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T4 7 F VTR ORFFERERI O K 7 k“'ﬁé&%ﬁbpﬂﬂﬁh
1T, TORMBRIZESE 2N FE THRONDEREL LR
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T, FRERKFEFMEFXFR TZDOTIA T T U ZF RO
WT PARP (RU ADP U AR—ARY 2 F7—8,
Poly(ADP-Ribose) Polymerase) FHE{EMER 7 V) —=20 7
ITo12,

PARP %, DNA ® = 7 KOG~ R
952 & TIEM b E i, NAD 2 HE }_’L'Cﬁ%/?iﬁ**5’
UNTEIZ ADP— Y AR —RAEREEZMINEST 2 FIR%
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INETIZ, ZOLVYTOED 50% =% / — Vil
XA L CLERTE v ¥ — CHBEEFMZITo7 &
Z A, DPPH 7 Uil EEN (BB LIEME) 12z T,
YR—=¥, wAF—F, Fut—tiLoRELER
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L7 (Syzygium samarangense Merr. & Perry
& AFT NEE) O 2014 FITHHRETT O RFE TR
£ L.60°C THEMEML B, il (IKA  MF10, 3000rpm.
v —3I/b, @l.0mm i) L7zbO&EEH LT,

WL LT Ny (FHTATRT, Fifh) . Tt

h=hk U/t (Sigma-Aldrich . HPLC H) . # % /—/L
(FHZ7472A2, HPLCH) . n- 7%/ — (T4 75
ATAT, BiRk) . n-TanRn )= (FATAT AT,
¥efk) | BT (A TAT AT FeRk) . X (7
4y ¥x—HY A=A HPLC H) ZH\W, KIZHEER
ECHRE Lo RK &2 L7, NMR JIEICIEEK (B
HkT) W, ABICITHRFEERK GA-100 & v\,

I R S (P — A =T T 1 7

DIONEX ASE-350) 2k VW 1iT~o7=, HorBEiZiZ ODS

(YMC. YMC-Pack ODS-AQ 120-S50) # & CA L7z
HTAH T A (@50mmxL100mm) %, 7 /LA Tl
Y —® TOYOPEARL HW40F # R CA LT H T A D T
L (@30mmxL300mm) %, M7 =~ ~7 7 7ITIE=
B> v=71Y 7 ® CPCLLB-M % H\ /-,

BB AEISIIE 1, 7V J1— D AV400N % AV THT -
2o BEFEILA ALY O P-1020 (2L 0 #lE L, Bk
ST+ —%— XD LC-MS H#riiE (Ageuity
H-class. SQD) (2L V1T-7=,

2-2 1t&¥ 6 (vescalagin) DEiBE

e 70g 2 700mL O 7 b K73 THIH (1 H
e L7eob, @000 (3000rpm, 3043) 12X
WBELT-, ERIZE &2 2 [, 700mL 7 & k>
K 7:3 THi (1 HERE) L7z b, @057 EfE (3000rpm,
30 47) IZ L BEEEEEIT o7, 3EOHEERIEIZLY
H o TR 2000mL OHE A 572, Z OfhHHK & T
TTTrE M ZBREL, SOHICEMEEZITOHN 500mL @
KRR AR T-, ZhE 7 vy —iEilth,. Biitx
F v 500mL ZMAZTHE L. O T OkH) ZEE
TCHER = T L EBRE L, S IR EITWVR 250mL
DR & 57,

Z O A ODS 4 7 A CTHAEE (0.1%F £ —0.1%
XWe,/ 7 h=hVUL 80:20, Fiik 27TmL/%y) &1T -
o BONIALEY 6 2 & 1ol sy (463mg) &7V A
WXV HE Ok 7 =1MYU IV 75: 25, Vi 6mL/
) L, Hibea®me (236mg) #f57-, ZOH{LEY 6
KAV ABIC LV ER Ok T =V v
75 : 25, FEE 2.5mL/4y) L. 205mg DILA Y 6 & e
BOTELT 7 AL LTHEZ (K2) ,
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HIEM AR (70g)

Vomm Gere om0
ik (500mL)
Vw4
ft#E (250mL)
K2 (YMC-Pack ODS-AQ)
Vescalagin & A #4y (463mg)

J %M (TOYOPEARL HW40F)

#l vescalagin (236mg)
% (TOYOPEARL HW40F)

Vescalagin (205mg)

X2 1b&%6 (vescalagin) MHEER ¥— L

TH-NMR (400MHz. D20) :64.08 (d 1H 12.6Hz) .
451 (d 1H 7.6Hz).4.81(dd 1H 1.6, 13.0Hz).
484 (d 1H 2.0Hz) . 4.99 (d 1H 7.2Hz) . 5.21

(brs 1H) ., 549 (d 1H 7.6Hz) . 6.59 (s 1H) .
6.71 (s 1H) . 6.75 (s 1H)

