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WE  FAEENT R SOE A A5 S H AR N BB Lyonia ovalifolia var. hebecarpa M43 B8 2] T 3 A~ =1k
BERAEY, 58 HRESIMS A1 NMR S5 il - B DL K fb 22 0572245 5 FAEHI 93] 3B-O-a-L-Fif A M e o 4 56554
H12-45-23,25- (1) 38-O-0-L-BiT4i A P A S8~ 55 130 SR - 1 2-045-18,23- B (2) 1 25-35 3.3 - O-B-D -7 e W bt I il
$£-240-0-a-L-F RAAWE G B 4 35-9,10- -2~ B R t-10-4-30-1R(3). fb&9 1 REEF G EY), Cakai 2 Al
3 BINE RN T A BREL EEY) 2 RIE T T NMR R HE. FR, e T 3 A= 2 H i
EY1~3 BRI MRS T, S5 R B AEY 2 X TR B 48 HL-60. MCF-7. SMMC-7221. A-549 Fl SW480 ]
BRI B3 ANEE R, FEREmHIIR E (Cs) 4 B 8(16.35£0.25) (17.05£0.52), (17.66+0.21). (15.87+0.26)AN
(12.300.36) wmoleL ™", Tfij HL4} MCF-7. A-549 F11 SWA480 4 a1 5 130 33 350008 T BRItk ok 24 4.
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Triterpenoid Glycosides from the Leaves of Lyonia ovalifolia var.
hebecarpa and Their Antitumor Activities
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(¢ College of Pharmacy, Jiamusi University, Jiamusi 154007)

Teng, Yang

Abstract Three triterpenoid glycosides were isolated from the leaves of Lyonia ovalifolia var. hebecarpa by separation tech-
niques such as column chromatograph and HPLC, and their structures were determined to be 3f-O-a-L-arabinopyra-
nosyloxy-olean-12-ene-23,25-diol (1), 3f-O-a-L-arabinopyranosyloxy-olean-12-ene-14,23-diol (2), and 3a-[(8-D-glucopy-
ranosyl)-oxy]-24a-[(a-L-arabinopyranosyl)-oxy]-25-hydroxy-9,10-seco-cycloaran-1(10)-en-30-oic acid (3), respectively, by
HRESIMS and NMR data analysis, as well as chemical methods. Compound 1 and its aglycone are new compounds, and
compounds 2 and 3 were isolated from Lyonia ovalifolia var. hebecarpa for the first time. This is the first report of the NMR
data assignment of compound 2 and its aglycone. The in vitro anti-tumor activities of compounds 1~3 were evaluated, and
compound 2 showed anti-proliferation activities against five cancer cell lines HL-60, MCF-7, SMMC-7221, A-549 and SW480
with ICs, values of (16.35+0.25), (17.05£0.52), (17.66%0.21), (15.87£0.26) and (12.30=%0.36) umolL ", respectively, and
showed more potent anti-proliferation than the positive control, cis-platin, against MCF-7, A-549, and SW480 cell lines.
Keywords Lyonia ovalifolia var. hebecarpa; ericaceae; Lyonia; triterpenoid glycosides; antitumor activities

