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Chemical Constituents from Callicarpa nudiflora
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Abstract: Seven compounds, luteoloside (1), dracocephaloside (2), juncein (3), euscaphic acid (4), ursolic acid
(5), 2o-hydroxyursolic acid (6), and oleanolic acid (7) were isolated from the air-dried herbs of Callicarpa
nudiflora Hook. ex Arn.. Their structures were elucidated by spectroscopic evidence (IR, NMR, MS, etc) and

comparison of their spectral data with those of the literatures. Compounds 2—-7 were isolated from this species for

the first time.
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BRAE B B (Callicarpa nudiflora Hook. ex Arn.)F
2005 FK Hilgp s Tag 1, iy o [ Bty Rk REE B
Pt E P BORUE G A EARBIWT T 54 %, FEAEAR
A (LHZZ2050601) BA7 T A B A A b 22 e £
WY BART T .

1.2 {435

FELERER (200-300 H ) F# 2 (035 5 iR
JH BEEEAL T PR, Sephadex LH-20 4 Merck
AT W X-5 BAE SAGE GRE R
1E) ;IR ] Bio-Rad FTS-135 4L 4k %t 22 , KBr
JE A s MS i H Autospec-300 J5E 4l 2 ; NMR H
Brucker AM-400 B4 3 A% 3L PR I8 15 G 72 , TMS
AR

1.3 RS EH
RACEEZRHD B30 70 W1 f5 0 T ek 4 (1.7 ke)»
FEZE T R E A 3 IR, R ER 2B 20
Bk . F SRR I B T K, ok A nhig L 2
IR O BEIE T B A 3 Ik, B IR OB IR 46, 43
S B R U0 (29.0 g, LR 1.71%). Z 1R Z Big
PEELY)(124.0 g,7.29%) F1 1E T BE 32 B4 (186.0 g,
10.9%). £ ZEetREIY)(124.0 o)A RERR T A0,
DA - FEE9:1) M Bl ), 3545 3] 10 MR 47 (Fr.
1-10). Fr. 7 (11.8 )& AERAF A ib (LS - B B
FE VB 20:1, 10:1, 5: 1) 3] 11 44 5 (Fr. 7-1-
7-11), Fr. 7-7 (835 mg)#4: Sephadex LH-20 F: i (LA
95% L BEVE ) 15 3 6 A4 & (Fr. 7-7-1-7-7-6),

R+O

1 R1:G|C, R2:H, R3:H
2 R1 :H, RQZG'C, R3=H
3 R1:H, R2:H, R3:G|C

Fr. 7-7-6 (258 m@) &k R AE (il (L 547 - I 6:1
Ve R 2L &4 2 (52 mg); Fr. 8 (34.7 ) &R AT
B LSy - BB 4:1, 16:5)73 3] 94
43 (Fr. 8-1-8-9), Fr. 8-3 (1.9 g) ZRER A {0 (LI
15 - B EE RS YRR 20:1, 10:1, 5:1) /53] 10 N4 4>
(Fr. 8-3-1-8-3-10), Fr. 8-3-2 (178 mg) £ Ik i 1 4, 1%
(LA -8 288 31 el B 259 5
(130 mg) A1 7(9 mg), Fr. 8-3-6 (179 mg) & ik I+ 4,
W (CLE - FEE 50:1 Befi) 78 B4k A9 4 (61 mg)
F16 (20 mg). Fr.8-5 (3.5 g)% Sephadex LH-20 AL {5,
W (BL 95% L BEBEML) , FR 4 rE Bk B il (LA -
FEEE 5:1 YElE 214654 1 (10 mg) A1 3 (133 mg).