13C-NMR (100MHz, D:0) : %1

ESI-MS (ESI positive £ — F, CV 20V) : m/z957

(M+Na) . 935 (M+H) . 917 (M—H20+H) . 633
(M—HHDP+H) . 615 (M—HHDP—H:0 +H)

[alp —94.5° (c=6.09, H:20)

2-3 1t&at 7T (castalagin) DEigEk

FhH A A B X v . i EE 90g GREH
54 b 45:45) % 100mL &/ 3 &I 30g ToFIHE L,
KREERIZ, 85°C, FHERFM 5 X2E, 77 v v af
7 60%, ~N— VK] 300 B TIT o7z,

BFon kMK (250mL) X, BRBIZELEOD
ODS THLEE (ABR : 0.1%XBE—0.1%X8 7 & b
= kU 80:20., WiE 27mL/%y) EiT-72, BHNTZ
L&t 7 % & telisy (426mg) & 7V AT X 0 /ol (k
/72 h=hrUV 75:25, Wi 6mL/sy) L. HAEA
W7 (153mg) &7, ZOHLEY T ITEEINZ T
ra< 777 0—12L R (1100rpm, K n-7 ¥
J—=/n-7 s ) —) 100:45:55, LJEBEAE., iR
2.5mL/%3) L. 106mg OLEW T % Bt T /L7
7 AL L THT,
1H-NMR (400MHz, D20) :64.10 (d
487 (d 1H 11.0Hz) . 562 (d
499 (d 1H 7.1Hz) . 5.05 (d 1H

1H 12.9Hz) .
1H 4.5Hz) .
7.1Hz) . 5.46,



5.07(d 1H 5.3Hz).6.68(s 1H).6.74 (s 1H) .
6.88 (s 1H)
13C-NMR (100MHz., D20) : %2

ESI-MS (ESI positive &£— F. CV 20V) : m/z957
(M+Na) . 935 (M+H) . 917 (M—H:0+H) . 633
(M—HHDP+H) . 615 (M—HHDP—H:0 +H)

[alD —96.4° (c=5.58, H20)
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Lo HE (YMC-Pack ODS-AQ)
Castalagin & H%) (426mg)
l 43 (TOYOPEARL HW40F)
#l castalagin (153mg)
4 (CPC-LLB-M)

Castalagin (106mg)

3 1tA¥W7 (castalagin) OHEERF—L
3 @R
31 LE®M6 DRIE

{bEme6it. BEEOTELT7 7 2L LTHELIL,
TAANY MVinbayFRIE 934 LE XL,
BC-NMR (= AT /VRFEMN 5 1, RoBUBRICHhET
L EEbNDREN 30 MEETHZ 0D, (LAWY 6
TR TS % 5 AT DMK E = FThH
DE[EEMEREVY, BC-NMR LV RFEIT 41 ETHY |
FE934 ThDH I LMD, b a—R s LS OB
FefHxmz T, ZoOWEDL 1% Ca1Ha6026 & HEE
Lic, DO AR>S 7 NEERH RO iR
Fr=viEBRBLEZEZA, Baibkdw bbb
vestalagin F 7213 castalagin TH D & H#HiE Shiz 9 9

(H4) .

Vescalagin & castalagin I/3X7 8, 7 hEER 2 E
DRYNIEL AT HH =0T, LT RT7 hEE
BTHLZENB LU TNEO IS OHBEZ TS
Wb, TZTNMRT—¥ & B L ik LT-L 25

(% 1)vescalagin 7 —# LIEFIZIL —FHT D &,
BLOWENEDOHF SR —ET D52 enb, {LEWE %
HaTACE 24 % vescalagin S [RIE L7z (K4) 4,
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Ri1=0H, R:=H : Vescalagin
Ri=H. R:=0OH : Castalagin
X 4 Vescalagin & castalagin Mi&&

£1 1LEM6 & vescalagin?® "*C-NVR T—42 D
a2
13C-NMR (8)
#C Vescalagin 6 #c Vescalagin 6
Cé6 65.3 65.2 | C4'1I 134.4 134.5
C1 65.6 639 | C4'V 135.3 135.1
C3 66.1 67.8 | C4'III 136.2 135.9
C4 68.8 68.9 | C4'IV 136.5 136.3
C5 70.9 70.5 | C4'1 138.0 137.5
C2 73.7 77.0 143.3 143.7
Cc2'v 107.3 106.9 143.8
C2' IV 108.5 108.0 143.8
C2' 11 109.4 108.7 143.9
C3'I-V,
Ce' I1 112.1 113.2 143.9
~C5'
Ce'l 113.4 112.2 144.1
I-v
Ce' 111 113.5 113.8 144.6
Ceé'V 113.7 113.9 144.7
Ce' IV 114.9 115.0 144.9
C2'I1 115.4 115.1 145.7 147.3
C2'I 117.0 1165 | CT'1 166.1 165.5
C1'l 120.8 1234 | CT'1I 166.1 166.0
C1'III 123.5 123.5 | CT'IV 167.2 166.8
C1'1IV 123.9 124.1 | C7'IIT 167.5 167.2
C1'vVv 125.4 1256 | CT'V 170.0 169.8
C1'II 126.3 126.5

