—NVETRMLEHEORNEY = br—
nE Lk, £z, DPPHERORODY T F
J—ib, BBV E IR L2 5E D%
SEY TS0 e Lz, 2y ba—LOu
FEWxd A, BBHRINEE O L E D i DFE
ENHIER%) ERDT,

@Bt DPPH 7 UV AVHEFEMIT
6-hydroxy-5,7,8-tetramethyl-chroman-2-ca
rboxylic acid ZHlVEME. 72 5. Trolox
SMiEM (TEAC) TR L7z, TEAC &iXICs
%779 Trolox JBE (mg/ml) & ICso %277
REHEE (mg/ml) NELWEEREZETLH
D & FH 7 L RE img H72 ¥ OIEHE% Trolox
ZEIBBELELOTHD,

(2) ABTS 7 v VEEEN

Fellengrini b ® K& TiT- 722, TmM
ABTS /K% 5ml (2 140mM iBFREED U 7 L
88ul # M. REFTTEIRIZ T 12~16 FFfHA
V¥ a_— kLT, ZOWK%E ABTS stock
solution & L. 734nm OWIEES 0.7+0.02
Wb il F ) —ATHR L, ZhE
ABTS working solution & L7z, REEIZ
ABTS working solution 1ml 5L, £Z
(CEE 10wl ZESINL T, 10 RS L < H
L. 30CT4 /A vFaX—krLT, £D
#%. 734nm 28T BWILE A RE Lz, 30k
BWRORDY BHK, 3=y /=%
BMLBaoREEZ=a br— b L
oo Y FE—LVOWRIEEICKT D, BB
SNEE DR S E Db DEE D SRER%) %
R, D%, FREHZOWT TEAC 23K
b, FOME%E ABTS 7 UV NAEEEEE L,
(3) SOSA

SOD Assay Kit-WST ([F{={bS0F9ERTEY)
OFERFEE —EHHE L TIT272, 96 R~ A
7 a7 L— hZ 20 pl OFEHER, 200 pl O

— 18 —

WST-W A, 20ul © WST-E W % IR
mu, =4 sua7L— ) —F—THEHLLE,
WST-E IR OB S 10 3RIC~A 707
L— kU —&—T 450 nm (BT DRI E S
HIE LTz, BEtoROVICEMAKZRINLE
BROWEET 77 1, WSTE Ofb Vi
dilution buffer Z ¥ L7=HE ORNLEE T
Zr 7 2 EEHENEE), 777 3 (BHtK
WONEE) & Lz, 7707 1 ORNKEICKT
5. BEHRINEF QWL ORI DOEIG A G
ELR%)ERDT,

HELD SOSA 1T, A—/3—FF T KPR L
H—VEMEME, T70bb SOD HlEHET
T L7z, SOD HMiEMHE LI ICok bTebd
SOD #B (Units/ml) & ICso% 7z 597K
FHEE (mg/ml) B LWERZET DL EH
2L 3B lmg H72 Y D SOSA % SOD HAL

(Units/mg) TRLELDTHD,
(4) R

3 =t FER T, #beaPor vy b
FEbE, RERROELEE, AVI555EE
B, F—EETEEZ AT UTo T,

C. BEEiER
(1) B—{bEHmuiEEah
(a) DPPH 7 V1 VB EEMN

DPPH 7 VA NBEERBHORERREZ R
1Z77%, DPPH 7 VB NEEEMEOR ST,
YRR 1 7T EEORRE RIS, RbEWEE
Wix, BB TBTHY, KWV T, =T TER.
AT BTHR Y, BB ANPREE
MALETHY, T T, EY YV, do-
hagza—b, @& ba7za— LB EE
ML TH -T2, 3 FFRERTIE, £1I
T LI, & 2HREMOSB. FHER
ETIH, S BEERL) LRBEL LD



bl RAITRT LI, £~
LMK T 5 FEDHEE (paired-t) T
T KHREL QI REMTHEREEDH Y &4
EENZLAME, ISIE—E L TW5 & RS
i, fHEfRE ) L 095 LLETHY .,
BRI RGRe—BMEZR LT,

(b) ABTS T ¥ VEEEN

ABTS 7 VA NMEEERORIER R %K 2
\ZRY, ABTS T VW NAEEFEMEOR ST,
TR 1 7TEEOKRELIFER—THY,
DPPH Z VhAHEEM LR CER TH -
7eo BWFIREMTIL. R2ITTFT LI, &
OHFREMTIZ. =7 78, TV U ERVT,
FOSBITIZIEEM (FEERL) L RMEE
AN, FEMEOKRE TIIAERENRO LR
oo LALLM L, RAWLTTLIIZ, £F
— LB 5 FHEDHRE (paired-t)
TIE. 3MMRERM THEEZRIT < NAFEE
& KRR THEWMEE2R LT,

