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lNapa-nponsBofHble 2-MeToKcMdeHona n 2,6-oMMeTokcMdeHona, a Takxke nx MeETUIoBbIe adun-
Pbl LUMPOKO pacnpoCcTpaHeHbl B IPUPOAE, SBNSIOTCS BaXKHbIMU y4aCTHUKaMU MeTabonuama BbICLLMX
pacTeHui, npekypcopamu B BUOCUHTE3E NUrHMHA M 0Bpa3yoTcsa Npu ero gerpagauuun, B TOM Yuc-
e B X0 TEXHOJOMMYECKMX NPOLIECCOB NepepaboTkn pacTUTENBLHOIO Chipbsi. B paboTe npegnoxeH
MOAXO0A A1 SKCNPECCHOro O4HOBPEMEHHOTO ONpeaeneHns ABeHaaLaT OCHOBHbIX NPeAcTaBmTenen
POACTBEHHbIX NIUTHUHY COEAMHEHUI, @ Takxke dheHOomna, OCHOBaHHbIN Ha CoveTaHUM XpoMaTorpadu-
YeCKOro pasfeneHuns B M130KpaTu4eCckoM pexrMe ¢ MCnonb3oBaHmem 6ndyHKLMOHanNbHbIX obpaLleH-
HbIX HENOABMXHbIX a3 (Zorbax Bonus-RP n Nucleodur PolarTec) n MHOroBOMHOBOrO CnekTpogo-
TOMETPUYECKOro AeTEKTMPOBaHUA. YCTaHOBMEHO, YTO ONTUManbHOEe pasaeneHne oCTUraeTcs npu
MCMNOMb30BaHUN B KA4eCTBE NOABWXHON hasbl CUCTEMbI aLETOHUTPU-BOAA-MypaBbUHas Kucnota
(18 : 82.5 : 0.5). MNpepenbl 06HapyxeHnsa AN nccrefoBaHHbIX COeAMHEHUI NexaT B AManasoHe oT
1.6 go 21 mkr/n. [Ing noBbILWEHNS YyBCTBUTENbHOCTW aHanu3a npeanoxeHo NpuMmeHeHne TBepao-
ha3HOM IKCTPaKL MM aHANMTOB Ha CBEPXCLUUTOM MOJIMCTMPOSIE, YTO NO3BOMNSET HAAEXKHO ONpeaensTb
deHorbHbIE COeAMHEHUS Ha YPOBHE KOHLEHTpauun, He npesblwatowem senuymH MAK gng sogoe-
MOB pPbIBOX03ANCTBEHHOrO Ha3HayveHus. PaspaboTaHHble NOAXOAbI UCMbITaHbI MPU aHannse pearb-

HOro 06bekTa — CTOYHOW BOAbI LIENION03HO-0yMaXKHOro NpeanpusaTus.
Knroyeebie cnoga: BbiCOKOI(h(PEKTMBHASA XKNOKOCTHAA XpoMaTorpadus, oeHosbHble coean-
HEeHWUs, POACTBEHHbIE NUTHUHY DeHOrbl, TBEpA0da3Has aKCTPaKLUS.

OBuYMHHUKOB [leHuc BnagnmmpoBuy — acnupaHT kadeapbl TEOPETUYECKOW U NpUKIiaa-
Hou xumumn CA®Y, nrxxeHep LIKM HO «Apktuka» CADY.

O6nacTb Hay4YHbIX MHTEPECOB — BbICOKO3(h(heKTUBHAsA XMAKOCTHaA XxpomaTtorpadus,
aHanun3 o6 bEKTOB OKpYyXKatolen cpeabl, heHOoNbHbIE COeAUHEHUS.

KocsikoB Aimutpuin CepreeBud — kKaHAnAAT XMMUYecknx Hayk, aupektop LIKIM HO «Ap-

KTuka» CADY.

O6nacTb Hay4HbIX MHTEPECOB — XpomaTorpadusi, Macc-CneKTPOMeTPUS, XUMUSI NpU-

POAHLIX COeQUHEHUN.

YnbsaHoBckun Hukonan BanepbeBny — mnapwmnm HayuHbin cotpyaHuk LIKIM HO «ApkTu-

ka» CADY.

O6nacTb Hay4HbIX UHTEPECOB — BbICOKO3(h(heKTUBHAA KUAKOCTHAA xpomaTorpadus,

Macc-crneKkTpomMeTpus.