B8 1€ Bl (Ericaceae) 2 Bk AL J& (Lyonia) T ¥ 4 T& MNERZERAE. BEKWAE, ZEIRL(L. ovalifolia)
FERBUNEA, AL 35, FE AR AR F)—ANAR R, A= TR 1400~3400 m FOFHIEEE N 1, 32
AAbSEHIX. FREF 6 A1 5 2Fh, 2404 T ARE AP BT 28 W RS TS DI =
Y. B (Lyonia ovalifolia var. hebecarpa), th SR, 25, el 25, Aomian . USSR,
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SCHRVRE R IR, H AR H BAE 1959 ERiHiax 2Bk
AR N RIS ERAE(L. ovalifolia var. elliptica)i: AT T T
FEP B JUAEA UG R AR RIS BRAE (L. ovalifolia
var. ovalifolia)" " HHATHE L, WP o B AR T =
ﬁ[6,7,10,12]\ Efﬁ%‘[&‘),ll]\ KEEA%\I%[ZJ,S,B,]QIQ\ E\:@‘HM,]S,IG]%
ZMEMERPLEY, SoaWAEREEND
UL PR AR M A S G B N SR, XA R
FEREI(L. ovalifolia var. hebecarpa) L2 i 5Tl 7T 5
AT AT Ay B35 T — S8 megastigamane 1% il
HHEMEREMER, DU g5 SR M, =
RRE AT ENE. T — PR R ER M, &
SON R WL ES = B B R m M (Lyonia ovalifolia var.
hebecarpa)t 34T T2 B 98, MR B4R T
3= R HRMEY, 58 HRESIMS 1 NMR %5 94X
Wil FB A A OIS 7 A, a1 &
HHE TG 1a &Hb &Y, SaibaY 2 M3 B8 E RN
WY EARE, JEEIRIE THEY 2 RHETT 2a
PINMR E48 9 &, Ak, Fiik 7 pTE 3 A =i B i a
W 1~3 RSN e, 25 R BRI B 2 X T ik
JE 2] HL-60. MCF-7. SMMC-7221. A-549 1 SW480
IS A 35 IR, B MCF-7. A-549 A1
SW480 4 A 184 B 1 417 il v7% P A0 T BE 4 % BE 245 4 i 1
A E B R 3 AN =R TR E 1~3 1)
PEEL. A3 A5 MR T .

1 &HR510R

BRMMMFH 95% LRI =R, BB S
I WEIRGE ERE, FEKRESS, KUK A
FAi~ LR CERANE T BEREEUR PUAN AL, AR &
IEARERR . SOAHRER A Sephadex LH-20 %5 [ 2 +E 24T,
5% HPLC 4tk 7y 251938 3 AN =i 2 K& 1~
3, St WA 1.
1.1 e 1 NEhEE

EW 1 AR, HETHE. LE% 1 &
I3 3 LB 3 R 1 (HRESIMS) . m/z 613.4097 AbEow
[M+Na] B -FUg, 25545711 °C NMR EdE ],
H 7 7 iU~ CisHssO7 (CssHsgONa Y 3 5 1H N
613.4080), THHEHAMIFIEL N 7.

A1 (1) 'H NMR (8 D)7 6y 5.18 (t, J=
3.3 Hz, H-12)/b 878 1 MERTES, £ on 0.77 (s,
H;-24), 0.86 (s, H3-28), 0.88 (s, H3-29), 0.89 (s, H;-30),
1.12 (s, H3-26), 1.17 (s, H3-2N)AL B IR 6 AN HLlg 365 5,
1E 6y 4.01 (d, J=12.3 Hz, H-25a), 4.07 (d, J=12.3 Hz,
H-25b), 3.29 (d, J=11.5 Hz, H-23a), 3.63 (d, J=11.5 Hz,
H-23b)4b R AT AB i 2 G AT H 315 5,
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1 R = o-L-arabinopyranosyl 2 R = g-L-arabinopyranosyl

1aR=H 2aR=H
OH
HO )
HO OH
3
B1 =iE2Bamw1~3 LLAbEY 1 2 BT 1a Al
2a AL 224 1

Figure 1 Chemical structures of triterpenoid glycosides 1~3,
and the aglycones 1a and 2a of compounds 1 and 2
1E 6y 4.33 (d, J=6.8 Hz, H-1"), 3.52~3.55 (m, H-2"), 3.51
(d, J/=3.3 Hz, H-3"), 3.78~3.81 (m, H-4"), 3.55 (dd, J=
12.3, 2.7 Hz, H,-5'a), 3.85 (dd, J=12.3, 2.7 Hz, H,-5'b):&
71 4 R 0 T A P MR ) £ 51O