14 EHEE

ABEHQ)  HOHS (FEFD), mp257-
259°C; FAB-MS m/z: 447 [M-H]", 285 (M-Glc-H]";
IR (KBr): 3460, 1653, 1605, 1455 cm?; 'H NMR
(DMSO-d,, 400 MHz) &: 12.99 (1H, s, 5-OH), 7.45
(1H, dd, /J=8.3, 2.2 Hz, H-6"), 7.42 (1H, d, /= 2.2 Hz,
H-2"), 6.91 (1H, d, J = 8.3 Hz, H-5"), 6.79 (1H, d, J =
2.1 Hz, H-8), 6.76 (1H, s, H-3), 6.45 (1H, d, J =
2.1 Hz, H-6), 5.13 (1H, d, J= 7.3 Hz, H-1"), 3.10-
3.80 (6H, H-2"-6"); *C NMR (DMSO-d,, 100 MHz):
8 164.5 (s, C-2), 103.3 (d, C-3), 182.0 (s, C-4), 161.2
(s, C-5), 99.6 (d, C-6), 163.0 (s, C-7), 94.8 (d, C-8),
157.0 (s, C-9), 105.4 (s, C-10), 121.5 (s, C-1"), 113.6
(d, C-2Y, 145.8 (s, C-3"), 150.0 (s, C-4"), 116.1 (d,
C-5", 119.2 (d, C-6), 100.0 (d, C-1"), 73.3 (d, C-2"),
77.3 (d, C-3M), 69.6 (d, C-4™), 76.5 (d, C-5™), 60.7 (t,
C-6"). iR il 5 SCR[4]RE — 3.
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A S (HFEE) ,mp 245-247°C; FAB-MS m/z: 447
[M-H]-, 285 [M-Glc-H]-; 'H NMR (DMSO-d,,
400 MHz) &: 12.93 (1H, s, 5-OH), 7.78 (1H, d, J =
2.1 Hz, H-2'), 7.64 (1H, dd, J= 8.4, 2.1 Hz, H-6"), 6.97
(1H, d, J= 8.4 Hz, H-5"), 6.79 (1H, s, H-3), 6.52 (1H,
d, J=2.0 Hz, H-8), 6.19 (1H, d, J= 2.0 Hz, H-6), 4.75
(1H, d, J= 7.2 Hz, H-1"), 3.10-3.80 (6H, H-2"-6");
BC NMR (DMSO-ds;, 100 MHz) &: 164.1 (s, C-2),
103.2 (d, C-3), 181.7 (s, C-4), 161.3 (s, C-5), 98.9 (d,
C-6), 163.4 (s, C-7), 94.1 (d, C-8), 157.3 (s, C-9),
103.7 (s, C-10), 121.9 (s, C-1"), 114.4 (d, C-2), 145.6
(s, C-3, 150.6 (s, C-4"), 116.4 (d, C-5"), 121.6 (d,
C-6", 101.8 (d, C-1"), 73.3 (d, C-2"), 77.3 (d, C-3"),
70.0 (d, C-4"), 75.9 (d, C-5"), 60.9 (t, C-6"). ik i3
Bl 5 SCHR[413RE — 5.

AKBREER 4-0-B-D-WHEHHBEHFG) A
AR (FFEE) ,mp 180-182°C; FAB-MS m/: 447
[M-H]-, 285 [M-Glc-H]-; 'H NMR (DMSO-d,,
400 MHz) &: 12.91 (1H, s, 5-OH), 7.53 (1H, d, J =
2.1 Hz, H-2"), 7.50 (11, dd, J = 8.4, 2.1 Hz, H-6"), 7.24
(1H, d, J= 8.4 Hz, H-5"), 6.83 (1H, s, H-3), 6.50 (1H,
d, J=2.0 Hz, H-8), 6.20 (1H, d, /= 2.0 Hz, H-6), 4.89
(1H, d, J= 7.3 Hz, H-1"), 3.10-3.80 (6H, H-2"-6");
BC NMR (DMSO-d;, 100 MHz) &: 164.2 (s, C-2),
103.8 (d, C-3), 181.7 (s, C-4), 161.4 (s, C-5), 98.9 (d,
C-6), 163.2 (s, C-7), 94.0 (d, C-8), 157.3 (s, C-9),
104.0 (s, C-10), 124.7 (s, C-1"), 113.6 (d, C-2"), 146.9
(s, C-3"), 148.5 (s, C-4), 116.1 (d, C-5"), 118.5 (d,
C-6Y, 101.2 (d, C-1"), 73.2 (d, C-2"), 77.3 (d, C-3"),
69.8 (d, C-4™), 75.8 (d, C-5"), 60.7 (t, C-6"). LikiE
el 5 SCER[STHRE — 2