(c) SOSA

SOSA HlEfRER 3R T, FERk1 74
B ORER & RERICE R FEE R @V B
R L, OB — (b EWiiEgbH o SOSA &
ik, DPPH &M, ABTS &M L 12IER UE
MTHhoTz, IHREMTIE., 7=NVTEE
Y UNRNHFRETHERETH o7, &
ZRMTIL, BT F o OHEBNTHOSE
EMTHLEEEZEDV LY, HBUCKERT
nHot, LonLaens, RA4FRTED
LH—EWIIHTIEHEORE
(paired-t) TiX. 3MIEEM CHEEEIT
<. FEEMRE () bELEBRARWV—EHE
R LT,
(2) RAREALES EH OPTEbiE TR
KRB LRI DPPH 7 U NVEE
&M, ABTS T ¥ MABETEMER T SOSA #

&"
N

EfERERSIRT, B—LaWLst <.
BACEMOBED > EIL. Fy ity G
Hh-70) . F ¥ Hh (7 = 2 2 90S) .
T RoBEFHRES TH o, PREEERT
WEE LTI, BRAELT S (HEY).
Fy s (o 7— K 100), FEEZF A,
Y BT, BROLES V7L Y
v VFr () Thol, VTFUBER
SR, BEFE - T BEAYW. n—X<Y
—Ha O, A UV — A TRETE
o ts (HBH D WIXBEEICRE).

D. B%

B—bEMzoWTiZ, DPPH 7 Y1 Vi
EEM, ABTS T VW AWEEFEMR S ON
SOSA HIFE & iz, P LHORE TIX, 1F
EE CEARED b, 3HEIEEE bHEb
EHEREICERITIFETHD EE LN,
HFERBROFERIZ, SEEEZNEILTNT
VEIHHLOD, EE—(LAYMIIKTDE
BWEOBRE (paired-t) Tik., —FlEkR&E%E
fli (FE=EARL) LHESNE, R1IKTE
WRT & 92, DPPH T VW VEEFEMRIE
BT B Q AFFR=E ™ Trolox fEMEMN D K,
NHRZICHR L THCBESNTEY, &
DEEN K HiFREL Q MREROFEHMER
7E (paired-t) FERICENTZ B D LB b,
N #FEZEEL K FREMOBEEIT L TR
—ELTRY., 2B—(LEBITIT 5FH
EOFBERE () bHEEME» -7, SOSA
BIFEIZDWTH, ZEEHETH D SOD %1k
AT LicEREEL LTHET 256 L.
RANCHEE L EE & amicxt LTES
BATHREISGEVRENS O LB, &k

REUERITLEDLEERET D, 5%, 5

FRE~ SHIEEETOERBBRNLEEN D,



KRR EACRG LRGBS MERTAf O RS 3R
DPPH 7 YA A{HEEME. ABTS 7 P 1iH
EIEME. SOSA JIE & b i b HFHmIC A A
THHEBEZ LN, RRYEBEBERIC X
ST, BEABEH 2 WITEBEODHEIER
BERLORH Y. BRI &> T LR
SHIEERFEVWSITOILERHDLEZD
ni.

E. %
BB —LEMRRALEI LA OFEE O &K D

iz, 3 oDFHERTHML T—&HLTEKY,

IMAEFTHIZERMLEME R LI, TD
FERPL, b OFHMERITWT I bR
EMOFMFELE LTHELTWD LTS
Nz, REWELESERICOWTH, Zhb
SFHMBERITEAFRETH D L an, &

%, ERAWERLBIERIOBAEDEIT LD
MERALEOFRDIR S 2 VI EEHR 2
CEBRRT DL L b, EFRRBREHRZEL
TRENLETH D,

F. g3k
(1) FXFER
2L
2) FaFE
2L

£ 30K

1) H-S. Choi et al., J. Agric. Food Chem.,
48, 4156-4161 (2000).

2) N. Fellengrini et al., Meth. Enzymol.,
299, 379-389 (1999).
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EAGBHEMERMNE (RMORL - ZERERIEERTTEEE)
SEFF I Doy & BB BE 9 DTSR
FRE 18 SFEN MR EE

FRALBA LA O S E R A I BE-4 S A58
—KIRALBG IR y A U ¥ ) — A O FE B X OFDMOFMbEIC BT 555

SIERTEE KA BEf  ENERGRLELENER KREFNDE EEREE

HREE

y-A VY ) — NV DEEEEPEMEEMHIC OV TRE L. REDOFEIZ-DV T HPLC 36 L ORI E
ETREILIZEZ A, ROOhEEEEIE, BIEEE>SEE>HPLCHETHDLEEZLN, Witz
HERBRIEE LTEAT2HEICE, Z0Z2BE L TREELRETILENH DL LBbh. %
7z, DPPHEZ AW Ty -4V ¥/ — LV ORBMLEMEZ M L2 & 2 A, 72 VT AT VEMTITFS
LVEMZRFOZ EXHRIN, BHENOEERZTETETHD I ENREINE. LEN-T, K