BBEAEHWUE

lMapa-npon3BoaHbie 2-meTokcudeHona (reasi-
Kona) n 2,6-gumeTtokcudeHona (cupuHrona), a Tak-
Xe NX MeTUNoBble 3hMpbl (BEpaTpOBbIE COEANHEHUS)
LLUIMPOKO pacnpoCTpaHeHbl B MpMpoae, SABMSOTCS Bax-
HbIMM y4YacTHUKamu MeTabonunama BbICLLIMX pacTeHUI
1 npekypcopamu B GBocnHTE3€E BTOPOro no pacnpo-
CTpaHeHHOCTU Buononumepa — NUrH1Ha, COCTaBso-
wero o 30 % 6uomaccel pacteHun. Kak B cBO60gHOM
COCTOSIHUW, TaK U B CBSA3AHHbIX hopmax (rMmnko3nabl,
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nonmdeHornbl), rBasLUMIbHbIE U CUPUHTUIBHBIE EHO-
bl B 3HAYUTENbHbIX KONMYECTBAaX BCTPEYatTCs B MPO-
OyKTax nuTaHms (MHOrmx sirogax, pykTax, OBOLLax,
Kodbe, Yae, cokax 1 BUHaX), BbIMONHAOT BaXHble u-
3nonoruyeckue oyHkLun, obnagass pasHoobpasHbI-
MU BMAaMy GUONOrM4eckon akTMBHOCTU, Hanpumep
NPOTUBOSI3BEHHON, NPOTUBOBOCNANMUTENBHOW, MPOTK-
BOBMPYCHOW, NpoTMBoonyxoneson. Kpome Toro, npu-
POAHbIE hEeHONMbI LUMPOKO U3BECTHLI CBOMMW aHTUOK-
CUOaHTHbIMK cBOMCTBaMM [1-4].
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C Lpyrovi CTOPOHbI, COCTaBnsAst OCHOBY FNUTHWHA,
Takve coeanHeHns obpasyTcs npu ero gerpagaumm
KaK B MPUPOAHBIX YCNOBMSX, TaK U B TEXHOSOrMYECKNX
npoueccax XMMn4eckom nepepaboTKkn pacTUTENbHO-
ro cblpbsi, MOryT B 60MbLUMX KONMYECTBaxX Nonagatb B
NMOBEPXHOCTHbIE BOAbI, HapyLuas npoLecchl poToCHH-
Te3a n yxyawas obuiee caHnTapHoe COCTOsIHME BOAO-
€MOB BBMAY 3HAYNTENBHOIO CHUXEHUS COAEPXKaHUSA
pacTBOpPeHHOro kucnopoaa. Hekotopble gpeHornbl 06-
nafatoT 3aMEeTHOW TOKCUYHOCTbIO, KAHLLEPOreHHbLIMMU U
MyTareHHbIMW1 CBONCTBaMU [5], YTO NO3BOMSIET OTHOCUTb
NX K MPUOPUTETHBIM 3arps3HAoLMM BellecTBam [6, 7].

B cBA3K ¢ 3TMM BecbMa akTyarnbHON ABNsAeT-
csa pa3paboTtka cnocoboB 0O4HOBPEMEHHOrO onpeae-
NIEHNSI MaKCMMarbHO LUMPOKOTO Kpyra POACTBEHHbIX
NUTHUHY PEHOSbHBLIX COEAMHEHWI KaK B pacTUTENb-
HbIX 9KCTpaKTax, Tak U B NMPMPOAHbIX BOAAX, a Takxke
TEXHONOMMYECKUX pacTBOpax U CToKax NpeanpuaTun
NecoXMMUYECKOro KOMMrekca.

B HacTosiLLee BpeMs CyLecTByeT HECKOITbKO
rpynn MeTofoB, NCMONb3yeMbIX AMS onpeaeneHus
heHOMOB 1 pasnuyalrLLmMxcsa mexay cobow no vys-
CTBUTENBHOCTU, CENEKTUBHOCTU, TPYAOEMKOCTU U Tpe-
Gyemon annapaTtype, ogHako Hanbonbllee pacnpo-
CTpaHeHve Nony4Ynny xpomartorpadguyeckme MeToabl.

[ns onpegeneHns neTy4nx oeHonoB 4YacTo nc-
nonb3yT razoxpomaTorpaguyeckme metoamku. Mc-
Nnonb30BaHWe NamMeHHO-NOHU3aLNOHHOTO AEeTEKTUPO-
BaHus [8, 9] npy aTOM NO3BONSAET AOCTUraTh NPeaenoB
o6HapyxeHust oo 0.5 mkr/n. Hegoctatkamu faHHoro
MeToAa SBNANTCH BO3MOXHOCTb AECTPYKUMUM Hambo-
nee TepmonabunbHbIX COeQUHEHMIN B XO4€ aHanmaa,
a Takxe Heobxo0AMMOCTb NpeaBapuUTENbLHOrO NepeBo-
[a HeKOTOpbIX (PeHOMOB B NIETYYME NPOU3BOAHbIE (Me-
TUNNPOBaHNE, CUNNIIMPOBAHME).

Haunbonee wnpoko Ansa onpegeneHnsa eHorb-
HbIX COEQUHEHMI MCMONb3YoTCS cnocobbl 0bpaLLeH-
Ho-(hasoBon BIXX, He Tpebytowmne gononHUTenb-
HbIX CTaaui gepuBaTU3auun, ¢ pasnnyHsbIMU TUNamMm
AeTekTMpoBaHug: gnyopumeTtpudeckmum [10, 1], anek-
Tpoxmmmyeckmum [12, 13], botomeTpudecknm [14-16].
[MockonbKy 3TN COEANHEHWS, Kak MPaBMUIIo, XapakTepu-
3YIOTCA CUMbHBIM NornoLeHnem B YO-obnactu cnek-
Tpa, Hamboree 4acTo UCNOSb3yeMbIM METOAOM OETEK-
TMpoBaHusl B BOXKX aBnsetcsa cnektpogotomeTpus.
BcneacTtsue CyLecTBEHHOIO pas3nuyms B MONSPHOCTH
heHONbHbIX COEAMHEHUI C Pa3NNYHbBIMU 3aMecTuTe-
NsiMK B apoMaTrYeckoM siape, B 6onbLunHcTBe paboT
ncnonb3yeTcs rpagueHTHoe 3MMpoBaHMeE B LUMPO-
KOM Ouana3oHe KOHLEHTpaLuin opraHMyeckoro Kom-
NMOHEHTa NOABWXHOW pasbl, YTO MOXET NPUBOANTbL K
BO3HMKHOBEHWIO Ha XpomaTtorpammax aptTedakTos, a
TakXxe yBeNMYEeHU0 BpEMEHU aHanunsa BBuay Heob-
XOAMMOCTMN LOMNOMHUTENBHOIO KOHANLNOHUPOBaHUS
KOITOHKM MOCHe 3aBepLUEHNsi MporpamMMbl rpagueHTa.
B kayecTBe anbTepHaTUBblI TAKOMY MOAXOAY MOXHO
paccMmaTtpuBaTb NPUMEHEHNE BMECTO KIacCuYeCKnx
HenonspHbIX COPOGEHTOB C NMPUBUTLIMU OKTUIBHBIMM
UIM OKTageuunbHbIMU rpynnMpoBKamMu GudyHkum-

OHanbHbIX HEMOABWXHbIX (a3, cogepXKallmx Kak rm-
Opobo6HbIE, TaK 1 NONsipHbIE TPYNMbl (TMAPOKCUITb-
Hble, aMVaHbIE U Np.).

