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By BEFERNMA BN OB AL 2 — e — 2T, 17 28 =2—k— (Coffea
arabica LINNE) OFETF XV, BT A a0 BT/ = VEBREBRMKIBR THE L TE LN
bDTHD. BRESE, 7ol BEORY) 7=/ —L1Thod] LRfich TV,
ARBFFETIE, Ea— b —EMEYOSERBERO LD OZERHREE LT, RaTosh
I OWTHREZIT o7, FR6FEE X, 10EDILEY [(3-O-caffeoylquinic acid,
4-O-caffeoylquinic acid, 5-O-caffeoylquinic acid (chlorogenic acid) . 3-O-feruloylquinic acid,
4-O-feruloylquinic  acid, 5-O-feruloylquinic  acid, caffeine, 3,4-di-O-caffeoylquinic  acid,
4,5-di-O-caffeoylquinic acid. trans-p-coumaroyl-L-tryptophan] % HFf, FE LHE L7z, SFE
X #B =l L4 © {b A& % (3,5-di-O-caffeoylquinic  acid, ethyl chlorogenate.,
3-O-feluroyl-5-O-caffeoylquinic acid, frans-caffeoyl-L-tryptophan) % HEf, FETAH I LN TE
2o —H T, BoNAHES LEUMEEMIT- OV T, DPPHT ¥ U WVIHETEE 2 BRI BB{Lih 1k
hEE T LTRSS IR D58 ) o T2 H 430> B | 5-O-caffeoylquinic acid, 4-O-caffeoylquinic acid,
3-O-caffeoylquinic acid 2VBH S, T DB 7 = —EBFEAELRTIMDEE~DFEEIZRE L

HELTNWDZERRBENT,

Wroe %

RSP RBMUKEIERE AT

2R FE RILKRFEESELT EFEHRE
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NTWHEEREHLDO—DOTHDH, 2—kb—
S OFEEFEIT Coffea arabica IWFET, & L
TAHT7 Ay, 7aad U BERMLNLTNS,
—F T, a—c—E3EaRmmE LTHHA
ENTEY, Az—bv—THHHE LT, B
B IEAl, BhE AAE & ICBEFIRII4 BT
HsnTWws, BFRIMMAECE=—t—8
HE®Ix, (7 xF2—v — (Coffea arabica
LINNE) OfEF XY | {BFFT X 212 i
7 T UEERBEKER CHE L TELRTEb O

Thd, BRESIE, 7uaFVBREORY 7
/) —=NVThHD] LB INTWD, BEFHRM
MO I IEMHEMTH Y . SEORSNE
ENTNDD, TOREERIZITFEM 2D
FEATIZ E DW= MBS LB TH A3, AR
M ONWTIERBETTH D720, TOEEN
ROLILDH, £ THEMETIL, £a—b—E
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Hete L a—be —EHEWIE. BARR
mme 28 CTAF Lz, 28 BRI
717 AFEHEA & LT YMC GEL ODS-AQ
(AQ12850) (VA = A 1), Chromatorex ODS

(B4 U 7). MCI-gel CHP-20P (=Z(k%)
% M \ 7= ., Caffeine, chlorogenic
3-O-caffeoylquinic acid, 4-O-caffeoylquinic acid,

acid.

3,4-di-O-caffeoylquinic acid,
4,5-di-O-caffeoylquinic acid 1L 7 <8 % H 7z,
1,1-Diphenyl-2-picrylhydrazyl (X7 /v KU » FHi
%, F7o tolox IEFIEMEER A iz, ZoOfh
DREITT A TRHFRUIEERRE 7 o~ b
74 —HEER LI,

2. HEE N OVAIE =1

i#F8 HPLC i%. Shimadzu Prominence 3 A7 A
(BEERUWERT) #@HH L, BIESRGZ TR
89, 7T A L-column ODS (2.11i.d. x 150 mm)
LF W E M soHRE) . 0 T LR 1 40°C,
PR © 0.3 mL/min, HEEE : 200~400nm, B
HHE : (A) S%EHRB L B) 7 r=hU v
(B AESE (Bin A) : 0—30 min (0—50%) .
30—35 min (50—85%) . 35—40 min (85%) .
40—50 min (85—90%) . 50—55 min (90—100%) .
55—60 min (100%) ] . NMR X Bruker
AVANCES00 (7 /b — « A F A 8
("H-NMR: 500 MHz, >C-NMR: 126 MHz) % {#
AL, HIEEEE LTAZ /) —N-dy AV,
FIHNTT MEENENOREEREBRE—
(A% /—-dy ("H:3.30ppm, "*C:49.0 ppm))
ZEEL L, mofERe (HR) ESI-MS 1
mictOTOF-Q (7 /vl — « X )b b =27 Z:H)
AL, BEREZZTE =M ARV
72 YFEEEEHIX. Shimadzu UV mini-1240 (&
EEERTR) 2R L7z,

3. S E) DI K OMbE ) O B R
Eao—v—THEY (150 g ZRIERMER.
FAETIRE L, BEY (64.1 @) 2457, BEY
(1E8 :1.0g. 2EE :10g) 24T L7 0=
k275 7 4 — (YMC gel ODS-AQ. Sephadex
LH-20, Chromatorex ODS, MCI-gel CHP 20P)
W E DM - BRABRVIRL, (LEWOEREE

1Totz, IEMHERHICER L0 EwiL. BiEY
(1ERB) % YMC gel ODS-AQ 4 7 A7 <
757 40— L 0SE LEEYS (EyO~O :
O/KEEHE 1. OKEHES 2, @5%A X/ —/v
WHIER 1. @5% A Z J —/VERHER 2. ®10% A
& ) —VERHY., ®15%* % ) —LiEEs. @
20% A & —VEEHY. ®30%A & — VI
B, @40%A % J —/VERHY), @50% A & ) —
NEEHY, @A F ) —VEHE) 2FER L,
HEE L2 bAWIT DWW TILHPLC IZ X A1 5,