mBICOWT, SRMELSMCY THEMEM) LW O REEERFLICREAETHL LEL LN,

A. BIEE®

BB OERSHTICIE, 7a~vhsT77 4
—2FATHHE, ALFRRRICEFIRT 2 51E
(BEES), LAWERORNELFIA L FE
(BAEEEREREZFAINTHA. LR
B, DR ETIHIRHEBIMMIZL - TiE, 1EHE
REBBEERDDZEPEERBENHD. FIZ
SRR ETHHEPERRBEYTHDEHE,
FROWTNROFEC L > THEDOEREER
HAHZLIERETHD. ML, RERBEZORKE
I EEFARIINNE, < DR BPEMERIEEY
ThHY, EHLEEZRODIELDOTEIERE
ERETDIENBRARERTHIHELE . EE
2, RRBFRETIE, 8FINLIEEBERSOE
BERODBZEVRETH B2, RETINDL
EEIL, FBRRIPOTELHRELT, A0
EWVD BOBEERIREM L L TRARIMDA
FEZAVWTWS. LER-T, REBRUSND
TEEBSH BREEE R KRNI OWTH, (B4
WCABET B LD 2bs —EORFEELMANT S
T L BERER MRS D VITREBRIE R TS
e, B, INODOATEBREDTZOIZMHE
LEZLND.

REIREBBICBE LR vy 4 U ¥ —ix,  [Kdad
IEREFEMMA LB LN, AT e T =T
BMEORRNITFARCTLa—L e 7 LSO
TRATNVEERDETAHLDOTHD. | LBEFR
MPRBBIIEZEINTWA. T, TOER -8
% - AEIX, A RFA *R(Oryza sativa LINNE)D
YL VEOND KL UIRFER LY, EEEF
GKREH ) =N BVn-~FP o UITE T
BLL7%%, 8Kk /) —NVEHLHELNTELD
ThHd. TRDTATa—LE T2 LTEERO R
UTFNRTFha—inbk 7o)V IBOTAT )V
Thbd. | EEEFRNMABINESE Y X NEiE
ZlZRFp TV D,

AAIEEICHAE OB ER E LTRHVWOR,
FOBAVBGIEBEIT 7 = L S ERDp-OHEIZ X B %
DEINTNS. LML, REOEREIZDNT
i, TR IR TE LT, AR FENREHY
INTWARW. Zhid, AEPEZRICEHEOBY,
Fig. WORTATa— L7z VIBEC RN T
NRUTFa—)be 72 VIO AT NVEY
FHEEED ETHRAMTHAD, ERIZEE
ERDODDZIELDOTELEEBERRETHZ LN
H#ETHDZ L ICRETS.




BTEEEELL, RARBRLBHIERIOME R > 22
SR A R L2 dS, AEET, REREINY v -
F VY —VOEEEEBRET S & Eiciigb
EME AR L2 DOEEMIC OV TR L.

B. Wi
1) #okt

RERER(LEHIER] y —4 U/ — /L (y -oryzanol)
%, BARNSH S8 U THEZ 18 &(Lot. No.
F03633)% iV iz, 723, BIROMHEEHRE LT,
EEME 98.1% & RBH SN TR ZDEREID
REATH-T-. VYr7uaTliT=1L7 =/l —h
(cycloartenyl trans-ferulate, (CF)EE#ESM L, Fnotfl
ETERLVEALZLOZ V.

2) HPLCiE

HEHO10 mgZ B IZE Y, EtOH:Acetone (1/1)
2% TlomLd L. CFEAWVWTRERR =1)
BERL, v-A VY /) — LD 7 = VT RT
NEEERCFE LTROTZ.
HPLCZ:44 : column, XBridge™ C18 (4.6x150 mm, 5
© m); column temp., 40°C.; solvent, CH;CN/MeOH
(9/1):H,0=1:1(0 min) - 1:0 (15-40 min); rate, 1.0
mL/min; inj., 10 pL, auto-sampler temp., 25°C; detect,
UV320 nm.

3) LB

Pl U7 REH00.05 g2 MBI EY, n~TH
70 mLENZ, 70~80°CICHNR L CIEfE L. HiE
FTHEE, n-~TF U EMZTI00mLE LR
RIZ 2O TC315 nmdk D RIPARR DR FAZ BT 5

LHEAZBEL, RO EVy-F I/ —1OD
SR RO, vk, FEHEICAVWEZEL T,

MEEFDASM ] BLO THERKEDF AR
PiEMF A~ = 2 T No.2 (EWKEERERE
REXFE, TABAREFREHFEZ 7)) I
EEHENTWDIE, THIICFL YR EE A
.

(4/EY Y% 50000

lem

content(%) = —

W= EEOEIE (mg)

x100 (1)

4) DPPH.

BBy -F VY —(RMEIY), CF,
trans-7 = V7 BECRFALRR TEEERDBERE), rans-
7 2 VT BT V(A RER)) Z EtOHIC AR L, B
WISCTHR U b OERBHAK & Liztk, 241
<7 u7 b— MZTable WZRT L D ICHE L.
0.2 mM DPPHIAERFS &£ U100 mM TrisHCL (pH 7.4)
Mz CIORMBE L, BT T30 BHERDER
D517 mDOEHEAZREL, RV 7Y —
T U HNEEEE ) ERDT-. 723, DPPHIER
i%, DPPH(F ¥ 7 « )% SR E AN EtOHI I
LizbDxE AW,

