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XUMHUYECKHI AHAJIN3 CKUKEHHO-
T'A30BIX SKCTPAKTOB COIIBETHM JIUTIBI

Jembsinenko /I.B., lembsinenko B.T'.,
Amutpuesckuii JI.U.

HanuonanbHblii papmaneBTHYECKHI YHHBEPCUTET

B pabote MeTon0M BEICOKOY((HDEKTUBHOM KU~
KOCTHOHW Xpomarorpaduu OBUT TIpOBENEH aHamm3 ¢e-
HOJIBHBIX COEMHEHUH B 3KCTPAKTAaX, MOJYUYEHHBIX CHKH-
JKCHHBIMHM Ta3aMH W3 COLBETHH JIMMBL. YCTaHOBICHO,
4ytro (peonsl-32 U 410A TpOSIBIISIIM CEIEKTUBHOCTh K
MIPOU3BOJIHBIM (DJIABOHOMIOB U OKCUKOPHYHBIX KHCJIOT.
Bo ¢peoHO-aMMHadHBIX BBHITSOKKaX OOHApY)KEHBI Me-
TOKCUKyMapHHbI, OKCHKOPUYHBIE KUCIIOTHI U TIFOKO3U]
anureHuHa. Takum o0pa3oM, ONpeAEIeHHbIE CKMKEH-
HBIE Ta3bl ABJISIOTCS MEPCIEKTUBHBIMU SKCTparcHTaMu
JUIsl psiia GeHOJIBHBIX COEANHEHUH.

KaioueBble ciioBa: couBeTHs JIUIbI, pPEOHBI, SKCTpPaK-
ThI, BBICOKO3(h(heKTHBHAsI )KUAKOCTHAsE XpoMaTorpadusi,
aHayu3, (PCHOJILHBIC COCIUHCHHUS.

B nactosmee Bpems nBetku sl (Tiliae flos)
SIBIISTFOTCS OTHUM U3 IIECTH BUAOB JISKAPCTBEHHOTO pac-
tutensHOTO Chiphsi (JIPC), Ams KOTOPBIX OTCYTCTBYET
paznen ,,KonndyecTBeHHOe onpenesieHne” B MOHOTpadu-
ax EP7, A®Y, JP XV u BP 2009 [1, 2, 3, 4, 5]. Tonbko
B I'® Pecnybnuku bemapycek, c. 370 [6] umeercst cooT-
BETCTBYIOIIAs METOJMKA, TpelycMaTpUBarolas CTaH-
JApTHU3AIMIO IIBETKOB JIMIBI 110 COAEPKaHMIO (pIIaBOHO-
HJI0B, KOTOPOE NOHKHO OBbITh HEe MeHee 0,5 % oT Macchl
abCOJIFOTHO CYXOT'O CHIphSI B II€pecyeTe Ha KBEpIETHH.
KadecTBeHHBI M KOMMUYECTBEHHBIN COCTaB JIMIOQGHIb-
HBIX COEIMHEHWH, B YaCTHOCTH 3(UPHOrO Macia, He
HOPMUPYETCSI HU B OJHOW MOHOTrpaduu, XOTs yKa3zaH-
Hble Qpakuuy 6nosoruyeckn akTuBHbIX BeulecTB (BAB)
00J1a1a10T BBICOKOW NPOTHBOBOCHAIMTENIBHON U aHTH-
MHUKPOOHOI akKTUBHOCTBIO [7, 8].

OueBHIHO, YTO yKa3aHHasl CUTyallWs BbI3BaHA
HEJIOCTaTOYHOCTBIO TAHHBIX O BELIECTBAX, OTBEYAIOIINX
32 ONpemeICHHBI (hapMaKoIOTHIecKuii PQPEeKT, WiH
OTCYTCTBHUEM AHAIUTHYECKUX HCCIENOBAaHMUH HMX KOJH-
YECTBEHHOT'O COJIEPKAHUSL.

Takum oOpa3om, mpodiaema pa3pabOTKH METO-
JMK aHaln3a COLBETHH JIMIBI M BBIJCICHHBIX M3 HUX
9KCTPAKTOB ABJISIETCS BECbMa aKTyaJIbHOH.