DEFEHE., H5WIIXEMELZ NMR 57— % &
DIEZRONTT — X LT B2 LICXVFEE
L7,

4. 4 a—rv —EHHY O HPLC 247

o—b—FHHEHELIZONWT, Bl L
&M CHPLC T &1T o 72, F72. Hio Il HEE
LI=EALEIZ OV T H RIGHETOEITV,
L DAL EMME D T 7 7 A4 U v 7 EAT

27,

5.DPPH 7 ¥ VHEIE MO FEAT

SENER (200 pl) 12 100 mM Tris-HCI #& &
& (pH7.4) (800 pL) .02 mM
1,1-diphenyl-2-picrylhydrazyl (DPPH) = % J —
VR (1mL) Zhnz. 10 EEE 5%, BT
T 30 spfEkE L. WotE (517 nm) ZHEIEL
7o BEHARO DYV IZZ ) — VBTN LT
W LEAS 2> hr—/L & L, DPPH RO
MOVIZZE )= VERMLTebDET T
7L Uiz, 2 br— L ORIEEICS 5k
BMEF D IEE DR DOEIE 2 HEER (%)
FEH LU, £72. trolox D ICso &R, TEAC
(Trolox-Equivalent Antioxidant Capacity) % % H
L7z,

C. Wratfsik
1 AL&W O HRE

A a— —EHHDOREDICONT, BT
Lra<w NTTT7 4 —IZ LDNBERBEEZ#RY
WL, ZAVETCHBEE, RELE 10 mOlEaw
W20 % ., 3,5-di-O-caffeoylquinic acid (1) (11.3 mg).

ethyl chlorogenate 2) (8.8 mg),



3-O-feluroyl-5-O-caffeoylquinic acid (3) (8.9 mg).
trans-caffeoyl-L-tryptophan (4) (59.4 mg) & #7721
HEE FEL, EAE Lz, HEE FE Lk
EYDONMR 7 — & 2L FIZiE T,

3,5-Di-O-caffeoylquinic ~ acid (1): 'H-NMR
(CD;0D) 8: 7.60,7.57 (each 1H, d, J=16, H-7', 7"),
7.06, 7.05 (each 1H, d, J=2, H-2', 2"), 6.95 (2H,
brd, /=8.5, H-6', 6"), 6.77 (2H, d, /=), 6.35, 6.25
(each 1H, d, /=16, H-8', 8"), 5.40 (2H, m, H-3, 5),
3.95 (1H, dd, J=3.5, 8 Hz, H-4), 2.12-2.32 (2H, m,
H-2, 6).

Ethyl chlorogenate (2) : 'H-NMR (CDsOD) &: 7.53
(1H, d, J=16, H-7), 7.03 (1H, d, J=2, H-2"), 6.93
(1H, dd, J=2, 8, H-6"), 6.77 (1H, d, J=8, H-5"), 6.21
(1H, d, J=16, H-8), 5.27 (1H, m, H-5), 4.13 (3H,
m, H-3, -CH-), 3.72 (IH, dd, J=3, 7.5, H-4),
1.98-2.21 (4H, m, H-2, 6), 1.23 (3H, t, /=7, CH3-).

3-O-Feruloyl-5-O-caffeoylquinic acid (3): 'H-NMR
(CD;OD) 8: 7.63 (1H, d, J=16), 7.60 (1H, d, J/=16)
[H-7, 7", 7.20 (1H, d, J=2), 7.09 (1H, dd, J=2,
8.5), 7.05 (1H, d, J=2), 6.95 (1H, dd, J=2, 8.5)
[H-2), 2", 5, 5", 6, 6"], 6.34 (1H, d, J=16), 6.33
(1H, d, J=16) [H-8, 8"], 5.43 (1H, m, H-5), 5.40
(1H, m, H-3), 3.97 (1H, dd, J=3.5, 7.5, H-4), 3.89
(3H, s, -OMe), 2.33-2.12 (4H, m, H-2, 6).
BO.NMR 8: 177.5 (C-7), 168.9, 168.3 (C-9', 9™,
150.7, 149.5, 149.4, 147.1, 147.0, 146.9, 128.0,
127.8 (C-1', 1", 3", 3", 4, 4", 7', 7, 124.0, 123.0,
116.5 (2C), 115.6, 115.5, 115.2, 111.8 (C-2', 2", 5,
5" 66" 8, 8"), 74.8 (C-1), 72.6 (C-5), 72.2 (C-3),
70.8 (C-4), 56.5 (-OMe), 37.8, 36.0 (C-2, 6).

trans-Caffeoyl-L-tryptophan (4): "H-NMR
(CD;OD) &: 7.57 (1H, d, J=7.5, H-4), 7.35 (1H, d,
J=16, H-7), 7.30 (1H, d, J=8, H-7), 7.09 (1H, s,
H-1), 7.06 (1H, brt, J=7, H-6), 6.99 (1H, d, J=7.5,
H-5), 6.97 (1, d, /=2, H-2), 6.87 (1H, dd, J=2, 8,
H-6"), 6.73 (1H, d, J=8, H-5'), 6.39 (1H, d, J=16,
H-8), 4.80 (1H, m, H-10), 3.39 (1H, dd, J=5, 15,
H-9a), 3.23 (1H, dd, J=7.5, 15, H-9b). C-NMR §:
1754 (C-11), 169.1 (C-9), 148.8 (C-4), 146.6
(C-3), 142.8 (C-7'), 138.0 (C-8), 128.8 (C-3), 128.3
(C-1), 124.4 (C-1), 122.4, 1223 (C-6, 6), 119.8

(C-5), 119.3 (C-4), 118.0 (C-8), 116.4 (C-5"), 115.1
(C-2"), 112.2 (C-7), 111.0 (C-2), 54.9 (C-10), 28.6
(C-9).
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A o—b —EHHY RS O HPLC 5 21T -
R KIICRT 7o~ N T A0 ELNT,
SEFTICHBE LS LA EEMR L LTH
FEThHtTL, AbEMOT—F M T,