HecmoTps Ha 3HaunTEnNBHOE KONMMYECTBO paboT
no onpegeneHnio OEHONOB B pa3nNnyHbiX obbekTax,
OCHOBHOE BHUMaHWe pasnu4HbIMY aBTopaMu yaens-
eTcst Hanbonee onacHbIM COeQUHEHUAM, TaKUM Kak
COBCTBEHHO (hbeHon, ero ranoreH- 1 ankun3ameLleH-
Hble NPOM3BOAHbIE, B TO BPEMS KaK NMLb OTAENbHbIE
NpeACTaBUTENM BasSILUIIBbHBIX U CUPUHIUMBHBIX de-
HOMNOB NonagaloT B Kpyr nccnegyemolx sewecTts. [o
HacTOsLWEero BpeMeHn xpomaTtorpaduyeckoe onpe-
OeneHne WpoKoro Habopa Taknx COeanHEHNIN Mpak-
TUYECKN He OCBELLEHO B nuTepatype. VcknioyeHrem
saBnsieTcs pabota [17], nocBsiLeHHas nccneaoBaHuio
CTOYHbIX BOA LIENI0N03HO-6yMaXXHOM NPOMBbILLIIEHHO-
CTM 1 BbIMOJSIHEHHAS C UCMOMb30BaHNEM OKTaAeLUnb-
HOW HeNoABWXXHOW chasbl, 0becneunBLLEN pa3deneHne
OoOVHHAZUaTH heHOSbHBIX COEAMHEHWIA, B TOM Yncne
eHona, HeKOTOPbIX MPOU3BOAHLIX rBaskona, AByxa-
TOMHbIX heHONOB U Kpe3onos. OrpaHn4eHnsi co CTo-
POHbI NCNOJTb30BaHHONW NpMbopHOI 6a3bl (MUKPOKO-
FNIOHOYHBIN XpomaTorpad) He NO3BONWUM PACLLUNPUTL
Kpyr onpegensieMblX COeANHEHNA U AOCTUYb BbICO-
KOV YyBCTBMTENBHOCTM ONpeaeneHus, Yto notpebo-
Basno NpMMEHEeHMS MHOTOCTagUMHOIo KOHLEHTPUPO-
BaHMs1 0Opa3uoB.

Ha BocnonHeHve gaHHoro npobena Hanpasne-
HO HacToslLLiee UccrnegoBaHue, Lenbo KOTOPOro siB-
ngetcs pa3paboTka Nogxo40B K OO4HOBPEMEHHOMY
3KCMPECCHOMY OMNpPEeAENEeHN0 POACTBEHHbIX NTUTHU-
HY heHOMNOB MeTOAOM BblCOKOI((EKTUBHOM XNA-
KOCTHOW Xpomarorpaduu.

OKCMNEPUMEHTAJIbHAA YACTb

O6BexkmbI uccnedogaHusl. B kauectse 06bek-
TOB MCCMNeAoBaHMs BbiOpaHbl KOMMEPYECKN JOCTYN-
Hble NnpenapaTtsbl nponssoacTea Sigma-Aldrich n Fluka,
MOZEeNMpYyoLLIMe OCHOBHbIE CTPYKTYPHbIE oparMeHTbl
NPUPOAHBIX NIUTHWHOB: aueToBaHUNoH (1), aueTocmpuH-
roH (), BaHunuH (lll), BaHMnmMHoBas kucnota (IV), Be-
patpoBbin anbgervg (V), sepatpon (VI), reasikon (VII),
koHndbepunosbii anbaerng (VII), cupeHesbin anbae-
g (1X), cupenesas kucnota (X), cupuHron (Xl), de-
Hon (XII), bepynoeas kucnota (XIll), c cogepxaHnem
OCHOBHOr0O KOMMoHeHTa 6onee 97 %. CTpyKTypHble
bopmynbl COeANHEHWUI NpeacTaBneHbl Ha puc. 1.

B kavecTtBe peanbHoro obbvekTa nccnenosa-
HUsa ans anpobaunn paspabaTbiBaeMblX NOAXOLOB
ncnonb3oBanu Npody CTOYHOW BOAbI Liexa oTbenku
Lennonosbl NpeanpuUaTUa Lensono3Ho-6ymMaxHON
NPOMbILLIIEHHOCTW.

Xpomamoepaghuyeckuli aHasu3. XpoMmarto-
rpadomMyeckuii aHanm3 BbINOMHANM C UCMONb30BaHNEM
YB3XX-cuctembl LC-30 “Nexera” (Shimadzu, AnoHus),
cocTosLlen 13 BakyymHoro aerasatopa DGU-20A,,
AByx HacocoB LC-30AD c¢ cuctemown chopMmpoBaHms
rpagmeHTa Ha CTOPOHE BbICOKOro AaBfieHns, aBTocam-
nnepa SIL-30AC, TepmocTaTa konoHok CTO-20A u gu-
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OOHO-MaTPUYHOrO CNEKTPOOTOMETPUYECKOIO AETEK-
Topa SPD-M20A, ocHallleHHOro TepMocTaTMpyemon
aHanMTU4eCKoN NONMyMUKPOKIOBETONM C AMIMHON ONTU-
YecKoro nyTn 5 mm.