CornacHO MMEIOMIUMCSI JINTEPATYPHBIM HCTOY-
HHUKaM, Ka4eCTBEHHBI W KOJWYECTBEHHBIH COCTaB JIH-
noduinpHEIX BAB, B ToM umncie 3¢pupHBIX Macel, moiy-
YEHHBIX W3 POJCTBEHHBIX BHJIOB JIMIT WM JaXe U3 OA-
HOTO BHUJIA, HO Pa3INYHBIMHU TEXHOJIOTUSIMH, CHJILHO Ba-
poupyer [9, 10, 11, 12]. Tak, nanpumep, s¢pupHoe mac-
JI0, BBIJICJICHHOE METOJIOM TMIPOJUCTHIULILHMU U3 CO-
usetnii 7. platy-phyllos pyMBIHCKOH 3aTOTOBKH, COAEp-
JKaJl0 MPEUMYIIECTBEHHO (eHmIITaHoa (cBbIme 26%),
(enonpHbIe 3¢dUpHl (0K0NO0 23%) W MOHOTEPIIEHOBHIE
crimptsl (18,9%), B TO BpeMst Kak CyMMapHOE COAeprKa-
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HUE ann(aTHYeCKUX YTrIIeBOIOPOJOB OBUIO HEOOIBITHM
—4,5% [11]. Cornacuo nansabmM [12] B a¢upHOM Macie
cousetuit T. cordata comepxutcs 88 KOMIIOHCHTOB, W3
KOTOpBIX 16 — B KonmdecTBe cBbime 1%, mpuyeM mo-
ciiesiHue B OOJBIIMHCTBE CBOEM MMEIOT TEPIICHOUIHYIO
CTpykTypy. Cienyer OTMETUTh, YTO BO BCEX BBILIECTIPH-
BE/ICHHBIX HMCCIIEIOBaHUsIX d(UPHBIE Macia U TEpIIeHO-
uabl OBLIM MOJTYYEHBl THIPOIUCTUILIALMEH, pexe 3KC-
TpakUueld OpraHUYecKUM pacTBOpuTeneM. Bcero numb
€AMHCTBCHHBIN Cpear HaWICHHBIX HaMH JUTEPaTyPHBIX
ncTOYHUKOB [10] mocBsillleH H3YYEHHIO XHUMHYECKOTO
cocTaBa JUNO(MUIBHBIX SKCTPAKTOB, BBIICICHHBIX CXKH-
JKEHHBIM Tra3oM TeTpadropaTaHoM (¢ppeoHoMm-134a) u3
couseruit Heapmakorneitnoro Buna 7ilia tomentosa.

B xonme mnpenpiaymux ucciaeqoBaHUNM Hamu
BIIEpBBIE OBLIM MOJIYYSHBI ITyTeM KOMIUIEKCHOW nepepa-
O0oTku couBetud Jmmbl [13, 14] CKMKEHHOTa30BBIE U
CBEPXKPUTUYECKUM SKCTPAKThl M3 COLBETHUN JIHUIIBI
cepaueBuaHON. Takke OBUIO YCTaHOBJICHO, YTO JIETY-
YUe COCTUHEHUS, KOTOPBIE BBIABILUINCH METOJOM Ta30-
xuakocTHo xpomarorpadun (IKX), cocrasmsum mo-
psaka 30-50% OoT Macchl 3KCTPAKTOB.

VY4uThIBas, 4TO Ha ONPEAEIECHHBIX CTAANAX IS
SKCTPAarupoBaHMs MCIOJIB30BATMCH OTHOCHTENBHO IIO-
JISIPHBIE CKIDKEHHBIE Ta3bl WM UX CMECH, MOXHO Tpel-
rmoJiarath mnepexoji GeHOIbHBIX coequHeHH ((hIaBoHO-
UI0B, (PEHOIOKHUCIOT, KYMapuHOB U JIp.) B HEJETy4HE
(hpakmn SKCTpakToB. McXoas U3 3TOTO0, IEeNbI0 JaHHOM
paboThl OBUIO TPOBEIEHHE KaYeCTBEHHOTO W KOJIMYe-
CTBEHHOT'0 aHaM3a (heHoNbHBIX BAB MeTomoM BrICOKO-
s dekTuBHOI xuaKocTHON XpomaTorpaduu (BOXKX).

Matepuanibl H MeTObI

HcXoaHbIM CBIppEM OBUIM COLIBETUS JIMIIBI
cepaueBunHoit Tilia cordata, 3aroToBicHHBIC B POBCH-
ckoit obmactu B 2008 r. M M3MENbYCHHBIC IO pa3Mepa
yactuil 0,5-2,0 mM.