3.DPPH 7 ¥ B LB ETEME O M

Aa—bv—THEM IV ELNTESEDO
~@Z>VvT, DPPH T ¥ W ETENE 2 M
L7, £o. &R EYORNI~DEEE L%
BT D570, BHEYD TEAC 2RO, £5
) DIEME (ICso 2N TEAC) &, HPLC 7 1<
NI LK 2ITRT, EERIICEERRD b
NI, BICHEHO~@, O~W7358\EHE
ZR LTz, TEAC 2 bEIMIZ T HiEHEF S
ExHhDE, SEYOPEDRENT EARFS
niz, 2EHMOD HPLC 7 v~ N J'T Ak HD
& . 5-O-caffeoylquinic acid (7 = w7 E) 2
Frvr—27 &L THHBL., KW»WT
3-O-caffeoylquinic acid, 4-O-caffeoylquinic acic
RO B, TIDH T = —FEFHERIBIEVER
FTHHT ENTRBINTZ, £ZT, HEELE
10{LEWIT-DWT, DPPH 7 ¥ H /W EIEE %
A L 7=, #ER A 1 12RT, 5-O-caffeoylquinic
acid 1L LD & T 250 7 = —BHFEKROTEMHEIX
58 <, —75 T feruloyl Z<° coumaroyl 2% H 9 5
LB OIEEITTIN o Tz, Flz, ERHRS O
— D TH 5 caffeine |ITEEE RS 2o 72,

D. B
BEERMY % EICEa— e —HEDOFR
Raix, [Z7oa U BRORY 7z /) —LT
HBn| LEREMINTWD, DPPH 7 VA NHE
TEMEZ R IR Ll IhRE & 3 U 7 RE R, 1M
DD 7= B 4312 1% 5-O-caffeoylquinic acid (7
7 v 7 v ER ) | 4-O-caffeoylquinic acid.
3-O-caffeoylquinic acid B EH S, oD
WINPIEE~DFEERRENT EBRBEN
7eo —HT, BHEEL 10 LABITONVTHHE



FRIZ DPPH 7 VW AMHETEME 27 L 72 /5 5R.
7 = —BEFHERTETRVESEE R LT, X
ST, RFMIE. B 7 = —BFHFEEROTEME~
DELERTRIE I, caffeoyl ZENTEMEIZKE L
FELTWDH I ERBLEINT,

E. &

BRALBHIEA & L CBEF I 4 I S
nNTWaEa—t —iHY O mERBER
W 2 EFRRE L LT, AR E T O

EARMICOWVTREE LR, ZivE THEE
FE L7z 10 FE D& ) (5-O-caffeoylquinic acid,

3-O-caffeoylquinic acid (chlorogenic acid) .
4-O-caffeoylquinic acid, 5-O-feruloylquinic acid,
4-O-feruloylquinic acid, 3-O-feruloylquinic acid,
caffeine, 4,5-di-O-caffeoylquinic acid,
3,4-di-O-caffeoylquinic acid. trans-
p-coumaroyl-L-tryptophan) {ZA1% . #72iZ 4 &
DAk A& ¥ (3,5-di-O-caffeoylquinic acid, ethyl

chlorogenate, 3-O-feluroyl-5-O-caffeoylquinic acid.

trans-caffeoyl-L-tryptophan] Z R, FE L7,
Flo, BONTEEES KA ONT,
DPPH 7 ¥ NMABHETENE 2 F8IE S BRLPT IR e
R LEER, BHEOBPTLEHZND
5-O-caffeoylquinic acid, 4-O-caffeoylquinic acid.
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F. WrFEsE
1. ECHEE
7L
2. FEFER
1) FHER, EhHE, FNTE, BHET,

STHEZ, ZHRECF, ENHE=, EARERE, B
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1. 3-O-Caffeoylquinic acid 7. 5-O-Feruloylquinic acid
2. 5-0-Caffeoylquinic acid 8. 3,4-Di-O-caffeoylquinic acid
(Chlorogenic acid) 9. 4,5-Di-O-caffeoylquinic acid
3. 4-0-Caffeoylquinic acid 10. trans-p-Coumaroyltryptophan
4. 3-O-Feruloylquinic acid (1) 3,5-Di-O-caffeoylquinic acid
5. Caffeine (2) Ethyl chlorogenate
6. 4-O-Feruloylquinic acid (3) 3-O-Feruloyl-5-O-caffeoylquinic acid
(4) trans-Caffeoylltryptophan
HO, COOH HO, COOH HO, COOH HO, COOH
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DPPHS 1) EEE

? E0—-b—SHHY
I‘
1A }‘» ' {‘ﬁj '

IS S WY VI VNSRS S USSR | G £ N | WY VY G
0.0 5.0 10.0 15.0 20.0 25.0 30.0 35.0 40.0 min

i ® H,0-1
) N

@ HZO~2

® 5%MeOH-1 |

@ 5%MeOH-2

® 10%MeOH

® 15%MeOH

2. HEo—v — T ASEYO HPLC 2 0~ 75 A (280nm) & DPPH 5 ¥ H LR

_
| @ 20%MeOH
i 30%MeOH
[
;" | © 40%MeOH
~M‘,\_
10 9,
J‘fu @® 50%MeOH
]
| MeOH
‘_JL’L/\_JLE\' @
0.0 50 100 150 200 250 300 350 400  min

ICs, EFr.OTEAC
(pug/mL) (TEACXUY& : mg TE/Fr.)
73.9 955.0

65.7 526.9

60.7 1120.8
58.9 34.2
94.9 13.8
178.3 3.0
762.4 3.4
3245.2 2.4
756.0 4.2
55.8 54.3
59.1 75.6
85.0 116.4




#1. Aa—bv—THEYrLEBEIN2{LEY D DPPH 7 ¥ Vg EIEME

ICs (uM)

3-0-Caffeoylquinic acid 83.5
5-0-Caffeoylquinic acid 88.3
4-0-Caffeoylquinic acid 84.7
3-0O-Feruloylquinic acid 1094.2
Caffeine >5000