(A gontrot = Avsaonc) = (A ample ~ Abtanta) x 100 @

Aaonlrol - AblankZ

Inhibition(%) =

C. WRRUOBE

1) EEIEICEET 5 A

Fig. 1 IZRARBRLBE LAy -A V¥ ) — i E
ENBERIEWERLEED, ZHHEAIY
y-F V) — L OBERTE L TEZEDT =
NTBEZATABRREINTWD. EERIZ, 4
EAF L% HPLC It Lie & 25, it
& 320 nm (2B C, Fig. 2 DREIZE— 7 HE
£2Xh, ESI-MS BILUXBME L OLLENG,
v —7 1 % cycloartenyl trans-ferulate, ¥'—72 2
% 24-methylenecycloartenyl frans-ferulate, &' —
J 3 % campesteryl trans-ferulate, £—7 4 %
sitosteryl trans-ferulate, £—7 5 % campestanyl
trans-ferulate, ¥'— 2 6 % sitostanyl trans-ferulate
LRE L. F0OM, v—7 1613t LTI
/N SWVDMRRERER 16 53005 34 ORI S 4K
DE—I BBEINTE. ZhbiX, fioRAT R
—NVHEERIZRNYTFARC T Aa—AEEE T =
NIGBEDTATNVE, £ cis-7 = VT BRT
ATNETHD LHEESNED, FMITREAT

- 26 —



Hot.

S uTNANF =T )b b— MNCPREHRER &
AWTREBRER=DEEXL, v-A VP —L
BRFOT 2 VT AT NVIEOEE% CF &
LTRDEZ. B —7 1~6 245 LIZEE, 93.1%
L2, REFRERT 16 05 34 DETHONR—R
FSALED EOETOY— 7 285 LEESA,
992%& 7o, Lo T, ABBITEEME 98.1%
EEHFHEINTWEDR, The—HLET, &
EOBWNMNIEBALDEEZ LN LLEOER,
HPLC £ T, MERSD B2 ONAE—T %
EDEHITHWIMIT Lo TREL EEMEICEE
EEZBTENALNE ST,

—F, y-F UV — L ORSEEIC LD EER
WEiX, #%E FDA CHRA I TERY, 7=, &2
EIZBWTiE, BHOKESREABIRETLSEE
IZE o Theanl, [EEEKEDFIRARSYHR
MFIR~==2 7/ No2J IZEEINTWE.
7L, MECEAISN OB EEEECHND
NS E AR IREE Y WERTE 2 353, $hF
M359 LRpoTWAB, F72, VYuTAT=
NT7 v b— MNCRHEEMS LY EfY R
A, 361 Liroln. ABEOEEERDE
B % Table 2 [Z;R L7223, HPLC HEIZHE_R TR &
RBLAERE -, LEB-T, AVD
NZEF NEEBEICKREIEET LI LR
7.

2) MIBMLIEH O & T &M

y AU Y —id, EITHIEOBR LB IER &
LTAWDLH, F0HBERE, SFF07
A TBEICEALDTT 77U a ENTEEfRL
NEBZLENTWS, 22T, y-AUH/—
W, ruaTAT= 7l l— MNCF), 7=
VTR, TV TR FAOHRBAENE
DPPH #EZFAWTCEHMA L=, 72238, 7=V T8
TFVEHIREN TV e o=z, BIEIC X
W72 NTBEEZ ) — N BBRKEARIG X
DERBRLELDEFVE. Fig 3 IZBE LiEHE
DR ZTR LIZDS, #1000 uM UA T CIBEE L 1E

MDD RN LLFIRMR I ARIL T 5 Z & BRER I N7z,
y-A VY ) — N BEB XA DIREE
TOEMELETDE, 7oV TBERILOD
1%, FRERU L > RigEOEENEEIN, £
7o, BE EVEMHEOMIZLBIBIRAS RS Lz, L
N T, 7oV SBTAFILTIE, TAT/L
HOME )DL TEEMIITF LVWEE X
b, T, y- AV ) =TT
AT = b— MCRDEEMITITE LV &
ne, YIraT T =17 )b b— MCRHDE
WEREEL LT, v-F V) —LOEENLE
ENEHARELEZ 0N,

D. ¥

y - UV — VO EEEETBLEEICD
WOREET L7z, HPLC T, MERSOE—
I EREDEHITEI DT L > TEBENKAEL
BipBZ ERbhotz, WEETIXE R
BEOENPEREICHEEE 525 Z LR
iz, WThOBE HEMEZ RO DT AR +45
RFETHHN, SRRSO EEEDT, &
YEE>EMS>HPLC ke E2 bR, F5E, W
T ERERRIEE L TERAT 54121,
TDZLEZBELTREELRET HLEND
HEBbhi-. £, v-A UV — L OHERML
EMHE DPPHIEZ AW CEMELZE 25, 7=
NTBT AT UNEITEE LWEEEZREOZ &R
BRI, EHEIOEEXEHFETHLZ
LATRIBENTZ. LT o T, A& BIZDONWT,
TR LAR) & WD BUSEENREFIRETH D
LEZ bR, 5%, PIEBLEMHOFMEELEIC
BT BFETHD. i, ERETITEEMDN
REETH 2 & Bbh HMORAREBLELEFIZ>
WTHINAERARDLTETHD.