B pesynpTare mocnenoBaTENbHOrO 3KCTparu-
POBaHHMs CHIPbS M IIPOTOB PA3JIMUHBIMHU CIKHIKECHHBIMH
razamu, a Taxke CK-CO,, ObUTH HOITYYEHBI CICTYIOIIHE
00pasIbl:

Nel — naumoGUIBHBIA DKCTPAKT W3 COLBETHUH
JIMITBI, BBIAEIEHHBIH TudropxiopmeraHoM ((hpeoHOM-
22); No2 — nuTopXI0pMETaHOBBIMAIKCTPAKT U3 HIPOTA,
MOJYYSHHOTO TIOCiie NpeABapUTeIbHOH 00paboTKU Hc-
XOIHOTO CHIpbst TeTpadTopaTaHoM ((ppeoHOM-134a);
Ne3 — nudropmMeTaHOBBII IKCTPAKT U3 IIPOTA COLBETHUI
JMITBI TTocie nosydeHus: oopasua Nel; Nod — cBepxkpu-
traeckuii CO,- SKCTPAKT UCXOJHOTO CHIPBS, H3BIICUYCH-
Helid mpu Temmepatrype 60°C u maBnermu 400 at™m B
tedeHue 120 muHyT; Ne5 — 3KCTPaKT, BBIACIECHHBINA W3
mIpoTa Tocie MoiydeHus oOpasma Ne2, a3eoTpormHOiM
cMechio neHradTopaTaHa ¥ audropMeraHa (GppeoHOM-
410A). Manee yka3zaHHBIH 3KCTPAareHT CMELINBAIN C aM-
MHAKOM U HPOJOJDKAIM dKCTpakuuio mporta. [Io okoH-
YaHUM OTTOHKHM DKCTpPAareHTa W3 UCHapuTens KyOOoBbIH
ocTaTok pactBopsui B 70% 3TaHOJE W ITyTeM HOCIEN0-
BaTEIbHON SKCTPAKIUHU B CHCTEME KHIKOCTh-KUIKOCTh
MOJTy4YaJld  BOJHO-CIMPTOBYIO, TE€KCAaHOBYIO, XJIOPO-
dopMHYIO0 U 3THIAneTaTHYIo (pakuun (06pas3msr NoNe
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6,7, 8,9 COOTBETCTBEHHO).

C nenpto uaeHTUPUKAIUN (HEHOIBHBIX COCIIHU-
HEHHUH W WX KOJIWYECTBEHHOTO ONPENCICHHUS IKCTPAKTHI
COLIBETHH JUMIBI aHANMM3upoBaiu meronom BOXX ¢ ne-
Tekiuer mo Y®d-crekTpaM, 3aJI0KEHHBIM B 0a3y JaH-
HBIX MPOTpaMMHOT0 oOecriedeHus xpomarorpada. s
JIAHHBIX HKCIIEPUMEHTOB OoTOMpanu odpasubl NeNe 1, 3,
5-9, y4uThIBas, 4TO B XOJ€ MPEIBAPUTEIHLHOTO XpoMa-
Torpa)pOBaHMs HA TOHKOCIOMHBIX IUTACTHHAX B TpeX
Pa3IUYHBIX CHCTEMax PacTBOPHTENEH B dKcTpakTax Ne2
u Ned He Ob110 OOHAPYKEHO HU OHOTO (PEHOIBHOTO CO-
enuHeHwus [ 14].

Ananmu3 ¢enonbHbix BAB ocymecTBisun 1o
Cleayrolel METOANKE.

W3 TOYHBIX HABECOK BBIMICYIMOMSHYTBHIX JKC-
TpakToB rortoBwm 1,00% pactBopsl B 96% cnupre,
¢unpTpoBaNM WX Yepe3 Te(IOHOBHIN QHIBTP ¢ pa3Me-
poM mop 0,45 MxM B Buay s aHanmu3za. O0bseM mpooEl,
BBOJHMMOM B MHXKEKIIMOHHBIN OJIOK, COCTABIISUT 2 MKIL.

OmnpeneneHre Ka4eCTBEHHOTO U KOJNYECTBECH-
HOTO cocTaBa (DEHOJBHBIX COCAMHEHHI MPOBOIWINA HA
xpomarorpade Agilent Technologies (momens 1100),
YKOMIUIEKTOBAaHHOM MPOTOYHBIM BaKyyMHBIM JI€Ta3aTo-
poM G1379A, yeThIpbMsI KaHATBHBIMU HAaCOCAMH T'pajini-
enra Hu3koro pasiaenust G1311A, aBTOMAaTHYECKHUM
nmxektopoM G1313A, Tepmoctatom komoHok G1316A
u guonHomatpuuHbM AerekropoM G1314A. Xpomaro-
rpadudeckas KoIoHKa pasmepoM 2,1x150 mm Obuia 3a-
MOJTHCHA OKTAJCIMICHIMIBHBIM COPOCHTOM 3CPHHUCTO-