4-0O-Feruloylquinic acid 1052.1
5-0O-Feruloylquinic acid 995.1
3,4-Di-O-caffeoylquinic acid 69.7
3,5-Di-0O-caffeoylquinic acid 54.8
4,5-Di-O-caffeoylquinic acid 66.4
trans-Caffeoyltryptophan 83.7

trans-p-Coumaroyltryptophan 1041.4




JEA BRI BB E (B O EHERHEENFIEEE)
BEAZ TR DR VERER O 1~ 5D D M EUERR 12 B4 A B30
(H26-£ ft-—%-001)
TR TEE I R E
WIEfREEE « BETF IR OZ EVERELR O 1= b DR FLVERR B I3 A W50
HE WIUKREESET 9%

WS HEE KA

e v Y U F 7 i O E e

ZE BFRNNMELEREOTY Y vF7HHYE A 18V Y vF 27 (Phyllostachys
heterocyclaMITF.) DEDOFEE L2, HEL7-b0 X #EK= % /=L THHL TELNTZ
b THY, 2,6-V A PFRV-1A4NUY X VEERS LT DD L SND, RFETIE,
FY Y UF B OREREIER D T2 DILFAIERT & LT, FERE D b AR YR G D
EERTOBRFEIT-oTEY ., BHEE TIKINEOKEMILEY [5-hydroxymethyl-2-furfural,
4-hydroxybenzoic acid, p-coumaric acid, trams-ferulic acid, N,N'-diferuloylputrescine, arbutin,
tachioside, isotachioside, 3,4’-dihydroxypropiophenone 3-O-glucoside, koaburaside, lyoniresinol
9'-O-glucoside] & & H 12, FHMLAY TH 5 propiophenone 4'-O-primeveroside [propiophenone
4'-0-(6-0-B-D-xylopyranosyl)-B-D-glucopyranoside] % HEf L, ZDEEZHLNZ LTS, £
7o, HBELTALEM A IEMESR & U CHPLCOMT 21T o Io R, EERKS & L Cp-coumaric acid,
3,4"-dihydroxypropiophenone 3-O-glucoside, lyoniresinol 9-O-glucoside & 58 7= —75, ARE
DEERLS & LTH BTV 52,6-dimethoxy-1,4-benzoquinonelx < 1 F—aksr & L TEIE X
NEDHTHoIZZ LEMELTND, AEE BB SHERIEELIToLMHER, Hicl
FEDOBEALA % [4'-hydroxypropiophenone] % BB L 7=, F£7-. HEE L2t EEER L LT
HPLCIZ X D ibEMD 7T 7 74 U 754701,

o 1 FTIE, BU Y UF 7 R OEF Y
TR SFAE RILREEZEEE ER ERETAZ LI DRERBIERDOTZDO

EBO b2 T — 2 0EB BN L L THRE
A TFEER) T o707,

BRI RS OEY Y UF 7 HHY
T ET Y OF I DEOERENSELNT., 2,6-
PA XV ARYF ) UEERSETDED
D) Eh JMERAE LTHAVWLND, 72,
ZTOHEF - L NEX, 1 xBETYOF
2 (Phyllostachys heterocycla MITF.) DX DR
.BRRELTCb DR R & ) — /L Tl
HLTELNZLD) LEd, BEFRNYO
Z I THESHEMTH Y . ZERORSBEEN
TWB T, O EEEITIIFEM 72 R AT
ICESWICHRBIERBLETH D, F 2 TR

B. WFsEiE

RELERDEY Y UTF 7 HHEWII R AR
Nt B U TAF L, 28, BRICix
J 7 AFEHEAE LT YMC GEL ODS-AQ (VA
T34 ), Chromatorex ODS (B> VU v 7)
Rz, FOMBRIEIT T TR E i E
iR~ NI 74 —RAEERA Lz, £/,
2,6-dimethoxy-1,4-benzoquinone DAZHE 1 XFn
PSR T 345 (046-27081) Z AV M=,



2. LEE K OVRIE SR

W48 HPLC /% Shimadzu LC-10Avp ¥ AT A

(BEERIVERT) 26 L7z, BIESHEIRLLTO
LB, H T b YMC-pack ODS AQ-3C2 (2.01.D.
x150mm) (VA =L 4), BT LIEE:40°C,
PieiE: 0.25 mL/min, #IEHKE: 280 nm, EHEA
#: 3 uL. BEFE: (A) 0.01 M H;POs; 0.01 M
KH,PO4 (1: 1) L OB) A & / — V[ 1R E Hfd
0—30 min (B: 0—50%). 30—50 min (B: 50—60%).
50—75 min (B: 0%)].

NMR & Bruker AVANCES00 (7 /LA —« /3o
A e E)  ('H-NMR: 500 MHz, *C-NMR:
126 MHz) #fEA L. BlERBEE LTTE b
“des AHZ ) —N-di TR, IV T B
XENEFNOBEHEERE—27 (7% b -ds (H:
2.04 ppm, ®C:29.8 ppm). A & ./ —/v-ds ("H: 3.30
ppm. °C:49.0 ppm)] ZZEH#EE L7z,

B4 fERE (HR) ESI-MS 13X micrOTOF-Q (7 /v
H— - BN =7 28 ZER L, BERE
WZAZ ) —=NVEREFETE =) VERANWE,

3. \bEWoBEE

26 FEOKRFTHLNTEY Y UF 7
Y O F NV SEIZONT, BT LT
2 < 27 F5 7 4 — [YMC gel ODS-AQ.
Chromatorex ODS] 1Z L 208, BRE21T-o7,
o - SEO 7 a—F ¥ — FER LITTRT, B
Bt L72bA9 1348 HPLC CTOIER & OB
BN NMR 7 — & OFES & DHERIZ X - TH
E LT,

4. &Y UF 7 YO HPLC 54

EUYUFIHMEREEE A X ) — VIR
RS9, PRS- THPLC o2 iTo 7. £ 77,
HEE L 2B LBz HOWT b RS THTE
1TV, HHR G R O(LEMER D 7 2 7 7 A
Vo770,