7E C NMR (% 2)it b BoR b &1 6 35 M5 5,
454 L DEPT M HSQC #%, v LUK 35 MifE 5 HJE N 6
NS¢ 13.8, C-24; 18.2, C-26; 27.2, C-27; 29.1, C-28;
34.0, C-29; 24.2, C-30); 13 M H &, Hrhas 3 AMEHA
V. (6 62.4, C-25; 65.1, C-23; 66.9, C-5"); 9 MUK HIJE,
Hrp g 5 MEFRIRF I 69.9, C-4'; 73.1, C-2'; 74.9,
C-3'; 83.7, C-3; 106.6, C-1"F1 1 4~ sp* ZAbIX 3L (O¢
124.1, C-12); 7 D&, HPaE 6 4 sp® 244 F R (Oc
32.1, C-20; 33.7, C-17; 41.4, C-8; 42.1, C-14; 43.3, C-10;
44.0, C-4)F1 1 /> sp® Z2 L (O 146.1, C-13). &1
FEHB 231 PC NMR ## (6c 66.9, C-5% 69.9, C-4'; 73.1,
C-2'; 74.9, C-3'; 106.6 C-1')5 3CHRIKE ) 3a-[(a-L-arabi-
nopyranosyl)-oxy]-24S-[(a-L-arabinopyranosyl)-oxy]-25-
hydroxy-9,10-seco-cycloartan-1(10)-en-30-oic acid ) $i
fABEEE > °C NMR B S A — 8, YIBiEs b &9 1
ORI A G E A (BN AL R NG S o= 7/ W: 0 2
C3sHssO7 FIAIHAAAEE N 7, 735 il i — 4> XU
A=A B RLAT L R E IR % 5 25 — DN AMBAIEE, 1T 5 4
AAEE, BT HIE B LA, Bk, thEY 1
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BE
1 S 1, 1a, 2 F 2a ) "H NMR (Jy, J in Hz, 400 MHz, CD;OD )i i # 4/
Table1 'HNMR (dy, J in Hz, 400 MHz, CD;0D) spectroscopic data of compounds 1, 1a, 2 and 2a

No. 1 la 2 2a
la 0.79, dd, 13.1, 4.8 0.79, dd, 13.2, 4.8 3.34,dd, 12.1,3.4 3.34,dd, 11.8, 3.1
15 2.29,dt,13.1,3.4 2.30,dt, 13.2,3.4

2a 0.97~1.02, m 0.98~1.02, m 0.98~1.01, m 0.98~1.01, m

28 1.84~1.88, m 1.84~1.88, m 1.82~1.88, m 1.82~1.86, m

3a 3.63,dd, 5.2,11.3 3.64,dd,5.1,11.3 3.66,dd, 5.7, 12.8 3.65,dd, 5.7, 12.9
Sa 1.74~1.79, m 1.69~1.74, m 1.12~1.14,m 1.12~1.14, m

60 1.07~1.11, m 1.09~1.11, m 1.08~1.11, m 1.09~1.11, m

6p 1.35~1.39, m 1.35~1.41, m 1.51~1.54, m 1.51~1.55, m

T 1.68, ddd, 16.5,12.3,4.8  1.66,ddd, 16.5,12.3,4.8 1.62,ddd, 16.212.2,4.8 1.62,ddd, 16.2,12.2,4.5
8 1.32,ddd, 16.5,5.2,3.4  1.32,ddd, 16.5,5.2,3.4  1.31,dt,12.3,2.8 1.31,dt,12.3,2.8
9a 1.70,dd, 5.9, 11.9 1.71,dd, 5.4, 11.5 1.82,dd, 11.4,5.8 1.83,dd, 11.3,5.9
1la 2.04, ddd, 16.5,12.0,5.7  2.10, ddd, 16.5,12.0, 5.7 2.07,ddd, 16.6,12.4,3.4 2.07,ddd, 14.1,13.3,3.4
118 2.46,ddd 16.5, 12.0,5.7 2.46,ddd, 16.5,12.0,5.7 2.47,ddd, 16.6,12.3,4.8 2.47,ddd, 14.1,13.5,4.4
12 5.18,t,3.3 5.17,t,3.4 5.18,t,3.5 5.18,t,3.5

