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H- 1" 5 66" AaMT BN G- NMR $idi 5
Bk HIE 1 AL E ) jujuboside A Al protojujubo-
side A —5Y . AW KL LA 1,

HMBC
Fig 1 Key HMBC correlation of compound |

ET A JCE 5, ' H-NM R % & 7m— A
FEaRF b B PR = HEHRRAE] & Q 77, 107, 1. 08,
1. 08,1. 48, 1. 48, 1. 51( all s, 19, 29, 18, 28, 26, 27,
21-Hs),2 46,2 78(2H, ABq, J= 16 0 Hz, H-15),
3 14(1H, dé like, H-3), 6 07( 1H, d, J= 15 6 Hz,
H-24), 6. 30 (1H, drlike, H-23); & 220. 1( s, G-
16)]. 45atb &1 A 11 AN, HERE JoHB
EA AN R AR AL 5RT
FIE D) jujuboside G LLER, WizE HAAH [F I UL,
A T B4 0 B RO A - [N S
H ovenia dulcisH 7 B3 EIH — R FMLAY) hodw
losides FAT # [A] (19 76 B — SRR G 5 B8 o 3t
— [ HMBC SZ%: G-16( & 220. 1) 5 H-15[ &u
2 46,2.78( % 1H, ABq, J= 16 0 Hz) |, H-17[ &u
2 86(1H,d,J= 11. 4 Hz) | HHH EmFEAH K. H-
24 5 G25, G27; =22 5 G20, G-23, G-24 TR 2
SRR A . IR E S T SR 38,20
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HMBC 1 NOESY SE 56 B izt FEAH I € o
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tyk 1k phenylundecadienamide ( I )« (2E, 4E )-N-isobuty} 15 phenylpent adecadienamide ( 1) « K M 3 2 ( lae
tispicine, IT1) + (2K, 4E )-N—-isobut y+ 7 (3 , 4= methylene-dioxyphenyl) heptadienamide ( IV) « S REIHBER% A ( brach
ystamide A, V) \dihydropipercide( VI) - ¥L## # #UE % A[ ( pipermacramide A, 2E, 4E)-N-isobut yleicosadienamide,
VI (+ ) LI #2745 B[ (+ )-spathulenol, VII| < d ZE K 2 ( d-sesamin, IX) . # #UEE( piperitol, X )« 4= 14 (vitexin,
XI) \Vitexin-Z//—O-ﬁ—D—glucoside( XII') «N-p-coumaroyltyramine( XIII) £ 75 i (B sitost erol, XIV) « & £ BE( stigmas-

terol, XV) \ IE =+ ZfE( Fdotriacontanol, XVI) .

WEWT I NE R RA 0, &PV VL VDY E

UMK 34 50 43 B 159 31, A6 A4 X XTT A XVEA B IR A SR 43 2545 3.
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Chemical constituents in leaves of Piper aetispicum
XIE Jing, JIN Tao, HE Jing-jing, QIAN Fugang
(Shanghai Institute of Pharmaceutical Industry, Shanghai 200040, China)

Abstract: Objective T o study the chemical constituents in the leaves of Piper laetispicum. Methods

Compounds were separated and purified by silica gel column and macroporous resin. Their structures

were identified on the basis of spectral methods Results Sixteen compounds were isolated and identified
from the leaves of P. laetispicum: (2E, 4E )-N-isobuty}1¥phenylundecadienamide ( 1), (2E, 4E)-N-

isobutyk 15 phenylpentadecadienamide ( 11), laetispicine ( II), (2E, 4E )-N-isobuty+7(3, 4—methylene
dioxyphenyl) heptadienamide ( IV), brachystamide A ( V), dihydropipercide ( VI), pipermacramide A
[(2E, 4E)-N-isobutyleicosadienamide, VII, (+ }spathulenol ( Vll), dsesamin ( IX), piperitol ( X), vi-
texin ( XI), vitexim 2= O-8-D-glucoside ( XI[), N-p—coumaroyltyramine ( XIII), B-sitosterol ( XIV), stig-
masterol ( XV), and Fdotriacontanol ( XVI). Conclusion Compounds I and II are isolated for the first

time as natural substance, compounds V, VI and Vllare first isolated from P. [aetisp icum, compounds

XI, XII, and XVIare obtained from the plants of Piper L. for the first time.