ctbio 3,5 MkM «ZORBAX-SB C-18». Xpomarorpadu-
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pOBaHME MPOBOIWIN MPH CIEAYIOMINX YCIOBHAX: TEM-
nmepatypa Tepmoctata — 35°C; CKOpOCTh HOTOKa IIO-
IBIOKHOM (pazel — 0,25 mi/MuH; pabodee TaBICHUE ITFO-
eHTta — 240-300 kIla; pexum — rpaaueHTHbIl. B kaue-
CTBE TOABIKHOM (ha3bl ucroab3oBanu pacteop A (0,1%
BomHYyIO (ochopryro kucimory H;PO., ¢ moGaBrieHmem
180 MK/ TpUATHIIAMUHA ¥ 3 MII/IT TeTparuapodypaHa)
u pactBop B (Metanomn) B cootHomenuun 10:90 (nepBoie
8 muH.), 30:70 (c 8 mo 24 MuH.), a ¢ 24-if MUHYTH —
ToJbKO pacTBop A. IlapameTpbl aeTekTHupoBaHHs ObUIH
crenyrommMu: Macmtad mmeperns — 1,0; Bpems cka-
HUpoBaHuA — 0,5 ¢, mapaMeTpsl CHATHS CIEKTpa — KaxK-
neid UK B auanasone 190-600 um. WM neHTudukamio
(heHOTBHBIX COCIMHEHUH POBOAMIIN 110 BPEMCHH YIEp-
JKaHUsS CTAHJAPTOB KYMapHUHOB, OKCUKOPUYHBIX KHCIIOT,
(h71aBOHOUIOB U MO CIIEKTPAJIbHBIM XapaKTCPUCTHKAM.
KommgecTBeHHOE cozieprkaHie KOMIIOHEHTOB OTpeaes-
JU 0 COOTHOIICHWIO IUIOIIAAeH IHMKOB HAa XpPOMAaTo-
rpaMMax UCCIeIyeMbIX 00pa3IOB U CTAHAAPTOB.

Pe3yabTaTsl U 00cy:K1eHNE

XpomarorpamMma Au(TOPXIOPMETAHOBOI'O KC-
TpaKTa U3 ColBeTHH Juibl (0Opaser Ne 1) mpuBeneHa Ha
puc. 1.

Kak BuIHO W3 MONy4eHHBIX NaHHBIX, AUGTOP-
XJIOPMETaH CEeIEeKTUBHO J3KCTPAarHpyeT U3 COIBETHI
JIUITBI UG OTHO (DEHOJIBHOE COCTUHEHNE CO BpeMeHEM
yaepxanus t= 31,80 MUH. 1 MaKCUMyMaMHy JUIMH BOJIH
Amax= 228, 260, 360 HM, KOTOpPOE OBUIO UACHTHHUITUPO-
BaHO KaK PYTHUH.

DAD1 C, Sig=350,32 Ref=off (HAR-2011\PHENOLO01.D)
mAU

10
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Puc. 1. Xpomarorpamma aAupropx/i0pMeTaHOBOI0 IKCTPAKTA.

Ha xpomarorpamme obpasma Ne3 (puc. 2) npo-
SIBIISUIOCH 5 COCAMHEHHUH (DEHOIBHOM MPUPOIBI, YTO XO-
POIIO corjacyercsi ¢ MpeAbLAYIIMMH JaHHBIMU aHalIu3a
METOAOM TOHKOCHOHHONH xpomatorpadpuu (TCX) [14].

BemectBo Ne6 ¢ t,=19,56 MHUH. U MAKCUMYMaMH Ama=
228, 272 u 348 HM OBUIO ONpenesIeHO KaK THIMPO3UI.
Coenuuenns Ne 7 u 8 ¢ t=22,94 muH., Ana= 205, 228,
311 uam u t=23,95 MuH., Anx= 200, 270, 340 HM cooT-
BETCTBEHHO TIPENICTABIUIN c000il 3TepudumpoBanHoe
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(TIMKO3UIMPOBAHHOE) IPOU3BOAHOE /-KyMapOBOH KHC-
JIOTHI U 7-TIII0KO3u anurenrHa. Bemectso Ne 9, xkorto-
poe IOMHHUPOBAJIO B JaHHOM 00paslie ¥ UMEJI0 3Haue-
aus t=31,48 MUH., Ana= 220, 272, 310 u ci1aOblii Mak-
cuMyM npH 348 HM, He ObIIIO HACHTH(GUIIMPOBAHO.