C. WFgehsR
1. {bBYoBEE - K

26 EEOKRFITHRLNIZEY Y UF I il
Yy OEEEE = F /L 43I (586.3 mg/683.8 mg) 12D
WTC,EBENZ L= 7T 74— [YMC gel

ODS-AQ. Chromatorex ODS] = & % 4yBf, HEH
ZITo 7o B R, #7212 4-hydroxypropiophenone
(13) (1.1 mg) &7, LAY DOFREILHHE HPLC
TOER & ODEHELE R NMR 7 — & OIE
& DRI K- TIT o 72,

1: 5-hydroxymethyl-2-furfural

2: 4-hydroxybenzoic acid

3: p-coumaric acid

4: trans-ferulic acid

5: N,N'-diferuloylputrescine

6: B-arbutin

7: tachioside

8: isotachioside

9: 3,4'-dihydroxypropiophenone 3-O-glucoside
10: koaburaside

11: lyoniresinol 9'-O-glucoside

12: propiophenone 4'-O-primeveroside
13: 4'-hydroxypropiophenone

FAEYOBERE K 2 12R T, Fiz, LT
WZALEW 13 ORI T —Z &R T
4'-hydroxypropiophenone (13): "H-NMR

(methanol-ds) 8: 7.88 (2H, d, /= 9.0 Hz, H-2', 6"),

6.83 (2H, d, J=9.0 Hz, H-3', 5"), 2.96 (2H, q, J =

7.5 Hz, H-2), 1.15 (3H, t, J = 7.5 Hz, H-3).

BC-NMR (methanol-ds) &: 202.2 (C-1), 163.7

(C-4", 131.7 (2C, C-2', 6", 129.9 (C-1"), 116.2

(2C, C-3, 5", 32.1 (C-2), 9.0 (C-3).

2. VHBLE DT

BV UF BRI E A S ) — VI
ff SHTHPLC o 21T o 1o fd ik, X 3 1TRT
Frx— FR/ONT, ROBETH LA
EMEZEme LTREGE TOMREZITo 2
fEER. RIS T O EMST T p-coumaric
acid (3). 3,4-dihydroxypropiophenone
3-O-glucoside (9). lyoniresinol 9'-O-glucoside (11)
THHZEPHALNER-T, —7F, BEFE
W4 R E DO ERSE I NS
2,6-dimethoxy-1,4-benzoquinone X~ F—k%
LT EhT



D. &£

AREEDRER. TV Y UF 7 W OB
TFNSER LT 1 EOA Y E HEE L
7zo ¥72, HPLC %AW\ 2Tz 8T,
AR B FOE K 4 IE p-coumaric  acid,
3,4'-dihydroxypropiophenone 3-0-glucoside,
lyoniresinol 9'-O-glucoside T&H 5 Z & Z B 5 D>
WZ L7z, —%., BEFIRINM4A B2 B8\ T ERSD
& &b 2,6-dimethoxy-1,4-benzoquinone [ A B
I ME LR S o T,

E. #&i

RERA & L CBEERINY A EIZINE S
TWa =y Yy oF 7] oREREER
WCHET A EFERIBRET E LT, B Y UF 7 il
YRS OEFRDNC OV TEE L7 REER, 12
f& O BE 11t & %) [5-hydroxymethyl-2-furfural,
4-hydroxybenzoic acid, p-coumaric acid,
trans-ferulic acid, N,N'-diferuloylputrescine, arbutin,
tachioside, isotachioside,
3,4'-dihydroxypropiophenone 3-O-glucoside,
koaburaside, lyoniresinol 9'-0-glucoside,
4'-hydroxypropiophenone] & & H 12, HiElAY
propiophenone 4'-O-primeveroside [propiophenone
4'-0-(6-O-B-D-xylopyranosyl)-p-D-glucopyranosid
e] BHEEL 7o, E7o, ARGEE T CEMS &

LTEEINTZ/bE WL p-coumaric acid,
3,4'-dihydroxypropiophenone 3-O-glucoside,
lyoniresinol 9'-O-glucoside ® 3 FETH -7z, —F .
BEGERNME Y Y UF 7 MEHOERD & S
% 2,6-dimethoxy-1,4-benzoquinone (Z- 2V T X
WE L RHE SR o7,

F. L3k
1. FCHR
A

2. FERE

D) GF#F SRR, B AT, 2 H BT, AR ER,
Bl %, X FE, BRIy vV os
7 OO, BARERZSE 62 (6
4, 2015598 11 B (KE)

G. HMEIHAPEFEDHIFE, B&RRN
L

H RS
L



TV F Y (23.4 ¢)
H,0 (700 mL)
— n-hexane (2.1 L)

n-hexane ext. H,O0 layer
(52.8 mg) |— EtOAc (2.1L)
EtOAc ext. H,0 layer
(683.8 mg) — #-BuOH (2.1 L)
- cc l |
5-hydroxymethyl-2-furfural (1) 7-BuOH ext. H,0 ext.
4-hydroxybenzoic acid (2) (3.8 ¢) (20.91 2)
p-coumaric acid (3) 08
trans-ferulic acid (4) ‘— cC*
N,N’-diferuloylputrescine (5) ( B-arbutin (6)
\ 4’-hydroxypropiophenone (13) ) tachioside (7)

isotachioside (8)

3,4’-dihydroxypropiophenone 3-O-glucoside (9)
koaburaside (10)

lyoniresinol 9°-O-glucoside (11)

propiophenone 4’-O-primeveroside (12)**

** new compound

CC*: column chromatography over Diaion
HP-20, YMC-gel ODS-AQ, Chromatorex-
ODS, and/or Sephadex LH-20

1. Hhi, HEO7a—F 3 —k



HOH,C.__O.__CHO COOH X COOH MeO X CO0H
w1 o~ o
HO HO HO

1 2 3 4
o y OH
H (6]
HO
5 6

OH MeO:©/OH 0

2. \bEMY 1~13 DibLFHEE
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32) 40
3. ®v Y UFrHmilEo HPLC 7 o< k7 5 A (UV 280 nm)
1: 5-hydroxymethyl-2-furfural, 2: 4-hydroxybenzoic acid, 3: p-coumaric acid

