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FUTLAE Callicarpa formosana Rolf. JJy By &g}
KUEMY), FEAMARIRIE R X, HAR, 2,
R M7 RPN 2y, A HORE M, IR DAL
FEPEE IR T &R o™ Py At
WA BT AR IE D, e S A 0l R
NERBER AP N T F AT I 4y
EH AT A AL 5 B EAT T RGEEIE. HLUTAE
28 95% LIERHGR A, d8 AR 3 T B
B o3 B A2 4 ASH AR S AL S A 8 A
CAnfk & FERE— D IR, ONZAE Y
SIEEE T 2 MEE Y AP I C Ak S
1173 15 S e i P S v B, SR EHE 5 A RS
#): echinophyllin C (1), monomethyl kolavate (2).
15,16-dihydro-15-methoxy-16-oxohard-wickiic  acid
(3). hardwickiic acid (4). clerodermic acid methyl
ester (5), 3 ANV S G4): 6B-hydroxy-
lipolamiide (6). phlorigidoside B (7). 2-methoxy-9-
methyl-3-oxabicyclo [4.3.0] nonane-7, 9-diol (8). VA
K B-M5| VR (B-indole acid, 9) A1 J5[R (ursolic
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acid, 10). L&MW 1~9 ¥R IR M%) 53 25
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Bruker AV—400 1 DRX—500 A%t i
. AEEIERER (200~300 HD R 2 ik
GFysq (HEEEERERATD; BN Sephadex
LH-20 (Amersham Biosciences, %l ); EAF]N
10% (1) H,SO4-EtOH ¥ ¥ « At UL {£ Callicarpa
Jormosana Rolf. KT~ I LR E, i [H
Rl B BRI T R 5
2 ERSSE

TRAL AL ZEM55) 4.5 kg, WtE, H Tk
BEEREL (3X25 L), AR IEIRE 320 g HEL
FERZ (200~300 H DO AL, A7 k- oy i A -
PR BT R, TLC A0, SIFAHIRIA 73, 153
12 M. FAL AR Sephadex LH-20
REMEIE, 73 B 2EY) 1091 mg).2(50 mg).
3 (23 mg). 4 (68 mg). 5 (527 mg). 6 (1768 mg).
7 (13mg). 8 2mg). 9 (5mg). 10 (50 mg).
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WA 1: TR AE A, 'H-NMR (CD;0D,
500 MHz) d: 0.77 (3H, s, H-20), 0.83 3H, d, J = 6.6
Hz, H-17), 1.13 (1H, m, H-6b), 1.25 (3H, s, H-19), 1.39
(1H, m, H-10), 1.41 (1H, m, H-7b), 1.49 (1H, m, H-1),
1.50 (1H, m, H-7a), 1.53 (1H, m, H-11b), 1.57 (1H, m,
H-8), 1.64 (1H, m, H-11a), 1.73 (1H, m, H-1), 2.04
(1H, m, H-12b), 2.15 (1H, m, H-12a), 2.24 (2H, m,
H-2), 2.38 (1H, m, H-6a), 3.91 2H, br d, J = 1.8 Hz,
H-15), 6.66 (1H, m, H-3), 6.85 (1H, br s, H-14);
BC.NMR (CD;OD, 125MHz) &: 16.3 (C-17), 18.6
(C-1), 18.8 (C-20), 19.9 (C-12), 21.1 (C-19), 28.1
(C-2), 28.5 (C-7), 37.2 (C-6), 37.6 (C-8), 37.6 (C-11),
38.7 (C-5), 39.9 (C-9), 47.8 (C-15), 48.2 (C-10), 138.2
(C-3), 139.6 (C-14), 140.9 (C-13), 143.9 (C-4), 171.1
(C-18), 176.9 (C-16). SUAVEREN 5 N = A2 L1 KR (AT
U, PRI e EYIR . FAB-MS m/z: 330 [M—
H] , 4ty PC-NMR #5473 A CaoHaoNO;.
'H-NMR 75 3 MHFIEAE S 00.77 (3H, s), 0.83 (3H,
d,J= 6.6 Hz), 1.25 (3H, s), i M& &5 5 6 6.66 (1H,
m), 6.85 (1H, br s). “C-NMR H4 20 Mifs9: 3
AL, 7 AN HSE, 4 NIRRT 6 ARk . HR R
DL SR, HEDAL &4 1 NAZSE A s, JF
1k HMBC M1 ROSEY #fi & 45 44 S @ ik &5 5 o

£ HMBC (& 1) 7, aTLUMEEE] H-19 5 C-4.
C-6. C-10 1%, H-20 5 C-8. C-10. C-11; H-17
5 €9, C-7 GHXK; H-14 5 C-16 4HXK; H-15
5 C-13. C-16 k. f£ ROSEY ([ 2) thafbh
W55 H-19 5 H-20; H-17 5 H-7a. H-7b; H-6b
1j H-8. H-10; H-8 1 H-11b; H-10 55 H-11b HA%.
ML Eorffie 54 1 24 echinophyllin C o 4855 3Lk
xR, "H-NMR Bl A5, 12 5]
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1 &% 1 8 HMBC #8XEi%
Fig. 1 Key HMBC correlations of compound 1

2 k&% 1 B9 ROSEY #H KB ik

Fig. 2 Key ROSEY correlations of compound 1
76T H-6a, SCHkIRIE H-6a 4 2.93 (dd, J = 3.0, 10.0
Hz), WiASZEIT)ES 238 (1H, m). tkak, #5
BC-NMR SRS i 2% -

A 2: L EIRY) A7), 'H-NMR (CDCL,
400 MHz) ¢: 0.74 (3H, s, H-20), 0.81 (3H, d, J=5.2
Hz, H-17), 1.24 (3H, s, H-19), 2.16 (3H, s, H-16), 3.68
(3H, s, -OCHj3), 5.65 (1H, s, H-14), 6.85 (1H, t, J= 3.6
Hz, H-3). 53CikEessia 50, sty 2
4 monomethyl kolavate .