B skctpakte Ne 5, moiaydeHHOM a3e0TpOMHOI
CMECBIO CXKIDKEHHBIX U(TOpMeTaHa U neHTadropaTana
(1:1), meronom BDOXKX obOnapyxuBanock ToibKo 2 de-
HOJBHBIX coefnHeHus (puc. 3): pyTHH B HEOOJIBIIOM
KOJIMYECTBE M HEHICHTU(DUITUPOBAHHOE BemecTBO Ne 9,

Takum obpasoMm, xmamoH-410A BciencTue
MEHBIIIEH TOJAPHOCTH 1O CPaBHEHHUIO C XJIAJOHOM-32
IKcTparupoain Oornee y3kuii criektp BAB u3 conerwmii
JIMITBL, ¥ JAHHBIH 3 QEKT MOXKET HCIOJIB30BATHCS B TEX-
HOJIOTUM OYMCTKH CYMMapHBIX 3KcTpakToB. C npyroi
CTOPOHBI, B IPE/ABIYIINX HAIINX HUCCICAOBAHUSIX METO-
nom TCX B oOpasie Ne 5 ObuTI0 HalIEHO 10 7 BEIIECTB
(enonpHOI mpupoabl. CrenoBarelbHO, JUIS aHaIu3a
9KCTPAKTOB COLBETHH JIMITBI HYXXHO HCIIOIb30BaTh 00€
METOJIUKH.

SABJIAIOMICCCA JOMUH

o

T T T
L+ S 10 15

Puc. 2. XpomaTorpamma aupTopMeTaHOBOI0 IKCTPAKTA.

DAD1 C, Sig=350.32 Ref=off TVWPHENOLO06.D)]
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Puc. 3. XpomaTtorpamma 3KCTpaKkTa, HOJY4eHHOI0 XJaJ0HOM- 410A.

B BogHO-cIIPTOBOM (pakiuuu (peoHO-aMMHU-
a4HOro IKCTpakTa (obpaser; Ne 6), momydeHHOH mocCie
HOCIIEIOBATENIbHOH ~ €r0  OYHCTKH  OPraHMYeCKHMH
pacTBOpUTENSAMH, OBUIH OOHapyKeHBl 4 COeIMHEHHS
(heHoIBHOTO XapakTepa (puc. 4): MPOU3BOIHOE N-KyMa-
POBOIl KHCIOTBIL, 7-IMIIOKO3U]I AaNUI'€HHHA, DPYTHH H

HeuaeHTHGUIMpoBaHHOE coequHeHne Ne 9, sBstolee-
csl TOMHHHUPYIOUIMM, KaKk U B HPENbIAYIIUX 00pa3uax,
MOJTYYCHHBIX AUGTOPMETAHOM MM COJCPXKAIIUM €To
(peonom- 410A. CrnegoBarenbHO, (HpEeOHO-aMMHAYHAS
CMECh TaK)Ke CIIOCOOHA HKCTPArMpoOBaTh OTHOCHTEIHEHO
noJsipHbIe (peHonbHBIe BAB.
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Puc. 4. XpomaTtorpaMmma BOIHO-CIIMPTOBON (ppakummn

Ha xpomarorpamMme TeKCaHOBOH Qpakimuu
(hpeoHO-aMMHAYHOTO 3KCTPaKTa HAONIOJATUCh ABA JI0-
CTaTOYHO MHTEHCHUBHEIX IHKA CO BPEMEHEM yIICpKAHUS
t=7,87 u 8,87 mun. (puc. 5). lanusie coenuHeHns Ne 1
u Ne 2 umenn cxoxue YD—crnekTpsl ¢ MaKCUMyMaMHU
MOTTOMEHUS Amax= 200-205, 270-272 u 340 HM U OBLIH
WICHTU(HULIMPOBAHBl KaK 7- M 6- METOKCHKYMapHHBI
OTH BeleCTBA BISABISUIACH TOJLKO B 00pasie Ne 7.

Kaxk BugHO U3 puc. 6, xopodhopMHas hpaxius
(pEeOHO-aMMHAYHOTO DKCTPAKTA COAEPIKAId 3HAYUTENb-

(ppeoHO-aMMHAYHOT0 IKCTPAKTA.
HOE KOJINYECTBO HEHICHTU(PHUIIMPOBAHHOTO BEIIECTBA
Ne 3 co BpemeHnem yzaepskanus t,=10,09 MmuH. u gatore-
10 Y®— cIieKTp ¢ MAKCUMyMaMH TTOTIIOMICHUS Amax= 242
n 400 aM 1 TmaTo B nuamazoHe 350-385 HM, nmpruem
3TO BEUIECTBO OOHAPYXHMBAIOCH TOJIBKO B JaHHOM 00-
pasue. Kpome Toro, mpucyTcTBOBaNO HE3HAYUTEIHFHOE
KOJIMUeCTBO KOeiHOI Kuciotsl (coeaunenne Ne5) u
MIPOU3BOIHOE /-KYMapOBOW KUCIIOTHI (COETMHEHHUE
No7).