E. HF3E3E3%
L.



Table ] DPPH IEIZBITABZRORNEE

sample control blank1 blank2
Bl (solv. H,O or EtOH) 200 L 200 L
H,0 or EtOH 200 L 200 L
100 mM Tris HCl (pH7.4) 800uL 800 L 800 L 800 L
0.2 mM DPPH in EtOH 1000 L | 1000 L
EtOH 1000 L | 1000 L

HLCO
HO
cycloartenyl trans-ferulate
CaoHsgO4
MW: 602.9

O
HacoD/\/Ko
HO

campesteryl trans-ferulate
C3sHs604
MW: 576.8

HiCO
HO
campestanyl trans-ferulate
C33Hs604
MW: 578.9

Fig. 1 v -oryzanol FIZ& N5 ER{LEW

HO

HsCO
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24-methylenecycloartenyl frans-ferulate

C41HgO4
MW: 616.9

sitosteryl trans-ferulate
C30Hs304
MW: 590.9

sitostany! #rans-ferulate
C39H5504
MW: 592.9




A RO 11119\

f T T T T T T T T ¥ T T | T T T T T T T T T T T T—T T T T T 1

0 5 10 15 20 25 30 35 40

Fig. 2 HPLC profile of y-oryzanol

1 = cycloartenyl frans-ferulate, 2 = 24-methylenecycloartenyl trans-ferulate, 3 = campesteryl trans-ferulate,

4 = sitosteryl trans-ferulate, 5 = campestanyl trans-ferulate, 6 = sitostanyl trans-ferulate

Table 2 7y -Oryzanol F D 7 = /LT Bx 25 )LD EBRICELE)

BIERE E, EB%)(av.n=3) | sd
KFDA ##& (55 2 R B £HH%) 353 104.2 1.1
BRFEM =T 359 102.5 1.1
cycloartenyl ferulate & L CHHE 361* 101.9 1.1

*cycloartenyl ferulate (std (Wako))% FAVVT E® &R 7.

lenm

— 29 —



100

Inhibition (%)
o
S
<&
(K9]

0 1000

b)

Inhibition(%)
N w - (4} 1]
S =4 P2 S 3

-
[om]
L

2000 3000

uM

4000 5000

6000

Fig. 3 £HABIOIRE & HMHEDORER
A ferulic acid, <: ethyl ferulate,

200 300
uM

[J: cycloartenyl ferulate (CF),
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400

O: v -oryzanol.
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BEAEGZBFRFMEEMNE (BREDRL - REMIRHEEN TR
SRR DR & BRI B3 S HF5E
TR 18 FEEN IR EE
7 R UBEFHHEYOSD & DRI BT 2015
SRR kE AN SRFRRNFEERFHIE

MEEE MEEICSIEHEs, BB LEAE LTRSS TW RGNy (7 FoETFHED OF
BERICIWTREABSLELEZONDRD DD, U7 ¥ D HPLC EBDSKHEDLE L VEFE OHF
FECHRIEM LR O — B L 2o e B — 7 DILEWMDRE, Biebay NORBTOI v 7T
LDFREIZ DV THRET LTz, Cosmosil Chorester TH 7 ARFIERTAHZ L TRy I 77 FoflbeimL
AT HAREDDGBEIR T E DICRERERPE LN, T OSERMETERER L RFEFRFRO—ZKL
ol —27 @ 5% 2 D procyanidin Bl,(-)-epicatechin Tdh D Z & BHER SN, 72, BEbH 4o
y FOEE T/ o< M T ARLEL, vy MTERERDICKRERHERZLONRWI & H3bho

f«-
—o

A WEER

[T RO X7 FURT Ky ot
EOK, BxF /— AR T ' hoE AW TH
HLELOT, a7 7=y (I7Fxy
A ~w——RY~—) BERHGEL L, BB
AL THWbS,

ERBERETIIRTIIN —LENLEE
AR T FEEBEZELSIWTHRT 1 T
=VBELTWD, EEE, EEFRERESD
HREVWIZ LT, ITXVEHEORE - EELD
DO HPLC &0 ER B L L THEEZT o/
#EZ, Cosmosil Chorester % f\ 7= HPLC 44T,
DRIRRE L o TWEEEI T X U ER—2
FADELHZE LTRAlSND Ny T 7T
RObE & ONBHZ BAAE DT, $F 0D,
EEICFIAFRERZREEOY— 7 TIEELNDL
FETE ozt —7 bW ONFEEL T
HTEERER L,

F I CHEEL, EEFRRRIT X EEER

O HPLC & 0dE, FHEMMPORIETE2h
ST =7 DILEMORE, I HICHEFEEIZL =
> FDOREEIDH TORRETTE 72D T, Ea v b
TOI = 7T LD EITR 51,

B. B35 L

FELEE D Cosmosil Chorester 4.6 mm i.d. x 150
mm W7 A TOBRBEREZSEZ, 1T LE% 250
mm {2 L7235E T HPLC &2 it Lz, 22T
BRI LIERHT, B ny b u< b 77050
AT 20T, Fio, RRAEDOE—Z7IZELT
13, HEERERE R ERICHERIEXZT o1,