[nsa pasgenexHus npumeHsinm obpalleHHo-da-
30Bble konoHku Zorbax Eclipse Plus C18, 100x3.0 mm,
3.5 mkm, (Agilent, CLLIA), Zorbax Bonus-RP, 150x3.0 mm,
3.5 mkM, (Agilent, CLLUA) n Nucleodur PolarTec, 150x2.0
MM, 1.8 mkm (Macherey-Nagel, lfepmanus). B kavectse
3MeHTa ucnone3oBany cMecu auetoHutpuna (0 copr,
HIMK “Kpuoxpom”, C.-lNeTepOypr) 1 BbICOKOUMCTOW BOAbI
| TUNa ¢ yaenbHbIM conpoTuBrneHnem 18.2 MOm-cm,
nony4YeHHoOM HenocpeacTBEHHO nepen NpoBeAeHuU-
eM akcnepumeHTa B cucteme Simplicity UV (Millipore,
®paHuyus). na nogaBneHns guccoumaumm aHanmToB
[18] B nogBwmxHyto chasy gobasnsnu 0.5 % 06. mypa-
BbUHOM kncnotbl (HPLC grade, Aldrich). Bo Bcex akc-
nepMMeHTax UCNonb30Bann N30KPaTUIECKUA PEXUM
3MNIONPOBaHUS, CKOPOCTb NOTOKA 3M0EHTa COCTaBNA-
na 0.4 mn/MuH, Temnepatypa TepmocTtata — 40 °C;
o6bem BBOAMMON Npobbl — 10 Mkn. [leTekTupoBaHme
ocyLecTBnaANmM B guanasoHe anuH BonH 200-400 Hm
CO crnekTpanbHbIM paspeLleHvem 1.2 Hw.

lMpuzomoesieHue epadyupo8oYHbIX pacmeo-
poe. BecoBbIM METOAOM rOTOBUM UCXOAHbIE PACTBO-
pbl UHAMBUAYaNbHbLIX KOMIOHEHTOB B aLETOHUTPUIE
¢ koHueHTpaumen 1000 mr/n. NyTem nocnegoBaterib-
HbIX pa3baBneHui Nonyyanu rpagynpoBOYHbIE pac-
TBOpPbI B AnanasoHe koHueHTpaumin ot 0.1 go 10.0 mr/n.
WcxoaHble pacTBopbl XpaHunv npu temnepartype 4 °C
He Oonee Hegenu, paboyne pacTBOpPbI MCMOMb30BaNu
HEMOCPeACTBEHHO NOCIE NMPUrOTOBIEHWS.

Teepdogha3Hasi akcmpakyusi. ns KOHUEHTPK-
pOBaHUS aHaNMTOB MCMNOMb30BanM MeTod TBepaodas-
HoW akcTpakuum (TPI), HAXOAALLMI LUMPOKOE NpUMe-
HEeHWne B COBPEMEHHOW aHaNUTUYECKON NpaKkTUKe nNpu
onpegenexHnm peHonos 1 obrnagaroLMn HECOMHEHHbI-
MU MpenmyLlecTBaMm B nnaHe NpoCcTOoThl U 3KCNpece-
HOCTM NPO6ONOAroTOBKN. QKCNEPUMEHTLI MPOBOAMITUN
C Mcnonb3oBaHneM naTtpoHoB Ans T3 obbemom 1 Mn
“Nmanak-C16 Plus” n “Onanak-I" (3A0 BunoXnumMak CT,
MockBa), cogepxalmx copbeHTbl Ha OCHOBE rMapo-
(0obM3MPOBaAHHOIO CUMMKArens U CBEPXCLUMTOrO Mno-
NUCTMpona cooTBeTCTBEHHO [19, 20].

HenocpeacTBeHHO nepef NpoBefeHNEM KOH-
LEeHTPMpPOBaHMs NaTpoH KOHAULMOHMPOBANMN Npo-
nyckaHnem 5 mn auetoHntpuna u 10 mn BoAbl, co-
aepxauwert 0.5 % MypaBbUHON KUCNOTbI. ANNKBOTY
nccrnegyemon npodbbl o6bemom 100 M nogKMCNsu
MypaBbWHOW KUcnoTon go pH = 2.1-2.2 n nponyckanu
Yyepes NaTpoH, YCTAHOBIEHHBIN B BaKyyMHbIA MaHK-
dong (Macherey-Nagel, lepmaHus), co CKOPOCTbIO HE
6onee 5 mn/mMmyH. CopbrupoBaHHbIN aHanuT cMbiBanu 2
MIT aLeToHUTpuna, antaTt pa3baBnsanv B ABa pasa ge-
NMOHM30BaHHOM BOAOW. Taknm o6pa3om, JoCTUranochb
KOHUeHTpupoBaHue B 25 pas. [Nony4eHHbIn pacTsop
dunsTpoBanu Npy NOMOLLM MEMBPAHHOIO HENITOHO-
Boro ¢punetpa (0.22 MKM) U BBOAUNN B XpOMaTorpa-
PUYECKYIO CUCTEMY.
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Puc. 1. CTpykTypHble hopMyrnbl uccrneayembix COeAMHEHNI