'J" DAD1 C, Sig=350,32 Ref=off (HAR-2011\PHENOL07.D)

19

o 5 10 16

Puc. 5. XpomaTorpamma rekcaHoBoi Gppakiun GppeoHO-aMMHUAYHOTO SKCTPAKTA.
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DAD1 C, Sig=3560,32 Ref=off (HAR-2011WPHENOL08 .D)
mALl|
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Puc. 6. Xpomatorpamma x;jaopoopMHo#i ppakumuy GppeoHo-aMMHUAYHOTO IKCTPAKTA.

(coenunenue Ne), kodeiinas kuciora (coemunenne NoS

IIpu xpomaTorpadupoBaHnu >THianeTaTHOll ¢ t=12,68 muH.), BemecTBo Ne 4 ¢ t,=11,38 MuH. 1 Mak-
(hpakmmu ppeoHO-aMMHATHOTO 3KCTpakTa (obpasenm Ne  cumymamu nornomieHus Y D— cnekTpa Ama= 225 u 305
9) ObUTH BBISIBIICHBI B 3aMETHBIX KOJIMYECTBAX 7-TJIIOKO-  HM, HJICHTU(QHIMPOBAHHOE KaK A-KymMapoBas KHCIOTa

3UJ1 AIMIT€HMHA CO BPEMEHEM yaepiKaHus t=23 95 MI/IH (puc. 7).
DAD1 C, Sig=350,32 Ref=off (HAR-2011\PHENOL00

mAL
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Puc. 7. Xpomatorpamma sruinaneTaTHoi ppakuun GppeoHo-aMMHAYHOI0 IKCTPAKTA.
HBIX ()CHONIBHBIX COCTUHEHHH B CXKIDKCHHOT'a30BBIX
KomnyecTBeHHOE conepkaHMe HHIUBHIyaldb-  AIKCTPAKTax OMpPEIeNsIM CpaBHEHHEM IUIOIMAAeH MHKOB
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y HCCIELYeMBIX W CTaHJAPTHBIX 00pa3IoB ¢ M3BECTHOM
KOHIICHTpaIe BemecTBa. bruto ycraHoBieHO (TalI.
1), 9TO 3KCTPAaKT, MONYYSHHBIH XJIAQJOHOM-22, comaep-
JKUT JIMIIb HE3HAUYUTENbHOE KOIMUYecTBO pyTuHa — 0,081
%.

JudropmeTaHOBbIi 3KCTPaKT OBLI 3HAYUTEIb-
HO Oonee oboraien ¢eHonbHbIME BAB cpaBHHUTENBEHO
MOJISIPHOTO XapakTepa — UX CyMMapHOE KOJIMYECTBO CO-
craBisio 1,293% ot maccsl o6pasna Ne 3, mpudem 3to
ObUT EIUMHCTBEHHBIN M3 HCCIEIOBaHHBIX IKCTPAKTOB,

26

KOTOPBIM COAepIKall XapaKTepHBIA VIS JHIEI (IaBOHO-
un tanupo3un (0,424%). Audropmeran Takxke XOpOIIO
AKCTPATUPOBAT U3 CHIPbsS HEHICHTU(UIIMPOBAHHOE Be-
mectBo Ne 9, momuHmpytomee cpeau penomsHBIXx BAB
B JIAHHOM 3KCTpaKkTe. AHAJOTMYHO, B o0pasme Ne 5 3to
COCIIMTHEHUE TAKXKE OKa3aJOCh OCHOBHEIM — €T0 COJEp-
xaHue coctaBisuio 0,873%; KpomMe 3TOro, MPUCYTCTBO-
BaJl pyTHH B MasioM KonngecTe — 0,028%.