C. WRER

o 0v FEHOIRE
mm i.d. x 250 mm B 7 A% AW CREAERLEM
THEBOERAR & LR Lk, EHEEICERINT
LERIZONWT, EiEE, XFEETOMRETHITR-o72m
WY —TRE— I #BHIENTET, &

Cosmosil Chorester 4.6
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NETHEY 10 mM J CBREREZAVDSZ LTl
2. MeOH - KDREGEED T 7 V= MRS
Be LR, 10mM V B MeOH B - 10 mM
U U ERKESIR =10:90 225 40 43T 40 : 60, 60 4
T100:0 & WHEMHETFig IAIKTRT LS 0
< NI LLE72Y, HY) ODS TORMEIZLEA~L
FEUVEOE—7 LNy T T FERRIE
KHBECE DT EBHALNE DT,
FE—VDILEYMOREE: FT, SEOITX
*#H((+)-catechin, (+)-epicatechin,
(-)-epigallocatechin, (-)-epicatechin gallate,
(-)-epigallocatechin gallate) fR¥EM L, BT F 1 2
Bk & UCTHEERA L7z procyanidin B2 & & %
(TR ? procyanidin Bl HN%, {FREFEFRH OFERE
AT o, TOFRER, 238 SO E—7 23
procyanidin B1, 27.2 24F3E D ¥ — 27 H3(+)-catechin,
31.6 43D B —2 53 procyanidin B2, 48.3 5347
T D/INE 72 B — 7 H3(-)-epicatechin gallate TH D =
ERbhrotz, (-)-epigallocatechin, (+)-epicatechin
DE—Z AR PICIIHRB CE oo, EE,
MEEERFEMI—FTD LA TEIE—T
75 3 o 7= (-)-epigallocatechin gallate /X9~ 5 £ —
7 OREFEEN TN TLEY, EREHBETED
-7 B3 L 2ol

—5, MEERFEL > —27 D 5 LIERFH
BBV E— 27 O{LE 1 procyanidin Bl & ¥
L, 22T, REAEE =7 DI HbRER
V— I hhEEE - FETHI LITL, epicatechin
L RERERAME D TV 368 4D E—7 & 412
HFOE—ZIZONTIE, BEELRALRY O

7 FofEriby AW TEBEEZITR 27,

[ FoEFHHEY] 110 mg % Cosmosil

Chorester 20 mm id. x (50 mm H— RKHZ A +
250 mm 7 7 )% Ay, MeOH-H,O-HCO,H =40 :
60:1 THERZFTZRW, Fig2nXHkra~v 7

ThEHEXTL, TOIB 2 ERLIEE -2
FRETHIEMEZFNEIN 4 mg, 6 mg mELT-,
SIMTSeF D HPLC THER L7 & 25, Frl 23432
DD E—7, Fr.2 /% 36.8 53D epicatechin (Z BEHET
HE—7THDHZ EBbhol, (Fig3)

Fr.1 iZ ESI-FT-ICR-MS {28V T m/z: 279.0386 O
E— 7 BEH SNz, NMR BIEDRR, SHFkE
WIEFICEL, HEEREN—E TRVMEEewTDH
B ENHEESNE, BIE, 5l&HE RFRAN
7 MBBELNLIEEEZRL TN D,

Fr2 13 ESI-FT-ICR-MS (28 VT 291.0861
(IM+H]", caled. for C;sH;506, 291.0869, 0.8 mmu
error) “C catechin, epicatechin & [f] U473 CTh 5
ZEBhotz, 'HNMR A7 hLTIE, 3 &
U E L, BEWIC meta fIZH D EHESH
%5 1 $D¥FERT 1 b, CH-CH-CH DR~
7 hUBRBRlsR, Z0OH2aADAF TR b
VRAMRBERELEETOIRIBIHEEL TN D
LHEETE R, PC-NMR A7 hLTIL, sp’ B
12 20 bHMEFRECHETIEZZA 6N
B sp’IRFK S 3, EOMO 4 FRERFIT 2 2 TH>
7z HMQC, HMBC O#&RIE T C-H OE#, &=
RS LAERR L7 & & A(Table 1), catechin ¥ 721X
epicatechin D EEHEIENHEE TE -, 'H-NMR R
N7 MV RITEAFURBEODTRE/NESD
EEERDDEHMEESIND brs THDHZ &0
23 fil-cis THHI ERHEESINT, ZOHEEE
epicatechin TH ¥, FHEHZD NMR A7 bz
BIE - L= 2 AR —H LT,
(+)-Epicatechin & {RIFRFINE LR D Z DILEW D
epicatechin & REH X552/ 2ol