=
e
S

4: trans-ferulic acid, 5: N,N'-diferuloylputrescine, 6: -arbutin, 7: tachioside
8: isotachioside, 9: 3,4'-dihydroxypropiophenone 3-O-glucoside, 10: koaburaside,
11: Iyoniresinol 9'-O-glucoside, 12: propiophenone 4'-O-primeveroside,

13: 4'-hydroxypropiophenone, A: 2,6-dimethoxy-1,4-benzoquinone



BB R EMBE (BhOREMKEETIEERE)
BETEERINY O 22 TR O 72 3D DRI FYESR B2 B4 B A %E
(H26-R fh-—#%-001)
2T ERF SRS E

WFoeo AR « BRI O SRR O 72 50 DR A ER BB D 58

WroHE Ke

o
= 5

LR FIRZE 2%

BEAFESINID 2 5 4. 38 D X3 AT SR

BE BENMWMEBNEOXEFIL X/ 8B X (Diospyros kaki THUNB.) DR%E
BREEER, BELZLOLY, BEEKTY /L THHLTELNEZL O, IIRREHRT
A VKRR CHE L, FRILTHE LNz D) & &, EERIIT IR/ A4 N THREE
#ET 5, AR TIE., WX EROREHABIERO O DILFRIME E LT, A-EOEH
By DB - FERLA T o 7o, B R T b AW D HEBEIZE > TW W3, HPLCAOATIZRB W T
BEOC—7 ZROIESEETREY., SBOBETENORSOFEMEHE LT HTE
Th D, £72, HPLCHOW 2 b ARSI IIEE RN EDH AT =V ENEBIZEEND Z
ERRBENTZZEDE, FOFEMIONWTHREITEITH)> FTETH D,

et 1%
AT SPAE MLRSEIRE GERT
A. WFZEERY

RTINS & BN D 7 X aRIT ThFDR
EnbELNE, VIR A FEERD LTS
Lol b Eh, FEEEE LTHWLRD, T,
ZORER -8 RKEE, THx B F
(Diospyros kaki THUNB.) DRFEZ IS, L
BEL-boky, BEFEKTY 7 — /L THIHL
TELNEZLD, UKBETH 7V ) HKIER
THHL, FfiLTELNTLb D] &S5,
BRI D2 X chH v | ZHD
RANEENTNDEED, EOHEEBIZITHFE
7R R RIS W HSER B LETH
b, T I CARMETIX, TU Y UvF 7 bR
M OERRSERETHAZLICLAHER
WAERR D 72 O BB /2L FET — X OERE %
HE9E L TR ZITo 72,

B. W HIE
1. B R U

RE L R VX ERYULITBEARLRMY
WA BUTAFE L, 28, BRIV T A
FEEA| & L T Diaion HP-20 (Z# L %) .
Sephadex LH-20 (GE~VAZ T « Ux/XV) %
Az, FOMEEILT N TRRE ITEEKR
Ko< b7 —RAEERALE,

2. HEE K OVIESM

Wil HPLC I Shimadzu LC-10Avp ¥ A7 A
(BEBERT) 2MEA Lz, BIESRBIILLTO
LBV, BT L YMC-pack ODS AQ-3C2 (2.0 1.D.
x150mm) (VA i q), BT LBE:40C,
Wi 0.25 mL/min, BIFEFF: 280 nm, FEHEA
£: 3 uL. BEIFE: (A) 0.01 M HsPOs; 0.01 M
KH,PO4 (1: 1) ZOBY A ¥ J — VIR E AEL S
0—30 min (B: 0—50%). 30—50 min (B: 50—60%).
50—75 min (B: 0%)].

3. oyHE - rE

T EERLCEREKEMZ THER S8
%, BFfR =TV, n-7 F J—VEIERMZ T
BEAITV., EREWMZET-, FONTKSEY



D —#h % TERAYIZ Diaion HP-20 & T Sephadex
LH20 h 7 27~ b7 o7 4=l K500
1To - #5582, Sephadex LH-20 & AW 7= HEITH
W TR REF 7R Y BEDME DTz,

4. 1 ¥BFEO HPLC /o

X EREGLEKICERISYE, LREHFET
HPLC i &1T-72, Tz, DEEL =& 0 EY
WZOWT BRI TOEIT o7,

C. WFathER

1. {bEWD53HE - KR

B EERL (4738 WKEBEKILEZMZ
THEM IR, Big=F /L (1LX3), n-7 ¥
J —/v (1 LX3) THER S BL A ATV, &40 B4 [HF
FerF Lo EY (129.4mg) ., n-7 % J —)V43HE
¥ (773.6 mg). KyEY) (4538 ¢) 1 &#H7,
X E O HPLC F % — b2 11T T, Hb
N7=/KSE# D 5 B 500 mg % Diaion HP-20 77
Fhr7ua<w NTTT7 40— L, K210%AHF
J =)L = 20%AZ ) =)L = 30%A X ) —)b —
50%A X ) —v — A& )=/ LTIEREH S
=, B oo & EY % i HPLC &z T
O EITTEN, BWSEEIE LR o T
(B 2), #Z TKRSEH (500mg) % Sephadex
LH20 W L7~ N7 57 4—IZF L, KT
BEH S THEONIZESIZOWTHPLC 21 &
Tole, TORER. HEHRIFROBENTED b
izl KB 20 g Z VT Sephadex
LH20 W F A7 u~ 757 40—k B508%
1Tolc. HONTHELEYDO HPLC F ¥ — b &
3R T, AKIEHE O £.38-52 (1.04 @), fr.53-57
(50.0 mg). fr.58-65 (15.4 mg) TITEH D v —
TR — 7 BFROI T, L DESZIZOWN
TEBRBERDIBHEZITOTFETH D,