Tabéauna 1 — Cogepxanne GpeHOJbHBIX COCAHHEHHI B CXKHKEHHOTA30BbIX IKCTPAKTAX CONBETHI JTHIBI

Cojepxkanue )eHOIBHBIX COSANHEHUH B DKCTPAKTax, %
Ha3Banue
Ne BelllecTBa e oBpasua Bcero
N 1 3 5 6 7 8 9
1 |7-MeToKCHKyMapuH - - - - 0,588 - - 0,588
2 |6-MeToKCHUKyMapuH - - - - 0,726 - - 0,726
3 |HeuneHTHGUIMPOBAHHOE - - - - - 1,015 - 1,015
4 |Kymaposas . . . . . - o213] 0213
KHCJIOTa
5 |Kodeiinas kucnora - - - - - 0,024 (0,274 0,298
6 |Tunuposun - 0,424 - - - - - 0,424
7 [[pousroaKoe n-KkyMapoROit | 0,019 - 0,021 - 0076 | - | 0,116
KHCIIOTBI
g |ImoKosiA - 0,054 - 0,087 - - 10,779 0920
alureHnuHa
9 |HeuneHTHUIIPOBaHHOE - 0,732 0,873 0,604 - - - 2,209
10 |Pytun 0,081 0,064 0,028 0,073 - - - 0,246
Beero genomernix BABBoke- | g 081 | 1293 | 0901 | 0,785 | 1314 | 1,115 |1.266 6755
TpaKTax
Bcero Bo ¢peoHO-aMMuadHOM B B B 4,480 3
9KCTpaKTEe

Kak BumHo 3 Tabm. 1, cymMMapHbie (peoHO-
aAMMHAYHBbIC BBITSAXKKHU (OpFaHI/I‘leCKI/Ie U BOJAHO-CIIMPTO-
Bas (a3bl) CoAEPKAIN 3aMETHOE KOJINYECTBO (DEHOIb-
HbIX BAB — Bcero 4,480%, u3 xotopeix 1,314% cocTas-
JSUTH METOKCUKYMapHHBI, MEPEXO/SIIe B TeKCAHOBYIO
(paxmmro. MoauduImpoBaHHEI aMMHAaKOM (QpeoH XO-
POILIO SKCTParupoBall TIFOKO3U/T AalIUT€HUHA — €0 KOJIH -
yecTBO B oOpasumax Ne 6 m 9 cymMMapHO COCTaBIIsUIO
0,866 %, uto B 16 pa3 mpeBbImIAN0 COAEPKAHUE ITOTO
BAB B audropmeranoBoM skcrpakrte. Kodeiinas u n-
KyMapoBasi KHCJIOTBI C CyMMapHBIM conepkarneM 0,511
% (0,298+0,213%), a Taxke HEHIECHTH(DUIIMPOBAHHOE
BemectBo Ne 3 B konmmuectse 1,015% oOHapyxuBamich
TOJIBKO BO ()PEOHO-aMMHAYHBIX BBITSDKKAX.

Takum 00pa3oM, Ha OCHOBE PE3yJbTATOB aHa-
JIM3a MOJYYEHHBIX HAMHU 3KCTPAKTOB U3 COL[BETHH JIUITBI
MOXHO 3aKJIIOUWUTb, YTO ONPECACICHHLIC CXKMUKXCHHBIC
raspl WJINM HUX CMECU ABJAIOTCA HNEPCIICKTUBHBIMU [JIA
BBIJICTICHUS] (DCHOJTBHBIX COCIWHEHWH M3 YKa3aHHOTO
CBIPbS, IPHUYEM OTJICNIbHBIC SKCTPAreHThl B PE3YJIbTaTe
UX CEJIEKTUBHOCTU K HEKOTOpsIM BAB MoryT ncnons3o-
BaThCs U1 (PPAKIMOHMUPOBAHMS MEPBHYHBIX SKCTPaK-
TOB.

BoiBoabI
1. Merogom BIXX wuccnenoBan coctaB (heHOJIBHBIX

BAB B C)XMKEHHOTa30BBIX SKCTPAKTaX COIBETHH JIMIIBIL.
2. B naudTopxiopMeTaHOBOM 3KCTPaKTe cpeay (HeHOIb-
HeIXx BAB HaiineHo He3HaYNTEIHHOE KOIUYECTBO PYTH-
Ha — 0,081%.

3. YcranosneHo, uto ¢ppeons-32 u 410A BbIsSBIISLIIN Ce-
JIEKTUBHOCTh K cpenHenosipHsM BAB (mpon3BogHbIM
(h1aBOHOMJIOB ¥ OKCHMKOPUYHBIX KUCIIOT), B YaCTHOCTH,
(hpeoH-32 sKcTparupoBall 3aMeTHOE KOJIMYecTBO (iaBo-
HOWJA THJIMPO3HUA, COJEPKAHNE KOTOPOTO B IKCTPAKTE
cocrarysiio 0,424%, a cyMMBI (PCHOJIBHBIX COCAMHCHHIA
—-1,293%.