SHTZRAVTUYS Cosmosil Chorester TZ L E
TICEBEE SBE L ITHE SR TVWRWR,
VY ATNDERICAVONTWSaL AT
— AL FEM A DO T, RFERMEELRHTD
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L TERAMIIIFRETTH D, £ THEEL L
B & fEA L7 (H-epicatechin #ZHE 5h D FE Y E %
e U7, £ ORER, HEELIALEMOLLiEE
[O]p" 23-30 (c = 0.30, MeOH) 7= > 7-Dizxt LT,
EHEMIT+6] (c = 0.16, MeOH) T, BAEWIHE
B Thol, Lo T, BEEL Fr.2 DEWIE
(-)-epicatechin TH D EFE L., REFZ, Z0
AT LTHPEEEOSBENRFRETH D Z &3
Dot

o0O% RJS5L00Y FEITOHEDHERE : 4
vy b 7 FUEFHEY #EHo>n T, &4
EFESL LIz T RETHD I a~ N 7T ADLE
21772 o7, (Fig. 1) TORERE, 4 v v M LR
WEL e~ b I 885 %27, Fig 1IBOnR
v MIDH 345 SITHERIB LD — 7 HEH
STV, PR b I T A ENDBETE
LIRFERHACOEHOMRIE, SEO 43y b
TR ERFEEIL R o7,

D. B£

HPLC & DWEDFER, SOOI TF L
Ny 2 750 FICHFET DILEWEE L OoRED
TE, I7F BHOEEITIIZIEOE RIRI 2
Sl EEZbND, MEERRELY— DIbEW
DEERETIX, .2 ICEFEINDE (O
Sefth TR EFRER] 36.8 0 D B —2 ) % (-)-epicatechin
ERIE LTz, Wt B DN SCERE IR IER D (+)
EEO/NEoTehy, TIERMEMETZH Y B
PIEWHTIRRVWREBZLbNE, WThiTl
THEEREFENFETH D Z & M5 chorester D
71 7 I C epicatechin D YEFVEMEAENRREN D Z
EERWIE LR, DN T F RS HEEESTR
BMEINTWVDEREMER DY, HEXLETH D,
7z, AEOHEBELELOOREIREL R -T2
Fr.1&, 385 fHADE— 72O\ T, HREHE

REZITIRD TETH D,

4vy MATO < M7 ADEETIE, &
T MRER C AT X o EHOMARER LT, Fig.
1B Dwy hDFH, 345 pfHEICE—7 BREREISH
TR HIEERKIIRVMEEW R DT, B E 21T
o TRETHLERDD LEZLND,

E.

k [7 FofEFHNY) O 7 % 8o HPLC 4
WEtromeEte LT, 77 A5 & LT Cosmosil
Chorester & FiV\z AT RO ELBITL, &S
250 mm A7 b, REIEEIZ 10 mM U > E MeOH
BIR—10 mM U »BEKIEIR & A\ e o et T,
ODS W7 LZEMNTLLEEITRN—RATA DD
HELTHAENTWEANAY 7 7T Fofbs
MEATF O — T L EIFIERRICHBET
BT ENRTEI,

k EEERRELE sf-rn~ I A EDOE—
7 M5B 121 procyanidin B1,Y 9 1 DOREREF
Ml 368 DY — 7 THEIBEREOHKR,
(-)-epicatechin TH 5 L [FE L7z,
*SENIHRBR L4y FET, Zav b7 J A
DOFEIXIEEA ERDo T,

% Cosmosil Chorester 77 7 A epicatechin D Y65
EHEEBENTRETHD Lohol, ZOHT
LR NFEMRE LR L OB EB 2 G5,
MDA T X RO N FIEEE L BB AT R ) D
BB LETH D,

F. HWrEssk
BEOCEZARL
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407 - 36.8 min
A procyanidine B2 epicatechin gallate
catechin * .
2 X 385 43.2 min
1 procyanidin Bl [ twn
! e ; v )
) 5 i ' 60
0 20 i . ' ! 4Q, time (min) ¢
404  standard + A ; oo
; P ;
: /‘/‘\,\ s
04— A A\M ’\.,J\WJ ' h
0 20 i : : 40; time (min) 60
i 34.5 min ;
t ) v
: }’L '
\,,_,\_/\"\"j\»'\} / ‘/\_/\
E P : 4(;) time (min) 60
; i .
404 C \ :
i
20 E
;
0] T . J\ A
T - — T ; v 3
40 20 : P : : 4(,) time (min)
D : :
20 :
]
0 .{\ N :
0 20 - b im ) : o 60
R CHI ORI o Yom o~ v~ time (min)
X EEE ST QR B RO ¥
standard g: =i = 4B : 5.8 8
40 ERINE R R - '% LS 5
- I T :
= Chig 'm & 8 g
13 N g 2 g
fel o
20 =2 8 0
15 =8 B,
' = g
H L_”‘.\/J
0 + L J
0 20 40 60

time (min)
Fig.1 7 RUBBFHH®ER v MA-D), W7 F FEEYER(standard) D7 0= b 7T L
Cosmosil Chorester. 4.6 mm i.d. x 250 mm; 810 mM U 8 MeOH /A#E—10 mM VU > EE/KIEHR =10 : 90
—40 : 60 (40 min)—100 : 0 (60 min), ¥ 1 mL/min, & UV 280 nm,

A—D : 7 FufEFhtY 1.0mg/ml % 20 01, standard: 77 ¥ EEER 0.04mg/ml 22001, TN
NAVISxy b, BT FAERERIL, (P-catechin, (+)-epicatechin, (-)-epigallocatechin, (-)-epicatechin gallate,
(-)-epigallocatechin gallate, procyanidin B1, procyanidin B2 @ 7 f#H, standard + A:l 7 & > FAEAES 0.04
mg/ml, 7 RUBEFHEH A 1 0mg/ml 2F 1001 %A P=7 b,



