBETCTBYIOLIMM
napaMmerpaMm: BpEMEHM YJep)kKuBaHus tr (MuH), noiaymupuHodl nuka WO0.5 (MmuH) B
CpaBHEHMHU C BbICOTOU muka h (mV), koopduueHTy accumMeTpun mukoB T, pa3penieHuto
mikoB R, addexTnBHOCTH XpomaTorpaduueckoll KOJOHKH (KOJMYECTBO TEOPETHUECKUX
Tapenok N), 3HAUEHUI0 OTHOCHUTENBHOTO CTAaHAAPTHOTO OTKJIOHEHHUS I IUIOIIAH
xpomatorpaduueckux nukoB (Sr(Area), %) u 1y BpeMeHH yaepxuBanus (Sr (tr), %). B
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TabJI. 2 mpeacTaBiIeHbl OCHOBHbBIE XapaKTePUCTUKU BHIOpAaHHOTO MeToja aHanusa. Pacuer
napaMeTpoB XpoMaTorpauueckoil CHUCTeMbl NMPOBOAMIN AJISl MUKOB AHTHOKCHIAHTOB,
MOJIYYEHHBIX TIPH aHAJIM3€E pacTBopa ¢ KoHIeHTparuei 150 Mxr/mi.

Ta6mmia 2. OnieHka NpUroHOCTH XpoMaTorpadudecKor CUCTEMBI

AHTHOKCHIAHT Mtlil Wos H}:{/ T R, N Sr(/?/zea) ’ Srg/toR)’
Arugon-1 7.20 0.15 57.4 | 1.00 - 12800 0.5 0.2
JOD 11.49 0.12 55.8 | 1.00 | 18.72 51000 1.0 0.1
Wpranokc-3114 12.36 0.11 48.6 | 1.07 | 4.48 70000 0.8 0.2
Hpranokc-1010 1423 | 0.10 | 21.2 | 1.15 | 10.51 112200 0.6 0.1
Upradoc-168-O 15.96 0.09 152 | 1.08 | 10.40 151000 0.6 0.1
Hpranokc-1076 16.87 0.09 64.0 | 1.08 5.73 194600 0.8 0.2
Hpradoc-168 17.41 0.09 38.6 | 1.12 3.50 193000 0.8 0.1

XpomaTorpamMma pacTBOpa AaHTHOKCHUIAHTOB C KOHIEHTpanusamu 150 wmKr/mi
npeicraBieHa Ha puc. 3. KadecTBeHHyI0 MIACHTU(UKALUIO MPOBOAWIM IIyTeM
COIOCTABJICHUSI BPEMEH yACpKUBaHUS U Y D-ClIeKTpa aHAJIU3UPYEMBIX COCTUHEHUH.

CormacHo mnpuBefeHHBIM B Taln. 2 JaHHBIM, 3HaueHHs Ko3(dduumeHToB
paspemienuss Ry mmd OByX COCEIHHMX IIMKOB YKa3blBa€T Ha XOpOIIee pa3JeleHue
cooTBeTcTBYOMUX BemecTB. Koapdumment accumerpun T HaXoIUTCS B pEKOMEHIYEMBIX
npenenax u OJu30K M0 3HAYCHUIO K €MHHUIIE, B TO K€ BpeMS U 3HA4eHMsI MOTyHpuH W s
He npeBplmatoT 0.15 MUH Npy 1OCTaTOYHOMN BBICOTE, UTO CBUJETENIBLCTBYET O MPABUIIBHOMN
dbopmMe MHUKOB.

Jlnst TOATBEpKICHHUS CIEMU(PUYHOCTH TOJYYEHBl XpOMAaTOTPaMMBI pacTBOpa
HecrabummsupoanHoro JIII1]/] B u3onpomnanone ¢ qo0aBiieHreM BHYTPEHHETO CTaHIapTa.
Ha xpomarorpamme OTCYTCTBYIOT INHUKH, COBNAJAIOUIME IO BPEMEHHM YIEPKUBAHUS C
aHAJIU3UPYEMBIMU BEILECTBAMH, 4TO T03BOJISIET MIPUMEHSATH JAHHYIO
XpoMarorpauyeckyro CHUCTeMy s KOJMYECTBEHHOTO OmpeneieHuss (HEeHOIbHBIX
AHTUOKCHJIAHTOB.