D. &%

I X EFHHOR-—BIEIN T L7 0
< T T 4L DHBEC L o T, KOEY
DHEEDOY v —T R — 7 ZRO LB %
B, —F. AxX6AFEYLO HPLC afrizisn
T u— RNy 70 REROI L
DB, REGICIIEEREOHREAIF =
HEREEILZEEND EEZ NS,

E. f&

EEB L L TCHERNMA BIZINE ST
Wa %k ORERBIERICHET 2F
BfETE LT, A X ERBEORSKELZIT-
7=, BEESCTEEOY— 27 2D 3ESRED
NTRY, S%OKRFTTEN DAL OFEM A A
SPNCTHTETHD, o, ABGIZIIHEE
R EOHELRZ v oV ENREEILEENS
ZEMHPLC bR Ins Z b, £
DHMBZOWVWTHREFEITI TETH D,

F. WFZEFE
1. Em3C3E
L

2. FRER
L

G. FHOMPEEFED HIFE, Bk
2L

H fERfaikE
L
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o methanol %5 HED
T _ 50% methanol
T “‘Mw“"‘/ VAR
M,f/ﬂ M,M”f - 30% methanol
P T st

x""/ / __— 20% methanol
e

T i

e e = 10% methanol

P —— MWW.._.‘M..M // e - -
e ) e [5’ IEEI =R
,

wwwww S S A D

3 % H ) H i H H W H H E B B H i

20 30 40 50 60 min

2. W xBFE KSEY Diaion HP-20 434 HPLC 5 ¥ — b

S
. ]

s st 7

e 11.66-80

o ».,MM"/W”
J”’MWWMMH
M o 15865
ji G - ;m.ﬁ e Py
- e ]
G SO R e—— f |
ﬁ Vi [
i f - e L
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fl
e 13852

e s ’ ‘ r.27-37
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fr.15-26

e f1l14

ek

H

o 10

X 3.

20 3 40 50 60 min

¥ BFE KSEY Sephadex LH-20 43 E 4% HPLC F % — b



RN

BAFBRFEMIEMNE (REOREHRIRENFEERE)
BEFR IR DR 2 MEREIR D 72 D DR B UER B ICBE§ 2 B 5
YRR 27 FESE G E
BRI U 7 9 S OB ERBRIE L (NMR Z2)5H LIcEBEDOR S

WrgEsaE

ZHHET EvEELEMMEENETELINIYE £R

TREE

PR OB OREL, MESEEMRADO L OBO TEETHD.

BEfFaMH A T T 3 XHHMIE, RBEROFERFRTHY, FLEEARHD LT
5. AT, BEFERNMA D T 3B ORI REERO -0, A& EIC#E
L7 RBBERBRIEL OEE NMR /6 L7z LC EEBIEDRREZ1To /2.

WoEH I E
EEREA ESLEE RS E AN TR
iRRE = [ESLEIE R RN SERT
AR ESERLRREENIERT
ZAEM  [ESTEEGR EAENTERT
A BHZEEEY

BRI 7 U 7 3 Xt (34
Rumput roman extract) 1%, EEEHRMNML
& V2N SN TWAHRFRD 12T, %
DEZEIL, [HV T IEXOLENLELN
Tz, WV ERERZETDHDOENS ]
CE#HINTWS. £, BEFERIW4 &
I#H B U R N 20K - Bk - REII,
Fr¥7#8»v7a=xx
capillarisTHUNB.) O£E XV, FigkxT
& ) —NELIFEKRTZ ) —/LTHIE L
THELNEZLD, IKEIEELTEDL
NebDThs., BRRDITIIEY VHET
HD. ] EFTHENTHND. BEERN A T
7 A EXHEYIL, BREIYATEE IR
R THY, SHREABIEEERT 2 LE
Why, BRBERRESIY Y &

( Artemisia

(capillin) (Fig. 1) DEBIEDOKRFIBMLE
Thbd. HUTIEFHEDIIEICI=Z
—/VTHIE L7 RRRE TIR@E L Tk Y,
MRMMEL R, BRBEOREFIE
WCLRBMLETHD. £, PEIEMERY
ELTEITONTWD I EY > (capillin)
DEBEZWFTO2LENS LR, TOF
BEIMETHAZ R TFHEIN, £DK
MO LRROIZEHET 27201, it
DYE & +5r53BERTRE7: LC ML RETT
HVENRDHD. Fiz, IV ORENRT
RINTRLY, VI TIEXHOHEBEEL
TeAEY UEERE LTRWAR, Z08
HERMEZ R T ONERDD.

AW TIX, BEFERMS AU T 3 E X
HppyiEses b fEZ AV, R
EOHRE, LC/UV AT LCMS ICLbEE
EOREEITo. b2, & NMR
(quantitative NMR: gNMR) %A L,
A HEEERE S O EMRMELZRD, £
EEMHRLELIZ OV TS, T E D AER
A L2V gNMR 12 L2 EEEEL RS
7o




B. WgEHE
B—1. =g

BEFEIM BRI, B ARSI
B UTAFLE ARG 1 (B,
w2 (BBe), B3 (FEeh) RUE
fh 4 (EBE), KU B 5 (RBE),
oA AHERA L (Table 1). 724t
U OBEBHERIT, A RS (Eaihs)
Z, BARBRTNIMGE 28 TAF L.

B— 2. ¥
NMR BIEHEBEIZIZEY oo kb s
(7 & kv -d) (Isotec £, il 151823)

RV, NEEEWE L LT
1,4-BTMSB-d: ( 1,4-bis(trimethylsilyl)-

benzene-dy) (FIJEHIFETZE (#R), 99.8%
+0.5%, BFE 024-17031) W=, £z,
GNMR i2 £ ¥ 1,4-BTMSB- di 0 HeE72 I
BRSO DT, SIATEIE NEERFR
BHFFERTIC & 0 EIFREALRSDIZ X 2 #iE
EAMST DI RREERE Y X VY =5 v

(DEP) ((¥h) PEFEEINKL G IR,
99.98% *+0.01, B 639-10081) & Fv 7=.