15a 0.97~1.03, m 0.97~1.03, m 0.97~0.99, m 0.97~0.99, m
158 2.01~2.07, m 2.01~2.07, m 2.01~2.07, m 2.01~2.07, m
16a 0.95~1.00, m 0.99~1.11, m 0.97~1.03, m 0.97~1.02 m
168 1.80~1.82, m 1.82~1.87, m 1.72~1.77, m 1.76~1.78, m
188 1.92,dd, 13.4, 3.6 1.93,dd, 13.4, 3.6 1.92,dd, 12.4, 4.6 1.96, dd, 13.6, 4.0
19a 0.98~1.01, m 0.97~1.02, m 0.99~1.02, m 1.00~1.03, m
198 1.69~1.74, m 1.68~1.73, m 1.71~1.75, m 1.70~1.76, m
21a 1.09~1.12, m 1.09~1.12, m 1.09~1.13, m 1.10~1.13, m
218 1.34~1.40, m 1.34~1.40, m 1.37~1.39, m 1.38~1.42, m
22a 1.45,dd, 12.7, 3.5 1.45,dd, 12.7, 3.5 1.45,dd, 12.7,3.4 1.45,dd, 12.7,3.4
22p3 1.23,dt, 12.7,3.2 1.23,dt, 12.7,3.2 1.23,dt, 12.7,3.2 1.23,dt,12.7,3.2
23a 3.29,d,11.5 3.29,d,11.5 3.28,d,11.2 3.30,d,11.2
23b 3.63,d,11.5 3.53,d,11.5 3.60,d,11.2 3.62,d,11.2

24 0.77, s 0.75, s 0.70, s 0.68, s
25a 4.01,d,12.3 3.98,d,12.6 1.01,s 1.01,s
25b 4.07,d,12.3 4.08,d, 12.6

26 1.12, s 1.11,s 1.03, s 1.02, s

27 1.17,s 1.17, s 1.18, s 1.17, s

28 0.86, s 0.86, s 0.84, s 0.85, s

29 0.88, s 0.88, s 0.88, s 0.88, s

30 0.89, s 0.89, s 0.89, s 0.89, s

' 4.33,d, 6.8 4.32,d,6.7

2 3.52~3.55, m 3.50~3.54m

3 3.51,d,3.3 3.51,d,3.3

4 3.78~3.81, m 3.78~3.81, m

S'a 3.55,dd, 12.3,2.7 3.55,dd, 12.3,2.7

5'b 3.85,dd, 12.3,2.7 3.85,dd, 12.3, 2.7

AT B8 — M LI = B0 A bk PR A A 5 4.

B T BT R AR L B 4 LA, A 1 T TS
[l NMR %4 55 SCRRRIE [9(38)-olean-12-ene-3,23-diol '*!
1) NMR FEAHRL, FEANFZAAETHEY 1 A —
ANEF I H F (0, 4.01, d, J=12.3 Hz, H-253; 4.07, d, J=
12.3 Hz, H-25b; §c 62.4, C-25), BT E411L &H0(3p)-
olean-12-ene-3,23-diol ' [ H (6 0.99, s, H3-25; dc
16.1, C-25). L&91 + 1 HMBC 3% & H B A H,-25
F| C-1 (Oc 34.5), C-5 (3¢ 48.2), C-9 (dc 49.7)F1 C-10 (d¢
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43.3)[1 28 UGB T IESA I H 3 C-25 fASZIEAE C-10
b SRR, LA 1 I AT A ek R AR 1 i R O T
H-1' (6y 4.33, d, J=6.8 Hz)F| C-3 (Jc 83.7)f] HMBC #H
K, LUK H-3 (0y 3.63, dd, J=5.2, 11.3 Hz) EIFi fi At
WA PR3 JE T C-1' (O 106.6) ) HMBC A 5% I 35t 1 ]
BLAmE R E BT C-3 L. ATk EY 1 1) 'H-"H
COSY, HSQC 1 HMBC #Hzx 41 (K 2), 7] LAHfE
AW 1 (1) TH S5 K4 A 3-O-F] 437 A it g i A 2 — 55 330 SR -
12-45-23,25- .
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F2 A1, 1a,2 Al 2a (¥ °C NMR 3 i %04% (100 MHz, CD;0D)
Table 2 “C NMR (100 MHz, CD;0D) spectroscopic data of compounds 1, 1a, 2, and 2a

No. 1 la 2 2a No. 1 la 2 2a
1 345 345 80.7 80.6 19 48.2 48.2 48.2 48.2
2 33.4 33.7 37.0 38.0 20 32.1 32.1 32.1 32.1
3 83.7 74.0 80.4 71.1 21 36.0 36.0 36.0 36.0
4 44.0 43.5 44.0 44.0 22 38.4 38.4 38.4 38.4
5 48.2 48.1 46.0 46.7 23 65.1 67.4 64.8 66.9
6 18.6 18.9 18.6 18.9 24 13.8 13.1 13.3 13.1
7 27.4 27.4 335 33.6 25 62.4 62.3 12.6 12.7
8 41.4 414 41.7 41.7 26 18.2 18.2 18.0 18.0
9 49.7 49.9 49.8 49.9 27 27.2 27.2 26.7 26.7