PE3YJIbTATbl U UX OBCYXXAEHUE

Xpomamoepaghudeckoe pazdeneHue. Vicxons
13 He06X0AMMOCTU LOCTMXKEHNS MaKCUManbHON Npo-
CTOTbl M 3KCMPECCHOCTN NPOBEAEHNSA aHanuaa, Bce
3KCMEPUMEHTbLI NPOBOAMITM B U3OKPATUYECKOM PEXN-
Me antompoBaHusa. OTkas oT hopMMpoBaHUA rpaaneH-
Ta cocTaBa NnoABWXHOM asbl He NO3BONUI AOCTUYb
NpYeMIeMOro pasaeneHust Ha Kflaccu4eckoM okTage-
unnbHoM copbeHTe (Zorbax Eclipse Plus C18) BBugy
B0ornbLLOro pa3nuyns B NONsipHOCTU UCCneayembIX Be-
LecTB. Tak, CHWXeHWeE 3MnpYoLLEN CUMbl TOOBUXKHON
dasbl Ans obecneyeHns BENMYMH KO3 HULNEHTOB EM-
KocTn (k') dbeHOMbHbIX KaPBOHOBLIX KUCIOT U anbae-
rMOOB Ha YpOBHe, NpeBbilatoLlemM 1, Be4eT K Hegony-
CTMMOMY YBEJTMYEHMUIO BPEMEHN YAEPXKUBAHUSA TaKMX
KOMMOHEHTOB, Kak BepaTporsl 1 KOHUdepUnoBbIn anb-
aerng (6onee 40 MUH) CONPOBOXAAMOLLEMYCS CUITb-
HbIM pa3MblBaHNEM XpoOMaTorpadnyecKkmnx nMKoB U,
Kak crnieacTsue, noTepen YyBcTBUTENBHOCTU. Pelue-
HWe 3agayum MoSTHOro pasaeneHns Havbonee nonsp-
HbIX aHANNTOB B TAKNX YCINOBUSIX OKa3anochk B NPUHLM-
ne HECOBMECTUMbIM C onpegeneHmemM rugpodobHbIX
coefVHeHU — Hanbonee yaepXxmBaemble KOMMNOHEH-
Tbl HE 3ITHOUPYIOTCH U3 KOJTOHKM 3@ pa3yMHOE BPEMSI.

[ns npeogoneHuns gaHHou npobnemsl B garnb-
HEMLLNX IKCNEPUMEHTaxX HaMM NCMOb30BaHa OUyHK-
LUMoHanbHasa HenoaBmxkHas asa Ha OCHOBE CUSMKa-
rens ¢ TeTpageunnbHbIMU paguKanaMmm, KoBaneHTHo
NPUBUTBLIMU Yepe3 BHEAPEHHbIE B alKUITbHbIE LIENU
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Puc. 2. XpomaTorpamma ctaHgapTHomn cmecu deHonos. MNa-
pameTpbl pasgeneHus: HenoaswxkHasa dasa Zorbax Bonus-
RP, antoeHT aueTtoHnTpun — Boga (18 : 82), ckopocTb NOTO-
ka 0.4 mn/MuH, anuHa BonHbl 280 HM

amugHble rpynnbl (Zorbax Bonus-RP). 3a cuet go-
HOPHO-aKLUENTOPHbLIX B3aUMOAENCTBUIA C HAMKU (he-
HOMNbHbIX TMOPOKCUIBbHBIX U KapBOKCUMBbHbIX Tpymnn
aHanUTOB JOCTUraeTcs NpuemMreMoe yaepxmBaHme
NONSIPHBIX KOMMOHEHTOB MPY COAEPXaHUM aLeTOHU-
Tpuna B 3M0eHTe, JOCTAaTOYHOrO Ans 3MMpoBaHUSA
BepaTpona B Te4eHue 20 MuH. BapbrpoBaHue cocTasa
noaBwXHOM chaskbl No3Bonmno nogobpaTe onTumans-
Hble YCrNoBUS pa3feneHns ¢ MakcMMarbHbIM paspe-
LLUEeHMeM Npu HaxXoXAeHUN BCeX aHanMTOB B LIENEBOM
AnanasoHe 3HadeHun k' ot 2 po 10 (puc. 2), uto go-
CTUraeTcsi NP1 KOHLEHTpaLMM aLeTOHUTPpUNa, paBHON
18 % 06. HepgoctatkoM AaHHON METOOUKM ABMsieTCs
HEBO3MOXHOCTb pa3geneHus AByX nap CoeanHeHun,
XapaKkTepu3yLLMXCA NPaKkTUYECKN NOAEHTUYHBIMU KO-
appumLmMeHTamMn eMKOCTU, HECMOTPS Ha CyLLEeCTBEH-
Hble pa3nnyns B CTPYKTYPE U XMMUYECKNX CBOMCTBAX:
reasikona v eHona, a Takxe aueToBaHUIIOHa N Cu-
PVIHrona, CUNbHO pasnnMyaroLLMXcs Mo yaAepPXNBaHWIO
Ha copbeHTax ¢ daszamu C8 nnu C18. [aHHbI ag-
heKT 0OBACHSAETCS ABOVHLIM MEXAHU3MOM YAEPXKN-
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Puc. 3. XpomaTtorpamma ctaHgapTHOM cmecu cheHonoB. MNa-
pameTpbl pasgenenus: HenogswxkHaga pasa Nucleodur Pol-
arTec, anoeHT aueToHuTpun — Boaa (18 : 82), ckopocTb no-

Toka 0.4 Mn/MUH, AnunHa BonHbl 280 HM

BaHWsi HA BUPYHKUMOHaNbHOM copOeHTe 1, B Criyyae
Hanboree MHTepecHoN napbl eHON-reaskon, no-
BUOMMOMY, CBA3aH C O4HOBPEMEHHbBIM CHUXKEHNEM
rmapomnbHOCTN U 4OCTYMHOCTM PEHONBbHON MMOPOK-
CUMbHOW rpynnbl 418 LOHOPHO-aKLENTOPHbLIX B3aUMO-
OeNCTBUN 3a cHeT 06pa3oBaHWs BHY TPMMONEKYSPHON
BOLOPOAHOW CBSA3M NPV BBEAEHUN OPMO-METOKCUITb-
HoW rpynnbl. PasgeneHns Takux KOMNOHEHTOB yaa-
€TCs AOCTUYb NPY U3MEHEHUN XUMUYECKOW NPUPOAbI
NnoABWXHOW hasbl, HANPUMEP, 3a CYET 3aMeHbl aLe-
TOHWUTPWNA Ha MeTaHon. TeM He MeHee, Takas 3ame-
Ha He okasanacb onpaBLaHHOW BBMAY PE3KOro yxya-
LEeHNS paspeLleHns mexay ApyrMMm KOMNOHEHTaMM
aHanu3npyemomn cMecu.