20,30,190- ZH£E - 5K -12- 1 -28- BE(4)
Hgr i CHEE) ,mp 265-267°C, [a]Ps= +21.5° (¢
0.5, MeOH), IR (KBr): 3570, 3450, 2935, 2877, 1689,
1460 cm™; EI-MS m/z (%): 488 [M]" (13), 442 [M-
COOH]* (45), 426 (25), 370 (17), 264 (12), 201 (44),
146 (98), 119 (56); 'H NMR (CD,OD, 400 MHz) &:
5.30 (1H, br s, H-12), 4.26 (1H, m, H-2), 3.64 (1H, br
s, H-3), 2.96 (1H, s, H-18), 1.35 (3H, s), 1.31 (3H, s),
1.20 (3H, s), 0.99 (3H, s), 0.99 (3H, s), 0.93 (3H, d,
J= 6.7 Hz, H-30), 0.87 (3H, ), 0.79 (3H, s); *C NMR
(CD;0D, 100 MHz) &: 42.7 (t, C-1), 66.9 (d, C-2),

79.8 (d, C-3), 39.3 (s, C-4), 48.8 (d, C-5), 18.9 (1,
C-6), 34.0 (t, C-7), 41.0 (s, C-8), 48.1 (d, C-9), 40.0
(s, C-10), 24.6 (t, C-11), 129.1 (d, C-12), 139.7 (s,
C-13), 42.7 (s, C-14), 29.9 (t, C-15), 26.9 (t, C-16),
48.7 (s, C-17), 55.0 (d, C-18), 73.3 (s, C-19), 42.9 (d,
C-20), 25.1 (t, C-21), 39.2 (1, C-22), 29.9 (q, C-23),
22.8 (q, C-24), 17.0 (g, C-25), 17.8 (q, C-26), 25.2 (q,
C-27), 181.9 (s, C-28), 27.7 (q, C-29), 17.2 (q, C-30).
R R S5 SCER[6])IR1E — 3.

5RE (5 HEs & (A7 - T8 ,mp
253-255°C. EI-MS (70 eV) m/z: 456 [M]* (13), 438
[M-H,0]" (6), 411 [M—COOH]" (5), 248 (100), 203
(50), 190 (22), 123 (20); 'H NMR (CDCL+CD,0D,
400 MHz) 3: 5.16 (1H, br s, H-5), 3.10 (1H, dd, J =
5.3, 11.2 Hz, H-3), 2.10 (1H, d, J = 11.2 Hz, H-18),
1.17 3H, s), 1.10 (3H, s), 0.89 (3H, s), 0.85 (3H, d,
J=7.7Hz),0.78 3H, d, /= 6.1 Hz), 0.74 (3H, s), 0.69
(3H, s); *C NMR (CDCL+CD,0D, 100 MHz) 8: 39.0
(t, C-1),28.3 (t, C-2), 78.9 (d, C-3), 39.2 (s, C-4), 55.6
(d, C-5), 18.5 (t, C-6), 33.3 (t, C-7), 39.7 (s, C-8), 48.1
(d, C-9), 37.0 (s, C-10), 23.5 (t, C-11), 125.7 (d,
C-12), 138.5 (s, C-13), 42.3 (s, C-14), 28.3 (t, C-15),
23.5 (t, C-16), 48.0 (s, C-17), 53.1 (d, C-18), 39.5 (d,
C-19), 39.3 (d, C-20), 30.9 (t, C-21), 37.2 (t, C-22),
28.1 (q, C-23), 17.1 (q, C-24), 15.5 (g, C-25), 17.1 (g,
C-26), 23.6 (q, C-27), 180.8 (s, C-28), 17.0 (q, C-29),
21.2 (q, C-30). ik &3 5 SOk [ 714 0E — 2.