10 43.3 43.3 44.0 43.5 28 29.1 29.1 29.1 29.1

11 26.5 26.5 28.4 28.4 29 34.0 34.0 34.0 34.0

12 124.1 124.0 124.4 124.4 30 24.2 24.2 24.2 24.2

13 146.1 146.1 145.4 145.4 1 106.6 106.6

14 42.1 423 43.0 429 2! 73.1 73.1

15 28.2 28.1 28.2 28.1 3 74.9 74.7

16 27.4 27.4 27.5 27.5 4' 69.9 69.9

17 33.7 33.7 33.7 33.7 5' 66.9 67.1

18 48.8 48.7 48.7 48.7

'H-'HCOSY=— HMBC H C

B2 &1 'H-"H COSY K IHEY) HMBC AH ]
Figure 2 'H-"H COSY and Key HMBC correlations of com-
pound 1

a1 B R B (& 3) e JE A HOR
NOESY i B 43 B KA 52 (). H-3 (6 3.63, dd)5 H,-2 fr1
BB RN J=52F111.3 Hz, 18E% B0 H-3
AT O R G B A (a ) . I H-3 NN a
J7 U MINI C-3 RLEECHEEARAE B 5. EAL A 1
() NOESY ## &, H-3 55 H-23 (0y 3.29, )2 [AE R X
U, Vi B Hp-23 ALTE a i 1A, B4 C-4 Ff¥) F 2L 24-CH;
(0 0.77, s)HLAE B J71A]. 24-CH; 5 H,-25 (0 4.01, 4.07) 47
£ NOESY #2¢, i H,-25 theE g 51, X 54 5%
B = ws b A R — s a1 ite
NOESY Ai2(5 Bt — e T HARGHY (] 3).

9T W e BT R LR R R R B, A 1 (6
mg) AT IRK AR, FEiE— BB aifh, ol R 7 oo
la (1.2 mg)FIB i AARE0.5 mg). 7K RS2 B 4z A B
(0.5 mg)¥a T Io/KIERE, /£ 65 C 5 2 mg LR
HEEERIR SR AL 2 h, il 2 BAT oz P (1) T B nge e bk 7 A
Y. A&, BN N-= 3k mkme 4k 48 i N
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B3 a1 NOESY AHKHE
Figure 3 Key NOESY correlations of compound 1

1.5 h, A= BB o Ar bl 250 o R R AT A= 0 1) — R A TR AT
AW, HIRIFER) TR & hRiE L-F0 D-Bil R Ap b e =
FEREREATAER. 25 FHAM GRS (GOTERIFE &4 T /i
= PR RLAERE B = R SRR AT AR DR B B ). 25 S
7, B BT RLAEEE  FRE D-F LB R AR B R
AT A AR BRI 18] 20531 8906+ 9.136 1 8.829 min,
H AT A E &Y 1 TR EORE S L-BTRiapE. a1
PR e A I IR I 2 R (0 4.33, A& J=6.8
Hz, HEn] AR E &0 1 R ETRAAHE IR 2N a-L-F]
37411 I PR A7

B 73 BIBTRAARESS, BOKMLE) 1 1815 2H T
1a, 83T HL#E 1a F1(38)-olean-12-ene-3,23-diol ') NMR
HehE ML, 34 'H-"H COSY, HSQC, HMBC 1 NOESY
% 2D NMR H# 73 7 1 g e 45 0 9 55 3 A -12- 0 -
3B,23,25- = 1. FEURKEE =mitb S 4 i 25 2
et FLEA S-SR b =L ARG,
U, MARVR G Z A B AT DAHEI L4 X #) By 38 4R*,
SR*,8R*,95*%,105*,145*,17R* 18R*.

g BTk, &P 1 IS KT E N 38-0-a-L-FiHifH
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N PR 3 4R 2 - R 3R - 12-45-23,25- .
1.2 HEM2NERELEE

WEY 2 NEEHR, 5% THEEL. HRESIMS 7
m/z: 613.4078 RIR1ZALEDII[M+Na] NHESS T BT
e, 5S4 A NMR 385, W5 7k
C;5Hss07 (CisHssO,Na BB THEAE AN 613.4080), S5ib&
W8, HAMBEME N 7.