Key words: Piper laetispicum C. DC.; Piper L. ; amides; flavonoids

PNLEL] Piper laetispicum C. DC N HEMURHEA
USRI, o0 AT )00 2R i R S Y B, 1
TR T HAT 05 o o A VR4 % FE AR
MZEA 23047 T RGRETT, A THRIE I 15 4>
AP o A SRR 3 - A AT
THIIE, NC BRI oy B E 1 16 MLE,
A& ( 2E, 4E )-N-isobutyk1+ phenylundecadien-
amide ( I ) +(2FE, 4E )-N-isobuty} 15-phenylpenta
decadienamide ( II)+ K M 3 & (laetispicine, III)
(2E, 4E )-N-isobuty}7( 3, 4—methylenedioxy
phenyl) heptadienamide ( IV) . brachystamide A
( V) «dihydropipercide( V) « FHFHE SHHUEEZ Al ( 2F,
4F )-N—-isobutyleicosadienamide, VI« (+ ) 4%
TG BE[ (+ yspathulenol, VIl d 2 K&K ( dsesa
min, IX) « #3 MU EE ( piperitol, X) 4% 8 £ ( vitexin,
XD vitexin 2”—0[3D—g1ucoside ( XII') v NVp-cou
maroy Ityramine( XII) 8-+ & BZ( B sitosterol, XIV)
8 (stigmasterol, XV) . 1E =1 ¢ ( +dotria
contanol, XVI) . tbEMT « I AEIRIKAF IR IR =
Y A&V L VL VIDY E R MR35 TR 15 2, 4k

9 X1 XTTAT XVER B X NEHAUSE o 2545 2.
1

Reichert & & SAG MAT —212 R 314
Varian INOVA —400 B AZ 0 JL 4R 4. k(i A
R T S AL LT i, R ISR A T
SRR SR IR R RS S AR TR, WA N AL AR Al FE
K W MR, HE HOR E% MR 0% 458
2

KT 5 kg, H 8 fiFiE 95% I A1 H2 HY
2K, BEIR 2 h, IR RIS 2 8, BT ARHRE 43 S A
fik BE R 2. AKAE AN IE T RE R B, BETR L RIR &
56 g, 2 J SR AT U, SR FH AN (R LG 81 0 i Tk
(60~ 90 Cy- 1A Fil FF yHh Fok- s B2 £ Mg 0 e, 75 34k
A1~ XX XVL 1E T EE# 2K fLH g
D101, ZFhh B e o 30% B e i 38 43, 48 I S hk
FRe A i, AN L9 S 1 Y B K e, 7540 A9 XT
FXIT »
3

WwE T A& EA, CaHaNO, mp 121~
123 'C, EEMS m/z: 313 M]* . '"H-NMR(CDCls)
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60 91(6H,d,J=6 8Hz, H3'), 1. 26~ 1 34(4H,
brs, H-8, 9),4. 41(2H, brs, H-7), 1. 60( 2H, brs, H-
10), 1 79( 1H, m, H-2"), 2. 12( 2H, m, H-6), 2 59
(2H, t, J= 7.6Hz H-11), 3 15(2H, t, J=
6 4Hz, H-1"),5 70(1H, brs~NH-), 5. 77( IH, d,
J= 15 2Hz, H-2),6 03~ 6 10(2H, m, H-4, 5),
7 15(1H, m, H-3), 7. 14~ 7. 27(5H, m, AxH).
“G-NMR(CDCl:) 6: 166 5(G-1), 142 7(G-1, 5),
141 0( G3), 128 3(G-4,3,5),128 2(G2,6),
1255(G4),1220(G2),470(G1"), 359(C
11), 32 8(G-6), 31 2(G-10),29. 0( G7), 28 9(G
9),28 7(G8),28 6(G2),20 1(G3). JEEH¥H
MARR Tz G | 8 AR I v i, AR
DEPT -HMQC.HMBC ¥, %t C.H {55477 5
J& . SR WA N 2E, 4E )—N-isobut y+ 1+ pheny
lundecadienamide, N E XIRAFHIRIRZ W)

B : A AmEE60~ 90 G ),
CosHsNO, mp 74~ 77 C, EEMS m/z: 369[ M|,
"H-NMR(CDCL:) & 0 93(6H, d, J= 6 8 Hz, H-3,
4Y,1. 27~ 1 31(12H, brs, H-8~ 13), L 41(2H, m,
H-7), 1. 61 (2H, m, H-14), 1 80 ( 1H, m, H-2'),
2 14(2H, m, H-6), 2 60( 2H,t, /= 7. 6 Hz, H-15),
3 16(2H, t, J= 6.4 Hz, H-1"), 5. 48 ( 1H, brs,
~NH-),575(1H, d, J= 152 Hz, H-2), 6 06 ~
6 12(2H, m, H-4,5), 7 16( 1H, m, H-3), 7. 15~
7. 28(5H, m, ArH). "GNMR(CDCl:) & 166 4
(G-1), 143 0( G 1), 142 9( G5), 141. 2(G-3),
128 4( G4), 128.3(G3,35), 128.2(G2, 6),
125 5(G4), 121.9(G2),47.0(G1"), 36 0( G
15),32. 9(G-6),31. 4(G14),28 7(GZ),20 1(G
3y, BEEZH W EE AR T S A, ERIRE
HPasHdE, WS BAEY 1 B &, o1 C.
H E5H47 THE. BCEEaM N2k, 48 )-
N-isobuty} 15 phenylpent adecadienamide, SN X 343
RIRER 724) o