Table 1 Fr.2 @ NMR A7 |k j(in CD;0D)

OH
8
HO 0.2
y
5 3 7OH
OH

epicatechin
U | Be H HMBC
: 0 m O (H—C)
Fr.l Fr2 cpp HPpm 500 MHz
L‘ 125 MHz
] MeOH-H,0-HCO,H =40:60: 1 ]MeOH-HZO =80 :20| 2 795 4.87 br-s
b 1‘5 3l0 time (min) 45 éo 3 675 417 br"S
‘ 4 293  274dd J=5,16Hz 2,3,10
Fig. 2 7 FUfEFHHY2 Y b A ORI o< _
el 286dd J=1,16Hz
b7 A 5 157.4°
Cosmosil Chorester. 20 mm i.d. x (50 + 250) mm; % e B
B: MeOH-/K-¥§ =40:60: I>MeOH-7k 80:20, S 934 586d J=2Hz 35,7810
#5386 mL/min, &t UV 280 nm, 7 37T
7 R REFHIEY 20 mg/ml % 500 D1 A > ¥=7 8 9597 590d  J=2Hz 6,7,9,10
RFr. 1,2 TR LB 2 TN ENDE, 9 15738
10 100.5
1° 1323
2 1194 695dd J=1Hz 2,3°,4°,6
A 3 145.8°
4’ 1459°
5 1153 6.75d J=8Hz 1,37, 4°
6> 1159 680dd J=1,8Hz 2,274
. 0 F—% T ANTANED B AN D 5,
: s
c H E
A M m
| . ' ,
0 20 40 60

time (min)

Fig. 3 #E L7z Frl (A), Fr.2 (B) & 7 KU fEFHh
H(C) D7 a< h 75 A

X Fig 1 ERLT,



BAFBF AN ERMNE (BREOZL -

T EFERHEENT FEHZE)

BRI DRk sy & SEFHEIZBE T 2 BF5E
SRR &

7 2y MR D RSy S BT

SHEEE F KR

HORERRFEEMRES  BF

rEE s

B R OEBRS EA LT B0, by vttt AR e DX T L
o NI 74— " {TolfER, ERSE LTI TV D UNEE SN, SESH L
1V e O EIRREMIL S U 1 V'Y (Glyeyrrhiza glabra LINNE) T % & HIlr L

7:’
-0

A. BIERE

oV v E, BRI 4 LR
{EBEFIE LT 1o onh ey, Fauh
N OXIEI IV T ORIUIIRE
MO/ONI. TIR /A REERKRGSET D
bOEWI ) EERSNTVDS, F7o, BE
TR ISR B U R MEMREIZE, &
>V U OB - R - AR L LTI+
AR TN H T (Glyeyrrhiza uralensis
FISCHER), ¥ A ® F a v m vV U
(Glycyrrhiza inflata BATALIN) XiZ~ X £l 3
o J1 227 (Glycyrrhiza glabra LINNE) DR
SUIREZ K THRE LIZEELD ZRE-R
& ) —)b T8 b Xd~FHP 2 THHE
LTRONIZEDTHD, ERDITT TA
AR THD, ] LER/BMENTND, LoT,
1V MRS OEREEY S LT 3 &
BHETOLNTHY, EFMEY L LTMERAN
TeMZ K-> TERMO MR FUB b b
TERBEBZDND, AL TR, HIRD
71> e Y R O S H R ObFE
EERALMNC L, BSINIMW & U Tbshe®
SEERTAZ LA RRNE LTz,

B. Wf3EhHE
L 2 o iR ¥ DRSS i
BAERRNMHBEZBCCAFLES
>y eI A 1 5 700 mL %k CRRE
L. ~"FHo BT, BLWn7% /) —
NCIBRGEL AT o 72, HHENEH - 1= Bk
TV 84 g) VAN ET A0
<~ JF 74— (105 X 17 cm) (CHCL :
CH,OH BER) 12 L, 6 DDy (Frs. Al—
6) B, FODOWN.Fr.A3(5189g)1g #HY.
VOV AFENA T AT~ NS T T 4 —
(CHCI; : CH;OH=0 : 1,50 : 1,20:1, 10:1,9:1)
WL, 5 20757 v a BT (Frs. A3-1
—5), Fr. A3-3 & Fr. A34 % ODS-HPLC (80%
CH:CNIZ TRRLZITV, (LA 1 8L U2 %
B 7=, F7~Fr. A4 (159 g) 1.03 g 2ED.
LH-20 LB (301 g) 2 VT NVh Ty
o< 57 40— (45 X 42 cm) (CHCL :
CH;OH : 7k=1:1:0.1EHR) L. 550
757 a e (Frs. A4-1-5) , Fr. A4-3
% ODS-HPLC (1% EfEA%&¢r 60% CH;CN)IZ
FoERL, (LAWY BT, Fr. A44 BI W
Fr. A-4-5 % ODS-HPLC (50% CH.CN for Fr.
A-4-4, 55% CH5CN for Fr. A-4-5)\2 L g8,
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