LRSS ORI - BT TS TR AR
o DWiE HPLC AR L7,

B— 3. FEHRDOFER
B—3—1. LC/UV KU LC/MS E&ZHR
Fhif D FE R

AU T 3EFHHYES 1~5, §F 5 B
FEENGREE L, REROMERIZIZL,
AV CHEBHERE AV, ERE, 10
mg ZEFEICEVERY, =&/ —/T 100
mL IZEFL (=5 100 pg/ml), X517,
IO 2mL, 1 mL k1 mL Z EMEIZE

v, ZTNEN01%FBEFET =1 IV
K¥EEHE (H20 :CH3CN =1:1) T 100 mL,
100 mL %0200 mL ICERE L (=EhZh
2.0, 1.0 2X0'0.5 pg/mL), 1ZEHEWRE 1,
2R3 L L. EHITEER 2 % 2 mL
KOVl mL EFEIZELY, 0.1%FMEFET &
b= b U AKEKR (HeO: CHCN =1:1)
TENEN 20 mLIZERL EERERN
0.1 X100.05 pg/ml), {E#EK 4 KV5 &
L7z. Bi5, %9 0.05, 0.1, 0.5, 1.0, 2.0 pg/mL
DREICTERIZRR L 5 BEOZELER 1
~5 BAERR L7, 1REROFRIIZREC
D& n=2 TITo/z. AU T ITXHHHER
i 1~5 1%, FThEFh#0.12, 1.8, 0.97,
0.74 %10 0.59 g Z#IEREICEVEY 0.1%F
BEBR7E =Y VKEK (H0 :
CHsCN=1:1) T100mL IZE&L, LCE
ERAREBNEE Lz, B 5 ORI
EENEL, ELOREROEEHEICA DR
BT DI bIimRBtLETH o
b, BLEL B O 2 mL ZIEMEICEY, 0.1%
X¥BMERTE b= F U AKERK (H0 :
CHsCN =1:1) T100mLIZERF L7~ &
i D) 6.7~330 fEAIRIZHEY) % LC E
ERARBHR L Lo, SRR ORBHR DR
X n=3 TITo7z. 723, IEvU HEEER
X, 727 vXH : METTLER
TOLEDO #:#!, No. 11122430, XP2U k&
v, AUTIEXHHYEMLIE, BIIS
X (FALVRIDR-AHba=r -
U (BR) B LE225D) XV EBEL
7=.
B— 3 — 2. qNMR FsUEHK DT85l
AV CHEHER KON U T EE X HH
Yl > gNMR ARBHR O ERUZIE, F9
P L 72 QNMR 1E 7L % V72 .gNMR 2



¥, 1,4-BTMSB-di # &V EY, £0.2
mg/mL 1,4-BTMSB-ds,/ 7 & v 75V A= d¥
weLizbox AW, NMR EZEHERIZER
7% 1,4-BTMSB-ds D IERESME X, 75
IEVEY)E DEP %

AWTKIELT.

F ) CHEBEERIT, £ 2.7 mg ZIEFEIC
BEVERY, TORM L RO QNMR NE
¥k % 1 mL X CHEMAEL, qNMR FHFE
# & L, 600puL % NMR &2 AN THEE
=8 L 7. gNMR FASCEHEIE n=3 THRL L
7.

AT 7 TR 1~5 120\ T
ZQNMRIZEB DY v OEEEIT-T-.
9, REFO-F ) — VEORE A BRE
TH), B, 2, 3, 4 KU'5, FnFE
nF 0.2, 3.7, 1.7, 1.5 R1N0.4 g #1IEHkE

WWETATZ7FAIIZEVERY, =/ NKL—
&— (KB 40°C) [T X 0 AREE 7.
IS, OB L7z EFEDO QNMR EHEK %
FNEF 1mL $©oM%2 TEHEAEL, 0.45 nm
D7 4 Vv — (Merck Millipore #t,
Millex®, SLLHH13NL) ZHWTABL
7. &A% oNMR AR E L, £h %
A1 600uL 72 NMR B IZ AL CHEIEICHE L
7o BRBHZ D E Wb n=3 THE L.
¥, AU CHEEHEMT, UV ET IS
o K (METTLER TOLEDO #:#4, No.
11122430, XP2U) 2Ly, #UFaEF
WHYREE, EII7aXKBE (P
Il =R/ SO S PAVE - I -8
LE225D) Ik fEELT-.

B—4. o hiE
B—4 — 1. @R ERR
UUTIORTEESRG T, HEBRERRO

REtEIT o7,
WEE TAYL—F— TATY (Ff) #
DRY ASPIRATOR DAS-01, EiRFLEL
(%)w#>%¢%§ﬂx%XIﬁmU
VIN—II, R77 bk :F VU ZVEML
# () ® TALENT VU —X, K& :
ADVANTEC ## TBS1813A, KUK v k
7L — | : Fisher Scientific 8¢ Isotemp
(184X 184 mm) %M L7
O BEHEEOT AL —F —HW-EGE
W E RS
LUF O&6 CTHBHRE,
TEDbIZHERELE.
FlHERHESE TAEL—2—BET (B
0.017MPa), =R (24°C), 5K 30 &
HESE 105°C, 5 KRR
© BEH, TAL—F—KRKF7 %
RN T B E TR S R
UTOEMET, FiHEME
WTEBICHR L.
FlEEMERE TACL—Z—RBET (B
0.017MPa), =EiR (24°C), 2FF# 30 0 —

5%

%, "ol

Ko7 NARKE, =B (24°C), —B (13
B 45 43)
B 105°C, b EEM

@ FRTZFTRARVPz AR —F—%H
W B B R BR S
LUF O 44 CFHBNE#
TELIZEBELTE.
TlEgMESRG KiE OKBRE 40°C), B
JE (¥ 0.007MPa)
EIREME 105°C, 5 ERRE
@ B0 K UVKIE EMEVEE AV
WERBR AN
LUF D 4FCF R iAE
TELICHERE L.

, BigEsE AW

, FLIBERA FHW