WEMV: A gl ABE60~ 90 G ),
CxH»NOs, mp 101~ 102 C, EFMS m/z: 413
[M]*, 180, 152, 135, 81. 'HENMR(CDCL:) & Q 92
(6H,d, J= 6 8 Hz, H-3"), 1. 28( 12H, brs, H-8~
13), L 4(2H, brs, H=7), 1 56(2H, brs, H-14), 1 80
(1H,m, H-2"),2 13(2H, m, H-6),2. 51(2H, t, J=
7 6Hz, H-15), 3 16(2H, t, J= 6 4 Hz, H-1),
5 46(1H,brs~NH-),5 74(1H, d, J= 15 2 Hz, H-
2),5 89(2H, s,~0CH20-), 6 03~ 6 15(2H, m, H-

4,5),6 60~ 6. 71(3H, m, A= H), 7 17(1H, dd, J=
10 0,15 2 Hz, H-3) . "GNMR(CDCl3) & 166. 5
(G-1), 147.5( G3), 145 4 (G4), 143 0( G3),
141 2(G5), 136 9(G-1), 128 3(G4), 121. 9( G
2),121. 0(G-6), 108 9(G5), 108. 0( G2, 100. 7
COCH20-),47. 0(G-1), 35 7(G-15), 32. 9( G-6),
31 7(G-14), 28 9~ 29. 5(G-7~ 13), 28 7( G2,
20 1(G-3") . VLB Sk — 5, Mk e
VA brachystamide A, NE IRMNZHEY) 53 E45 2.

WEY VE B4 d( B ), C2HaNOs, EF
MS m/z:357[ M]", 285, 180, 152, 135. 'H-NMR
(CDCl:) & O 94(6H, d, J= 6.8 Hz, H-3'), 1. 81
(1H,m,H-2"), 2 15(2H, m, H-6), 2 53(2H,t, ] =
76 Hz, H-11), 3. 18 (2H, t, J= 6. 4 Hz, H-1"),
575(1H,d, J= 14 8 Hz, H-2), 6 04~ 6 16(2H,
m, H-4,5), 6 61~ 6. 74(3H, m, A=H), 7. 18( IH,
dd, J= 10 0,15 2 Hz, H-3) . "G-NMR(CDCL) &
166 4(G-1), 147 6(G3), 145 5(G4), 142 9( G
3), 141 2(G-5), 136. 7(G-1), 128 4(-4), 121. 9
(G2), 121. 1(G6), 108.9(G-5), 108 1( G2),
100 7¢0CH20-),47. 0(G-1),35 6(G-11), 32. 9
(G-6),31l 5(G-10),28 7(G2).20 1(G3). WH
SCHR AL A BB RS E T e A&, B AR
BIZWE RS EYE . S5 WEY VI g
I, XA W VIR il s i 47 7 )8, St
&%) VEN dihy dropipercide, A IRMAZAEY) + 7 B
(CEIP

A PVIE T R, CisH2 0, [ ]ZDO+ 5511
(¢ 17, CHCls), EEMS m/z: 220[ M] ", 205, 159,
93, '"HENMR(CDCL:) 41 65(2H, d, J= 1116 Hz,
H-14). "G-NMR(CDCL) D 15314 ( G-10), 10612
(G-14),801 8(G-4), 541 3( G-5),5314( G- 1), 411 7( &
3),381 8( G-8), 291 9( G-6), 281 6(-13),2715(G-7),
261 6(G-2), 261 0( G-15), 241 8( G-9), 201 2( G-11),
161 2( G-12) o« bA F3HS scik—20 >, i s et &
Y0 A (+ yspathulenol, N E X MIZHEYIH 77 B 15
#,