Jlig ompeneneHusl JTMHEHHOCTH MPOBOAWIM aHAJINW3 T'PaayHpPOBOYHBIX PacTBOPOB
(eHONBHBIX AHTHOKCHJAHTOB B MPHUCYTCTBUM BHYTpeHHEro cranjpapta. CTaHIapTHBIH
pacTBOp aHAJIM3HUPYEMBIX BEIIECTB ¢ KOHIEHTparuei S00 MKr/MiI TOTOBHIIM paCTBOPEHUEM
B M30IMPONAHOJIE YUCTHIX BEIIECTB. ['paynpOBOYHBIE PACTBOPHI TOTOBUIN CMENIMBAHUEM
U pa30aBJICHMEM B U3OMNPOINAHOJE CTAHIAPTHOTO pPACTBOpAa AHTHOKCHIAHTOB C
JULMKIONEHTaqueHoM.  Kaxaplii  pacTBOp  coAepkKajl  OJMHAKOBOE  KOJHWYECTBO
BHyTpeHHero crtanaapta 100 Mxr/mu nuoktwidranata. YpaBHEHUS TPagyHpPOBOYHBIX
3aBUCHUMOCTEH COOTHONICHMs IUIOU[aJed NHMKOB OT COOTHOIIEHMS KOHLEHTpauui
AHTHOKCHJIAaHTa K BHYTPEHHEMY CTaHIApTy U KOd(h(GUIMEHTHI KOPPETSAUU Ul AUara3oHa
orpenenseMbIx KoHIeHTpauui 20+250 MKr/mii paccyuTaHbl 1O METOLY HAWMEHBIINX
KBaJIpaTOB U MIPHUBEJICHBI B Ta0I. 3.

Tabnuna 3. Onpenenenue JIMHEHHOCTH

AHTHOKCHIAHT YpaBueHue rpanyn_pOBquoﬁ Ko:)(bcbmmeHT2

3aBUCHMOCTH y=ax+b Koppensauuu, R
Arunon-1 y=2.70x+0.08 0.9993
Upranokc-3114 y=1.59x+0.04 0.9992
Upranokc-1010 y=1.76x+0.06 0.9992
Hpradoc-168-D y=0.95x+0.01 0.9990
Hpranokc-1076 y=1.06x+0.03 0.9995
Hpradoc-168 y=0.63x-0.02 0.9957
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YcraHoBiaeHO, YTO B 3aJaHHOM 00JIaCTH  KOHIEHTpAIMd TPaayHpOBOYHBIC
3aBUCUMOCTH COOTHONICHHS TIUIOHIaJIe TMHUKOB OT COOTHOIICHUS KOHIEHTpAaIuil
AQHTHOKCHJIAaHTa K BHYTPEHHEMY CTaHAapTy MMEIOT JIMHEHHBIN xapaktep. Koadduirentst
koppemsiiuu - 6onee  0,995%, dYTO TMO3BOJNSET WCMOJB30BAaTh JAHHBIM CIOCOO IS
KOJMYECTBEHHOTO ompenencHuss (eHonbHbIX aHTHokcumanTtoB B JIII[ B manHOM
JlAana3oHe KOHUEHTPALHA.

[ToBTOpsieMOCTh  (BHYTPEHHIOIO  MPELU3HUOHHOCTH) M BOCHPOM3BOIMMOCTH
(MPOMEXKYyTOYHYIO  MPEIU3MOHHOCTh) YCTAHABIMBAIM IyTEM aHalu3a pacTBOpa
AHTUOKCUJIAHTOB C KOHIeHTpanued 150 Mkr/mim B TedeHue Tpex mHeu. [lomydeHHBIC
pe3yabTaThl CTATUCTUYECKH SKBUBAJIEHTHI, @ OTHOCUTENbHAS MOTPELIHOCTh ONPEIEICHUS B
MIePBBI, BTOPOW U TPETUM JHH aHaIM3a HaxoauTcs B auama3oHe oT 0.8 1o 0.9 %. Ouenky
NPaBUIBHOCTH MPOBOJIMIM METOIAOM «BBEICHO-HANAEHO» T.€. IIyTEM ONpeAeNeHUs
KOHLIEHTPAIlMU aHTHOKCUAAHTOB B MOJENBHBIX 0Opasmax crabwmimsupoBanHoro LI ¢
W3BECTHBIM COJEPKAHUEM aHAIU3UPYEMBIX BEIIECTB.

[IpuroroBneHue pacTBopa ucciaeayeMoit MmojenbHol cmecu 1id BOXKX-ananuza: k
100 mr obpasua cradbunuzupoBanHoro I/ mobapnsmu 5 mMi pacTBOpa BHYTPEHHETO
cragmapra JJO® ¢ xkoHmentpammerdr 100 MKr/mi, TIIATENBHO MEPEMEIIUBATN U
aHAJIU3UPOBAIIH.