4. Bo ¢peoHO-aMMHAYHBIX W3BJICUCHHUAX, TOTYICHHBIX
W3 IIPOTa JIMIBI [TOCIE HPEIBAPUTENBHON 3KCTPAKIUN
tdpeonamu - 22 u 410A, oOHapYKEHBI METOKCHKYMAapH-
HBI, OKCHKOPHYHBIE KUCIIOTHI M TJIIOKO3U/1 alluI'€HUHA B
konmuecTBax 1,314%, 0,511% u 0,866% cooTBEeTCTBEH-
Ho. CymmapHoe coaepxanue (peHOIbHBIX COCAMHEHHI
B YKa3aHHBIX 3KCTPaKTax cocTaBysuio 4,480%.
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UDC 615.322:54.061/.062:543.544.5.068.7
CHEMICAL ANALYSIS of DENSE-GAS EX-
TRACTS from LIME FLOWERS

Demyanenko D.V., Demyanenko V.G., Dmitriyevsky
D.I.

The purpose of this work was to make qualitative and
quantitative analysis of phenolic biologically active sub-
stances (BAS) in the extracts produced from lime flow-
ers with condensed gases, using method of high-perfor-
mance liquid chromatography (HPLC).

Materials and methods: materials for this study were
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the extracts obtained by consequent processing of the
herbal drug and marcs thereof with various condensed
gases: difluorochloromethane (Freon R22), difluo-
romethane (Freon R32), azeotropic mixture of difluo-
romethane with pentafluoroethane (Freon 410A) and
freon-ammonium mixture. Extracts obtained with the
latter were subjected to further fractionation by liquid-
liquid separation into hexane, chloroform, ethyl acetate
and aqueous-alcohol phases. Besides, the supercritical
CO; extract, obtained from the herbal drug under rather
strong conditions (at temperature 60°C and pressure 400
bar), was studied in our previous research. Presence of
phenolic BAS and their quantity in the researched sam-
ples were determined by method of HPLC with UV-
spectrometric detection.

Results and discussion: It has been found that Freon
R22 extracted trace amounts of rutin from lime flowers
— its content was only 0.08% of the total extract weight.
On the other hand, Freons R32 and R410A showed
good selectivity to moderately polar BAS of lime flow-
ers (derivatives of flavonoids and hydroxycinnamic
acids): in particular, the extract obtained with freon R32
contained about 1.3% of the total phenolic substances,
and it was the only one of the investigated condensed
gases used by us which took the basic flavonoid of lime
flowers tiliroside — its content was 0.42% of extract
weight. Also Freons R32 and R410A were able to with-
draw another compound dominating among phenolic
substances in the yielded extracts. Its quantity was
rather noticeable — up to 0.87% of extract weight. This
substance was not identified by existing database, but its
UV-spectrum was similar to those of apigenin gluco-
side. Total quantities of phenolic compounds in extracts
obtained with Freons R32 and R410A were 1.29% and
0.90% respectively. Freon-ammoniac extracts (hexane,
chloroform, ethylacetate and aqueous-alcoholic phases
in total) contained appreciable quantity of total phenolic
BAS — 4.48%, among them 1.31 % was occupied by
methoxycoumarins, which came into the hexane frac-
tion. The Freon R410A modified by ammonia success-
fully extracted apigenin glucoside which was found in
ethylacetate fraction in quantity of 0.78% that approxi-
mately 15 times exceeded content of this BAS in the ex-
tract obtained with non-modified Freon R32. Caffeic
and p-cumaric acids with the total content of 0.50%
(0.30+0.20% respectively) were revealed only in ethy-
lacetate phase of freon-ammoniac extract. Besides, in
chloroform fraction of this extract it was found unidenti-
fied substance in quantity of 1.02%. In total after conse-
quent processing of lime flowers with studied con-
densed gases and their mixtures combined extracts con-
tained 6.75% of phenolic compounds. Supercritical CO,
was unable to take phenolic substances (this extract was
previously analyzed by thin-layer chromatography and
therefore was excluded from this work).

Conclusions: Thus, some kinds of freons and also their
mixtures modified with ammonia are promising extrac-
tive solvents for rather polar BAS of lime flowers, and
consecutive infusion with different condensed gases al-
lows to provide full processing of the specified herbal
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drug and to fractionate the substances different in their
chemical composition and polarity.

Keywords: lime flowers, freons, extracts, high-perfor-
mance liquid chromatography, analysis, phenolic com-
pounds.