B cBA3n ¢ 3TUM, fanbHenwyw onTMMn3aumo
pa3feneHns poACTBEHHbIX MUTHUHY (PEeHOMbHbBIX CO-
€[VHEHNI OCYLLECTBNANM 3a CHET NPYMEHEHUS amui-
HOW HeMnoABWXHOW asbl, aHanornyHon Zorbax Bonus-
RP, Ho oTnuyatoLlencs 6onbLuUel ANMHOM ankuibHON
uenu (C18), a Takxe MeHbLUMM pa3mepoM 3epHa cop-
©eHTa n, COOTBETCTBEHHO, OonbLueln 3 PEKTUBHO-
cTbto — Nucleodur PolarTec.

[Mony4yeHHble pe3ynbTaThl NoKasanu, YTo Hau-
nyJllee pasgeneHne JocTuraeTcs npu TOM Xe cocTa-
BE MOABWXHOW hasbl, 4TO M B crnyvae copbeHTa Zorb-
ax Bonus-RP (puc. 3). Bce KOMNOHEHThI OKa3bIBaKOTCS
pasgeneHHbiMu 3a 10 muHyT (k' = 2-10) Bnarogaps
yBENNYEHMNIO NIMHENHON CKOPOCTU NOTOKa B 2.25 pasa
npv UCNorb30BaHUW faBNeHUin B cucteme nopsigka 50
Mla. Hanbonee KpUTUYHbLIM SBNSETCA paspeLleHne
MYKOB NpeAeribHoO BN3Kux No CBOMM CBOWCTBaM CO-
€[VHEHWI TBaASILNIIBHOIO U CUPUHIUSIBHOTO PSIAOB, OT-
NMYaoLLUXCH TOMBKO HANNYMEM METOKCUIBHOM rpynnbl

— CUPEHEBOro anbAervaa v BaHWmnuHa, a Takxe aue-
TOBaHWIOHA U aLeTOCUpPUHroHa. Tem He MeHee, npu
ncnonb3oBaHnn pa3paboTaHHOro xpomartorpagpuye-
CKOro MeTofa paspeLleHne NMMKOB KOMMNOHEHTOB IX ©
[ll coctaBnsieT 0.92 Ha ypoBHe KoHUeHTpauu 10 mr/n,
a onga komnoHeHToB | n Il — 1.05. YuntbiBas TOT dakT,
YTO 4119 KONMYECTBEHHOIO aHanu3a Heobxoaumo pas-
pelleHne mexay nukamu He meHee 0.8 [21], npeano-
XKEHHbIN NOAXO0A MOXHO CUMTaTb NPUEMIEMbIM AN
aHanmsa eHosbHbIX CoeaMHEHUN.

KonuyecmeeHHbiii aHanu3. Viccrnenyemble co-
€[VHEHMS 3HAYNTENBHO pasnuyarTCcs No crekTpam
MornoLeHus, B MepPBYIO 04Yepeb 3a CYET Hanu4ms
UNKN OTCYTCTBUS B apa-3amecTUTene ConpsiKeHHbIX
C apoMaTMYECKUM 4POM KapOOHUINBHOW rpynnbl Unn
OBOWHON yrnepoa-yrnepoaHON CBA3W, Bbi3biBAKOLLMX
6aTOXPOMHbIN COBUI NMOMOC NOIMOLLEHNS, COOTBETCTBY-
HOLLMX TT — TT* nepexogam, a TakxKe NosiBreHne 4onon-
HUTENbHBIX Nofoc B o6nactu Beiwe 300 HM. B cBs3K
C 9TUM, UCNONb30BaHMEe CNeKTPO(OTOMETPUUECKOIO
OEeTeKTUPOBaHUSA Npu ogHON PUKCMPOBAHHOW OfNHE
BOJTHbI MPUBOOUT K CYLLLECTBEHHOMY CHUXXEHWIO NHTEH-
CMBHOCTU CUrHana geTektopa Ans 4actv aHanuToB U
He npeAcTaBnsieTcs onpasAaaHHbIM. [IpuMeHeHne MHo-
rOBOMHOBOrO AMOAHO-MAaTPUYHOrO AETEKTMPOBAHMUSA
MO3BONNIIO HaM NPEOAONETh YKa3aHHOE 3aTpyaHEHNE,
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Tabnuua 1

I'Ipep,enbl 06Hapy>|<eH|/|;| M KONMMYeCTBEHHOrIO onpenerneHna nccnegyemblix COeaNHEHNN.