20- BE - BEREE(6) H &L & (P BE), mp
256-258°C, [a]%= +36.8° (c 0.2, MeOH); EI-MS m/z:
472 [M]; '"H NMR (CD;OD, 400 MHz) 3: 5.28 (1H,
br s, H-5), 3.92 (1H, m, H-2), 3.36 (1H, d, J= 9.0 Hz,
H-3), 1.26 (3H, s), 1.17 (3H, s), 1.14 (3H, s), 1.01
(3H, d, /= 6.2 Hz), 1.00 (3H, d, /= 6.2 Hz), 0.96 (3H,
s), 0.88 (3H, s), 0.86 (3H, s); “C NMR (CD,OD,
100 MHz) &: 47.7 (t, C-1), 68.5 (d, C-2), 83.4 (d, C-3),
39.5 (s, C-4), 55.6 (d, C-5), 18.4 (t, C-6), 33.1 (t, C-7),
39.6 (s, C-8), 47.5 (d, C-9), 38.0 (s, C-10), 23.2 (t,
C-11), 125.1 (d, C-12), 139.1 (s, C-13), 42.2 (s, C-14),
28.5 (t, C-15), 24.5 (t, C-16), 47.8 (s, C-17), 53.2 (d,
C-18), 39.2 (d, C-19), 38.9 (d, C-20), 30.7 (t, C-21),
37.2 (t, C-22), 28.5 (q, C-23), 16.9 (q, C-24), 16.4 (q,
C-25), 16.8 (g, C-26), 23.4 (q, C-27), 179.6 (s, C-28),
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16.6 (q, C-29), 21.0 (q, C-30). _FiKiZ==%¥0E 5 ik
[6]HE —% .

FHEE(7T) HEEa (E 07 - B ,mp
246-248°C; EI-MS m/z (%): 456 [M]" (12), 438 [M-
H,0]" (5), 411 [M—COOH]" (5), 248 (100), 203 (56);
'H NMR (CDCL+CD,0D, 400 MHz) &: 5.25 (1H, brs,
H-5), 3.19 (1H, dd, J= 5.2, 11.4 Hz, H-3), 2.60 (1H,
d, J=11.0 Hz, H-18), 1.29, 1.12, 0.97, 0.94, 0.86,
0.84, 0.78 (3H each, s each); “C NMR (CDC}; +
CD,0D, 100 MHz) &: 39.6 (t, C-1), 27.8 (1, C-2), 78.8
(d, C-3), 40.1 (s, C-4), 55.5 (d, C-5), 18.3 (t, C-6),
33.1 (1, C-7), 39.6 (s, C-8), 47.9 (d, C-9), 37.2 (s,
C-10), 23.6 (t, C-11), 122.3 (d, C-12), 144.0 (s, C-13),
41.9 (s, C-14), 28.5 (t, C-15), 23.5 (t, C-16), 46.4 (s,
C-17), 41.9 (d, C-18), 46.4 (t, C-19), 30.7 (s, C-20),
33.8 (t, C-21), 33.1 (t, C-22), 28.7 (g, C-23), 16.4 (q,
C-24), 15.7 (q, C-25), 17.2 (g, C-26), 25.8 (q, C-27),
181.7 (s, C-28), 33.7 (q, C-29), 23.4 (q, C-30). ik
FHHE 5 TR [8)RE —HL.

2 gEBAe

STARAC R TR 3 BRI 28 LB
A REBE AN Sephadex LH-20 #1 (1% 2> 2 15
BT 7AMMGEY, @I HE IR, MS.NMR 2535 1)
3BT CA RS SCHREHE X I, o S e N s R R B
(1), KB E 2K -3'-0-B-D- ML 21 (2), AR H
#-4'-0-B-D- MM 250 (3), 20,30,190- =23 -
5% -12- # -28- FR(@4), ZERIR(S), 20- F2 i - B R
FRO)MFFIHRIR(T). AW 2-7 N EIRMNZIEY
AR E]. MhAh, KA T EESE EU ) S AR AT
HEEAN, RINAHBRIDPETELIRR.S
MEEREHE N HPLC W i R, B &R
FRAE 2,18 £ TSR B R A W Bk 3R B A o 39 o 2 3
&Y.

PRAE SRR 2 AARTE R 5k 0 IRk, VRS ol Ak
PR A R, I PR B T P i T B e 4R TR
MRS R 2 P IE KA . BRAE R B
TR IR TG IT B S BHIE 2 R BRI P 8 4 . 1%
HEHE R AR BE . 5T A H B & 1R,
BT e 5 T ) 25 B E PEEAT T ARAEY AR IR
AP RN FER T S RBIERERAGZ WA
HEVEME, JUH R PR P . PUAEL . B
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