A 3: Lt IRY) (R, "H-NMR (CDCls,
400 MHz) ¢: 0.76 (3H, s, H-20), 0.81 (3H, d, /= 3.4 Hz,
H-17), 1.15 (1H, m, H-6), 1.24 (3H, s, H-19), 1.32 (1H,
br d, J= 12 Hz, H-10), 2.21 (1H, m, H-12), 3.57 (3H, s,
-OCHs3), 5.72 (1H, s, H-15), 6.76 (1H, s, H-14), 6.80 (1H,
s, H-3)o SCHREEIEA S, ety 3 b
15, 16-dihydro-15-methoxy-16-oxohardwickiic acid.

WA 4: KRy CRAD, "H-NMR (CDCls,
400 MHz) ¢: 0.77 (3H, s, H-20), 0.84 (3H, d, /= 6.4 Hz,
H-17), 1.26 (3H, s, H-19), 6.26 (1H, s, H-14), 6.87 (1H,
br t, J = 3.6 Hz, H-3), 7.21 (1H, s, H-16), 7.36 (1H, s,
H-15). L5 SCiREm A —50, et b
hardwickiic acid.

A 5. otk (45, "H-NMR (CDCL,
400 MHz) ¢: 0.79 (3H, s, H-20), 0.81 (3H, d, J= 6.4
Hz, H-17), 1.26 (3H, s, H-19), 3.68 (3H, s, -OCHj),
4.73 (2H, d, J=1.6 Hz, H-16), 5.83 (1H, t, /= 1.6 Hz,
H-14), 6.58 (1H, dd, J = 4.4, 2.8 Hz, H-3). 5 Cik%k
P AR — P, e E LAY 5 N clerodermic acid
methyl ester.

WEY 6: TR A (FED, 'H-NMR (D0,
500 MHz) ¢: 1.13 (3H, s, H-10), 1.86 (1H, dd, J = 12.6,
7.7 Hz, H-7a), 2.09 (1H, dd, J = 12.6, 6.3 Hz, H-7b),
2.59 (1H, s, H-9), 3.73 (3H, s, -OCH3), 3.90 (1H, d, J =
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11.9 Hz, H-1"), 4.15 (1H, dd, J = 7.7, 6.3 Hz, H-6), 5.84
mHsHu7ﬁuH , H-3)o 55 S0k B A —
O s A 6 b 6B-hydroxyipolamiide.

WwE 7. LEBHA (FE), 'HNMR
(CD;0D, 500 MHz) §: 1.36 (3H, s, H-10), 1.99 (3H, s,
-COCHj), 2.08 (1H, d, J = 4.9 Hz, H-7), 2.87 (1H, s,
H-9), 3.16 (1H, t, J = 8.8 Hz, H-2'), 3.69 (3H, s,
-OCHs3), 3.87 (1H, dd, J = 11.7, 2.0 Hz, H-6'), 431
(1H, t, J=4.9 Hz, H-6), 4.56 (1H, d, J = 7.8 Hz, H-1"),
6.12 (1H, s, H-1), 7.55 (1H, s, H-3). 53R 3 A
— M W% =S 7 Sk phlorigidoside B

a8 LEBmA (H1i), 'HNMR
(CD;COCD3, 400 MHz) d: 1.27 (3H, s, -CH3), 1.39,
1.56 (% 1H, m, H-5), 1.76 (1H, dd, J = 14.3, 3.3 Hz,
H-8), 2.10 (1H, dd, J = 14.3, 4.0 Hz, H-8), 2.13 (1H,
dd, J = 7.9, 3.2 Hz, H-1), 2.40 (m, H-6), 3.30 (3H, s,
-OCHa), 3.46, 3.67 (% 1H, m, H-4), 3.95 (m, H-7),
4.48 (1H, d, J=3.2 Hz, H-2); >C-NMR (CD;COCDs,
100 MHz) 6: 26.2 (C-5), 27.2 (-CHs), 44.1 (C-6), 50.8
(C-8), 52.9 (C-1), 54.8 (C-7), 58.9 (C-4), 76.0
(-OCHj3), 79.0 (C-9), 100.3 (C-2). 5 3CRREE HEA—
U W %E S 8 A 2-methoxy-9-methyl-3-
oxabicyclo [4.3.0] nonane-7, 9-diol.

W& 9. L fik (&), 'HNMR
(CD;COCDs, 400 MHz) 6: 7.21 (2H, m, H-5, 6), 7.52
(1H, m, H-7), 8.07 (1H, d, br s, H-2), 8.16 (1H, m,

H-4), 11.0 (1H, s, H-1). 530k Fd 55", ik
B EY 9 A B-MIRIE o
A 10: TR AR (FU-FHED, F5mE-

WIRIR [ Y 2581, TLC 2NN RITF RS IR xT
HEh REAEIS 3, e b &9 10 5 %9508
%%iﬁk
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