Mpegen Mpeaen konnye-
KomnoHeHT A, HM N HM a obHapy>xeHus, CTBEHHOrO onpeaene-
MKr/n HUS, MKI/n
| 276 280 38670 2.5 8.3
Il 298 300 42937 2.2 7.3
Il 280 280 55402 1.6 5.4
v 261 260 45670 1.8 6.1
\Y, 279 280 52994 2.3 7.5
VI 274 280 9091 17 57
Vil 276 280 12459 8.0 27
VIl 339 340 87796 1.7 6.8
IX 308 310 39920 2.0 5.3
X 275 280 53677 1.6 5.6
XI 269 270 4673 21 69
XIl 271 270 11833 8.8 29
Xl 323 320 63291 2.2 7.2

OLHOBPEMEHHO MOBbLICUB LOCTOBEPHOCTb UAEHTUN-
Kauum LeneBblX KOMMNOHEHTOB B CMOXHbIX MaTpuLiax
N CENEeKTUBHOCTb aHanu3a. [ins uenemn KonmyecTBeH-
HOro aHanuaa BblGpaHbl ANWHBEI BOMH (A), 6nnskme K
MakcyMyMam MOrmnoLEeHNs NCCneayeMbIX COEANHEHNN
(,,,) B obnactn 250-350 HMm (Tabn. 1). HecmoTpsa Ha
Hanuuue B cnekTpax nornoLleHus 6onbLIMHCTBA goe-
HonoB 6ofiee NHTEHCMBHLIX NMUKOB B parioHe 210-220
HM, UCMOMNb30BaHNE UX B KAYECTBE aHANUTUYECKUX HE
MPUBENO K MOBbLILLIEHWIO YyBCTBUTENBHOCTH ONpeaene-
HWs1 BCIEACTBUE CYLLECTBEHHOrO BO3pacTaHUs ypoB-
HS LIyMa B KOPOTKOBONHOBOM obnacTtu 3a cyet 60nb-
Lwero hOHOBOrO MOTMOLLEHMS TOEHTA.

M3y4eHne pacTBOpOB CTaHOAPTOB C KOHLIEHTPa-
ymsmum 0.1-10.0 mr/n nokasano cobnogeHne nMHenHo-
CTV IrPagyMpPOBOYHbIX 3aBMCMMOCTEN, ONUCBIBAEMBbIX
ypaBHEeHVEM 3aB1UCUMOCTU NMOLLAAN NMKa OT KOHLEH-
Tpauuuv Buaa “y = ax”, BO BceM uccnegyeMom manaso-
He ¢ KoathdurumeHToM Koppensumm 6onee 0.995 ans
KaxJoro KoMnoHeHTa. Ha ocHoBe oLeHOK cpeHeKkBa-
APAaTUYHOrO OTKINOHEHMSA CUrHAoB 6a30BOV NIMHWN (S,)
Ha XpomaTorpaMmmMax paccyuTaHbl npegensl obHapy-
YKEHWSI N KONMYECTBEHHOMO ONpeaeneHns Ha OCHOBe
kputepmes 3s, 1 10s, cOOTBETCTBEHHO. [Nony4YeHHble
pe3ynbTaThl NpeacTaBneHbl B Tabn. 1.

OueBunaHO, YTO BOMBLUNMHCTBO UCCIEAYEMbIX KOM-
NMOHEHTOB XapaKTepU3YyTCA AOBOSbHO HU3KUMU Npe-
Aernamu oOHapyXeHusi, He NPEBbILLAOLLUMWN HECKOMb-
Knx MKr/n. Tem He MeHee, ypoBeHb NJK ons o6bekToB
pblOOX03ANCTBEHHOIO Ha3HAYEHNS 41151 TAKOro KOMMO-
HeHTa, kak dpeHon, coctasnsaet 1 mkr/n [22], uTo go-
CTUXMUMO NULLb C NPUMEHEHUEM TEXHUKIN NpeaBapu-
TENbHOro KOHLEHTPUPOBAHMSI.

Cop6yuoHHOE KOHUEeHmpupoeaHue ¢heHOos1086.
[MpoBeneHo cpaBHeHNe 3OHEKTUBHOCTN ABYX TUMOB
copbeHTOoB Ha OCHOBE rMAPOHOBM3NPOBAHHOIO CUNN-
Karesns v CBEPXCLUMTOrO NOIMCTMpona, Hambonee 4YacTo
NpUMeHsieMbIX A58 eHOoNbHbIX coeanHeHui. MpoBo-
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OUNN1 Tpy napannenbHbIX 3KCNepMMeHTa Mo 3KCTpak-
LUK M3 BOQHOrO pacTBopa cMecu heHO0B C KOHLIEH-
Tpaumen Kaxxgoro KomnoHeHTa, coctasnstowen 100
MKr/n. T1o nonyYeHHbIM 3Ha4YeHMAM Obinn paccynTa-
Hbl CTEMNEHN U3BIEYEHNS UCCIEAYEMbIX COEQNHEHNN,
pesynbraThl NpeAcTaBneHbl B Tadn. 2.

M3 nony4veHHbIX JaHHbIX BUAHO, YTO rekcaae-
uMnbHas asa MOXET yCMNeLwHOo NPUMEHATLCSA AN
KOHLIEHTPUPOBAHUSA NuLb Hanbonee rmapodobHbIX
coegMHEeHUn BepaTpoOBOro TMMa, a Takxke KoHudepu-
nosoro anbaernga. [Ans octanbHbIX BELWECTB CTEMNEHb
N3BMEeYeHNs, AOCTUrHYTas Npy NCNONb30BaHNK Cop-
6eHTa [Inanak-C16, asnserca kpanHe H13kon. bonee
npeanoyTUTENbHBIM CrieayeT NpU3HaTh NPpUMEHeHVe

Tabnuua 2

CTtenenn nsBneyeHns 1 npegernbl 06HapYyXeHUst nc-
cnegyemblX COEQUHEHNI MPpU NpUMeHeHUn TOI KoH-
LLEHTPUPOBAHMSI.