ConeprxaHne aHTHOKCUIAHTA B ppm (Macc.) B AUIUKIIONCHTAIUEHE PACCUUTHIBAIIN
110 YPaBHEHHUIO:

S(40) _,, C(CB). V,(BC) s
S(BC) a  m(A0IT)

rae w(AO) — cogepxanue antuokcunanta B JILII/, ppm (macc.); C(BC) — konueHTpanus
pacTBOopa BHYTpEeHHero craHmapra, MKr/mi; S(AQO) — Tulomags NMUKa aHTHOKCHUIAHTA,
S(BC) — nnomaapr nuka BHyTPEHHETO CTaHIAPTa; a — IMHEUHBIN K03 PHUIHEHT ypaBHEHUS
KaTHOpPOBOYHOW KPUBOW, b — TOCTOSHHBIA KOX(PQHUIMEHT ypaBHEHHs KaTUOPOBOUHOM
kpuBoit; Vp(BC) — o6beM pacTBOpa BHyTpeHHero cranzaapra, mir, m(JALII/) — naBecka
o0pasia CTaGMIM3MPOBAHHOrO JHMIMKIONCHTAIMEHA, B3ATOro s amammsa; 100 —
KO3 PHUITMEHT TIEPEeBOIa MaCCOBBIX JI0JICH B MUJUTMOHHBIC JTOJTH (ppm).

w(AO0)=(

Ta6mmma 4. Onenka npaBuibHOCTH (n=6, p=0.95)

AHTHOKCHIAHT Baezetio, ppm Haiizetio, ppm ITpaBunsHOCTH, % Sy, %
(macc.) (macc.)

N 1300 1263+32 972 0.3
o 2700 2670+14 98.9 0.5
1100 1079+13 98.1 12
Hpranoxc-3114 3000 2955425 98.5 0.8
1000 975+10 97.5 1.0
Hpranokc-1010 2500 2457426 98.3 1.1
900 932+19 103.6 2.1
Hpragoc-168-® 2000 2048+45 102.4 22
1100 1074+8 97.6 0.8
Hpranokc-1076 3000 2943+41 98.1 1.4
1400 135652 96.7 3.8
Hpragoc-168 2300 2212475 96.2 3.4

CornacHo monyuyeHHbIM pesynbTataM (Tabmuma 4) nmpaBUIBHOCTH HAaXOAMTCSA B
npenenax or 96,2 nmo 103,6%. Jns antuokcupanta Hpradoc-168 xapaxTepHbI
3aHMKCHHBIC 3HAUCHHSI, BEPOSITHEE BCEr0 3TO CBSI3aHO C MpoueccoM okucieHus: Mpradgoc-
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168 nmo MHWpradoc-168-®, misi KOTOpOro, B CBOIO OUYepeab, HAOTIOJAIOTCS CJErKa
3aBBIINICHHBIC 3HAYCHUS DTOT'O KpI/ITepI/ISI.

3aknoyeHue

PazpaGoran  cmoco0, TMO3BOJSIONIMIA  COBMECTHO  WACHTH(QHIHUPOBATH U
KOJMYECTBEHHO omnpeaensath Arumon-1, Upranokc-3114, Upranoke-1010, Mpradoc-168-
@, Upranokc-1076 u Upradoc-168 B cTabUIM3MPOBAHHOM AULUKIONEHTAUCHE METOIOM
BOXX-Y® na xononke ZORBAX Eclipse XDB-C18 (pazmep 150x4.5 mm, 5.0 Mmxm) nipu
UCTIONIb30BAaHUH TPEXKOMITOHEHTHON MOJIBHYKHOM (Da3bl B KAYECTBE DITIOCHTA.

[lonobpanbel onTUMaNbHBIE YCIOBUS XpOMaTorpagupoBaHUsS, MO3BOJIAIOIINE
3¢ (eKTUBHO pa3leisITh aHAIM3HPYEMblEe BEIECTBA, MJIUTEIBHOCTh aHamu3a 20 MHH.
YCcTaHOBIIEHBI MapaMeTPbl TPABHIBLHOCTH, IOBTOPSEMOCTH, BOCIPOU3BOIUMOCTH U
JUHEHMHOCTH pa3paboranHoro crnocoba. [Ipemmaraempiii crocod xapakTepus3yercs: BHICOKON
3¢ (HEKTUBHOCTHIO, XOPOIICH pa3pemaroeii ClIoCOOHOCTRIO H N30UPATEITLHOCTHIO.

Pa3paboranublii crmoco0 MOXKET OBITh PEKOMEHJOBaH [JIsl KOJIWYECTBEHHOTO
ompezeneHust (PEHOIBHBIX AHTHOKCHIIAHTOB B JIMAIIa30HE OIPEACSEMBIX KOHIICHTPAIUI
250-3500 ppm B IMUMKIONEHTAIUEHE U KOMIIO3UIIMOHHOM MOHOMEPE Ha €ro OCHOBE C

norpemHocTbio He 6omee 4,0 %.

Paboma svinonnena npu gpunancosoii noooepacke @I'AOY BO HU Tomckuii
noaumexuuyeckuii ynusepcumem (npoekm BUY HIIP 110 2014)
u epanma « YMHUK» Nel1890I'V1/2014
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