3-2 EMT ORE

LB 113, HREoT7TEL7 7 2L LTHELNE,
< AR hL 1BC-NMR., 'H-NMR O R EEY) 6
EHPILTWD Z &M D, vescalagin [AERIZ 7 MEEFR
W2 I8 < 434 § 5 vescalagin @ 2K CTH 5
castalagin TH % L H#EE L ¥, 13C-NMR 7 — ¥ % SCHk{HE
EHR LI A—KTDH LD (F2) {LEMT %



castalagin K[FEE L7 (K4) 9,
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W castalagin 1%, Z OFLEHMIC L RN E 2D,

=2 1e&®W T & castalagin?® *C-NVR T—4& D =3 HEELLEWMERELEDPARPEEE M
i 3 A=Y 7 T
1BC-NMR (§) vescalagin (&% 6) 50% L& @2.3uM
#C Castalagin 7 #C Castalagin 7 castalagin (k&% 7) 51%PBH5E @2uM
cé 653 653 | C4'II 1344 1344 A7) 7 (R 100% % @1uM
c1 65.6 656 | C4V 1353 1353 JTI/NUATIFR 17%fE  @2uM
3 661  66.1 | C4'TII 1362 136.2 S =V 6%HLE  @2pg/mL
ca 688 687 | CaIv 1365 1364 AT x TBLE  @2pg/mL
C5 70.9 709 | C4'T 1380 1381 BRI Not active = @2uM
2 73.7 73.7 1433 1433 7R Not active  @2uM
c2'v 107.3  107.2 143.6
c2'1v 1085  108.4 143.66 Q
Cc2 111 109.4 1093 143.74 O NH
C3' IV, N
C6' 11 1121 1121 143.8
~C5' fo)
C6'I 113.4 1134 143.8
v O NH
C6' 111 1135 113.6 144.8 2
ce'v 113.7  113.7 144.9
FZ7R) 7 3-7I /) XRUAXT IR
C6' 1V 1149 1149 145.0
c2' 11 1154 1154 1457 145.7
c2'1 1170 1171 | C7'1 166.1  166.1
C1'1 120.8 1209 | CT'1I 166.1  166.1 YC[
C1'1III 1235 1235 | CT'IV 167.2 1672
C1'1vV 123.9 124.0 | C7'1II 167.5 167.5 HO. _©O
c1v 1254 1254 | CT'V 1700 170.0
C1'1I 126.3 1263 HO oH
OH
3-3 PARP FHZ:E 4 By =V BORARER (HET4 =) BB T
HAME L 7= vescalagin ({b&# 6) . castalagin ({b& o
W BELAERY 72—V, BXOary ha— @[OH o OH
AN S S 9 3 ~ N S > NS |
MMeeEm<Thor A7) 7L 3TI )RV ATI RO HO O oH HO O O OH
PARP [HEEMHZBIE LI 2 A, ZOHERIIENE oH
HO O
nN&kK3IDEBY THoT, OH o)
o= U (Fepiss) B8O 7%r HAEbR) IR =5 I
@® PARP [HEIGMENRTHTNZ &35, vescalagin 8 LN
castalagin ® PARP [LEVEMEIE, A Y 7 = ) — VHHIZ % Vescalagin 35 & U8 castalagin (%, % < DIk 4 figHl
BT B FREME IRV E 22 b5, $7-. L TH H = UTRER, KEEHR H TR & ISR 3 iR S A A3 A
T PARGOIC & U CPLETEIE A RS 7202 b | bD, H%. NMKGHEWERD L LT, vescalagin 35 X

vescalagin 3 X U castalagin ® PARP FHLEEMITZ <
DRY 7= /) =R 6N K5 7%, FEBRIZREET
172K, MEMICH ABREDOEREEZF S LOTHD Z
L RMFFTEX B, —F vescalagin 3 X O castalagin @
WERGAL Ch D=7 7l (FIJehiss) e (Fok
IR (FPHEVEM 2R SR & D, vescalagin B &

Wecastalagin " HiEE S A (LA OV CTIEMERER 2
TV, ZOREEREZR SIZONTHH LT LTV,

BRI, TR B A ) & 458 S 7U7- PARP
FELE M DR ERAT 36 L OV D3RI R B % AFgE
& U CERER KRR E L L AT o T2 L RIBFFE DFE S o —¥4 ¢
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