e U: 8B4 5 (F ), CaH20010, mp
260~ 262 e, ESEMS m/z: 431 [M - 1]°.
"H-NMR(DMSO-de) Ix 31 37~ 41 91( m, # L 1),
A71(1H,d, J= 96 Hz H-1d), 61 28(1H , s, H-6),
6l 75(1H, s, H-3), 6190( 2H, d, J= 818 Hz, H-3c,
%),8101(2H,d, J= 818 Hz, H-2c, &), 101 26( 1H,
s,4eO0H), 10074( 1H, s, 7OH), 131 14( IH, s, 5
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OH). "GNMR(DMSO-ds) D 1641 1( G-2), 10216
(G-3), 18212(G-4), 1601 5( G-5), 981 3(G-6), 1621 6
(G-7), 10417 (G8), 1561 1 (G-9), 1042 ( G-10),
12117 (G 1e), 12910 ( G-2¢, &), 11519 ( G-3c, 5),
1611 2( G-4c), 781 8( G-1d), 731 5( G-21) , 711 0( G-3d)
701 8( G-4l) , 8119(G-5d), 611 5( G-6d) . LA LI 5
SCER— B, WU A W 0 IR (vitexin),
HNE R MR F B33 .

AP U0 : AL F( FEE), CorH0015, mp
204~ 206 e ,ESEMS m/z:595[M+ 117, 617[ M +
Na]® o 'H-NMR (DMSO-ds) D 3195 (1H, d, J=
7 6Hz, H-1), 482(1H, d, J= 96 Hz, H-1d),
6l 24(1H,s, H-6), 61 71( 1H, s, H-3) , 61 90( 2H, d,
J= 81 8Hz, H-3c, 5), 7199(2H, d, J= 818 Hz, H-
2, 6c), 101 26( 1H, s, 4e-OH), 101 72( 1H, s, 7OH),
13112(1H, s, SOH) . "GNMR ( DMSO-ds) D
16319( G-2), 1021 8(G-3) , 1821 1(G-4), 1601 7( G-5),
981 3( G-6), 1621 6( G-7), 1031 8( G-8), 1561 3(G-9),
1041 4( G-10), 12119( G- k) , 12819( G-, &), 11610
(G-%,5), 1611 1( G-4), 711 7( G-1d), 8112( G-2d),
781 6( G-3l) , 701 3( G-4d), 8119( G-5d), 611 2( G-6&d),
10512(G-1), 745(G2), 7614 (G3 ), 691 8( G-
4),7610(G5),6007(G6 ). LS CHk—
;' M ER vitexin-2d O-B- D-glucoside, NE X
M EHHRUE 4y 215 3

AP U0 - [t 5 (FMEE60~ 90 e- BETR
LE), CorHiNOs, mp 244~ 246 e, EEMS m/z:
283[M]* . 'H-NMR (CsDsN) D tyramine moiety,
21 88(2H, t, J= 618 Hz, H-2), 3173 (2H, t, J=
6l 4Hz, H-1), 8135 ( 1H, brs~NH-);
moiety, 61 69(1H,d, J= 16 Hz, H-2), 7196( 1H, d,
J= 16 Hz, H-3), 6197 ~ 7141 ( 8H, ArH).
“G-NMR( CsDsN): tyramine moiety, 4211( G1),
351 8(G-2), 1301 7( G-1c), 1571 6( G-4c), 116l 5(G-%,
5¢), 130015 ( G-2¢, 6¢); coumaroyl moiety, 1661 9( G-
1), 1191 8( G-2), 1401 2( G-3), 12713( G-1¢) , 1601 6
(G-4), 1301 1( G-2c, 6c), 1161 5(G-%, 5) » LA L2
i 5 3CHR — 2, WO B B U0 N Nop-cow
maroy ltyramine.

&P U0: [ tg i HEE), CeHe O, mp
87~ 89 e, EEMS m/z: 125, 111, 97, 85, 70, 57.
"H-NMR (CDCl:) D 0188 (3H, t, J= 614 Hz H-

coumaroyl

32),3163(2H,t, J= 614 Hz, H-1), 1 55(2H, q, H-
2). bLE¥E S Sck— 80, WS RS U0
1E=+ " H#( Fdotriacontanol), A E X M EHAUE
AR

25 SCHRIRE [ NM R 322 5000 L, % e it
0.0 . xUIJmem@ ks IS PN
#2 (laetispicine) '« ( 2E, 4E )-N-isobuty+7-( 3c,
4-methy lene-dioxyphenyl) heptadienamide®
BB ME B A [ (2E, 4E )-N-isobutyleicosadien
amide] " - Z K &K ( d-sesamin) ! | HIMUEE ( piperi
tol) " 5 f§ B (stigmasterol) Al B-2 {5 B (B sitos-
terol) [ 14,15]
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