Onanak C16 Plus Ouanak-I1
- n M
Kom CteneHb peaen CteneHb peAen
no- o6Hapy- o6Hapy-
n3Bneyve- n3Bneyve-
HEHT XKeHus, XKeHus,
HUs, % HUS, %
MKr/n MKI/n

| 26+2.2 0.4 105+ 3 01
1] 29+0.1 0.3 88+9 01
1} 11+£0.3 0.6 105+ 3 01
\Y 2.8+0.2 2.6 657 01
V 801 01 106 £ 2 0.1
VI 94 +1 0.7 905 0.8
VIl 11+0.7 2.9 1007 0.3
VIl 45 + 1 0.2 87+9 0.1
IX 17 £ 0.2 0.5 76+ 6 0.1
X 25+0.2 2.6 56+ 6 0.1
XI 22+1 3.8 96+ 6 0.9
XIl 3.0+0.2 12 917 0.4
XIlI 8.0+0.7 1.1 52+7 0.2
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Puc. 4. XpomaTorpamma CKOHLIEHTPUPOBAHHON CTOYHON
BoAbl oT6enbHoro uexa LIBI. MapameTpbl pa3geneHus:
HenoaBwxkHasa ¢asa Nucleodur PolarTec, antoeHT aueTo-
HuTpun —Boga (18 : 82), ckopocTb notoka 0.4 Mn/mMuH, Ann-
Ha BONHbI 280 HM

copbeHTa [Inanak-I. OH aeMoHCTpUpYeT, Hapsay C Xo-
poLuei BOCNPOU3BOANMOCTbIO, CTEMEHN U3BIEYEHNS,
npesbiwarowme 75 % ana nogasnsawwero 60nbLWMH-
CTBa KOMMOHEHTOB, YTO MOXHO CYMTaTb NPMEMIIEMbIM
pe3ynbratoM. Kap6oHOBbIE KUCMOThI (BAHUMHOBAS,
cvpeHeBas 1 hepynoBas) xapakTepusyTcs u3sneye-
HueM Ha ypoBHe 50-60 %, ogHako, yunTbiBas HU3KME
npenenbl 00HapyXeHus, npuMeHeHne TO KOHUEHTPK-
POBaHUs OTKPbIBAET BO3MOXXHOCTb ONpeaerieHns AaH-
HbIX BELLECTB Ha YPOBHE AECATLIX Aonen Mkr/n (tabn. 2).

AHanu3 cmoyHol eo0dbl. [ns anpobauun u
OLEHKN NPUMEHNMOCTM pa3paboTaHHbIX MOAX040B
onpegeneHns )eHonoB B Ka4ecTBe pearibHOro 0ob-
ekTa Oblfia npoaHanuanpoBaHa npoba CTOYHOW BOAbI
0T6ENbHOrO Liexa Liennno3Ho-0ymaxKHOro npeanpusi-
TUS, peanuayoLLero KNCNOPOAHO-LLENOYHYO TEXHOMO-
rMo oTOEnKN LLennionosbl ANs yganeHus oCTaTouHbIX
KonuyecTB nurHMHa. ObpaseL nogBepranm KOHUEHTPK-
poBaHuto ¢ nomoLubio TOI (Ouanak-I1), skcTpakT BBO-
aunu B xpomarorpaduyeckyto cuctemy. [lonyyeHHas
XpomaTorpamma npegcrasrieHa Ha puc. 4. HecmoTps
Ha CMOXHOCTb MaTpWLbl U HU3KNI YPOBEHb KOHLEHTPa-
LI, NMUKK LieNEBbIX KOMMOHEHTOB AOCTATOYHO XOPOLLO
OTAEeneHbl N HAAEXHO NOEHTUMUUPYOTCH MO Bpeme-
HaM yoepXMBaHUS 1 crekTpam nornoLleHus. B obpas-
ue obHapy)XeHbl rBasikor, BepaTporl, aLeTOBaHUIOH,
aLeTOCUPUHIOH 1 cupeHeBas kucnota. Bo nsbexa-
HMEe OLWMBOK, CBA3aHHbBIX C BO3MOXHbIM HaNIOXXEHVEM
XpomMaTorpauyeckmnx 30H aHarmMTOB U MOCTOPOHHMX

npvmecen, Anst oNpeaeneHns uccnelyemMbix BELLECTB
“cnonb3oBanu Takxe mMeTof 006aBOK, MOKa3aBLUMiA
pe3ynbTaThl, UAEHTUYHbIE AAaHHbLIM, NMOYyYEHHbIM MO
rpagyvpoBOYHbIM 3aBUCUMOCTSM (Tabn. 3).
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DETERMINATION OF LIGNIN RELATED PHENOLS BY HIGH
PERFORMANCE LIQUID CHROMATOGRAPHY

D.V. Ovchinnikov, D.S. Kosyakov, N.V. Ul'yanovskKii

Northern (Arctic) Federal University named after M.V. Lomonosoy,
Core Facility Center “Arktika”
Severnaya Dvina Emb. 17, Arkhangelsk, 163002, Russian Federation
d.kosyakov@narfu.ru

Para-derivatives of 2-methoxyphenol and 2,6-dimethoxyphenol, as well as their methyl esters,
are widely spreaded in nature. They play a role of important intermediates in the metabolism of higher
plants, precursors in the biosynthesis of lignin and are formed during its degradation including in the
processes of plant biomass chemical treatment. An approach for rapid simultaneous determination of
twelve main representatives of the lignin related compounds as well as phenol based on combination
of chromatographic separation in isocratic mode using bifunctional facing stationary phases (Zorbax
Bonus-RP and Nucleodur PolarTec) and multi-wavelength spectrophotometric detection is proposed.
It has been established that the optimum separation is achieved using a mobile phase of acetonitrile-
water-formic acid (18:81.5:0.5). Detection limits for the compounds studied are in the range from 1.6
to 21 yg / L. To increase the sensitivity of analysis the use of solid phase extraction of analytes on
hypercrosslinked polystyrene is proposed, it allows to determine reliably phenolic compounds at levels
not exceeding MPCs. The developed approaches have been tested in the analysis of the real object -
wastewater of pulp and paper mill.

Key words: High performance liquid chromatography, phenolic compounds, lignin related phenols,
solid phase extraction.
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