FEBEY 2 11 BAMER ST, EY 2
ROZRAEY) 1 WE 7 Ak, o] e B R AL BEA
[F. A& 2 (1 NMR 48 (3R 1 F1 2)R1b &4 1 (1 NMR
A — e ME, FERARRZAET: (DED
2 (1 '"H NMR #1641 NMFIEE S0y 1.01, s, H3-25; oc
12.6, C-25), M&EELEY 1 %S P IS 5 (0, 4.01,
d, J=12.3 Hz, H-25a; 4.07, d, J=12.3 Hz, H-25b; o 62.4,
C-25); e 25— AN EAIX I (0y 3.34, dd, H-1;
dc 80.7, C-1), MAZLED 1 KIEHEEG: 34.5, C-1).
Rk, a2 2&9Y1 1) 1-OH T4, H 254
L &% 2 ) HMBC i, M Me-25 3| C-1 (¢
80.7), C-5 (Jc 46.0), C-9 (J¢ 49.8)F1 C-10 (Jc 44.0)IAH >
U, TiEH 25-Me EAE C-10 20k b, H C-1 747 B2 HEEUR.

MK A & 2 13 BB RAA A AN G 22, SRS
Y1 R g M B A T, S THA Y 2
IBTRAT Ay L-BT R fr g b, 42 NMR #dE o4, JF
%H 'H-'H COSY. HSQC. HMBC # NOESY & — 4
NMR $AR, Hob &Y 2a M550 855 BUR-12-4-
18,38,23- = 1. EA&HENEY) 2 SR 34-0-0-L-BT
P AT I B S S R - 12-45-1 8,23 - .

¥ & Scifinder Scholar ¥4 K I, ZAL &I 5
F 1974 ENNRIEKAE L. ovalifolia var. elliptica® F7)
SRR, (HR SR UIRIE T AR 7 ANFEE H
NMR 5%, MEARELEHRFRIGES KR, &
BERIEH: C NMR $#5. A SCH| ] 1D #1 2D NMR
A, BB TIHED 2 KT IC 2a ) '"HNMR Al PC
NMR #E4E, Hdia)E sk 1 /2. th&% 2 Ak
B R FG I L. ovalifolia var. hebecarpa H 53 E5 1531,

1.3 HEM3NENLE
% '"HNMR. *C NMR F1 HRESIMS £&3% i 75 143

Br, S5 SCEREIE IR, B TAEY 3 SN
38-O-p-D- ] %j W Wit 8 3 -24- - L- ] 7 A PLE i o 32 -9,10-
FFIR—2E T H-10-45-25-F35-30-1R. LAY 3 NE RN
FERF I L. ovalifolia var. hebecarpa W5y E 153

1.4 BESEMMR

SR MTS [3-(4,5-— F 3t -2-3E-5-(3- 1 5
FH R 2R 3 )-2-(4- Tl 4 356 )- 2 - DY Ik 1920 DI (DDP)
JORE X R, TR E T AN B R MR S AR E Y
1~3 %F TR R 4R HE: HL-60 (N E-%hkL A i 20 )
MCF-7( L I 558 40 ) . SMMC-7221( A\ AT 92 41 i)
A-549( i 5958 20 M) A1 SWAB0( 45 i T 41 i ) i 1
BTG ME. J6fE 40 umoleL ™" IR N XML AWIHEIT WIS
ik, G FRINE]Z>50%, FBRE 40, 8. 1.6. 0.32. 0.064
umolsL ™" L AN EERABE S 0, A4 FLANIREE R 1o 2
TR HINHIR E ACs)E. 4550 EER iR, haw 1
F1 3 75 40 pmoleL ™" YA R XF 5 FoltfifrJ8g 41 it 18 4 1 470 i
TERBIET 50%, ARILH BENPUGEETE. miks
W 2 %+ FLAN IR 4T Ok HL-60. MCF-7. SMMC-7221,
A-549 FI1 SW4R0 41 MG A o3 4 HI/E A, 1Cso
439816354+ 0.25). (17.05+0.52). (17.66+0.21).
(15.87+0.26)F1(12.304+0.36) pmolsL™". [H4:24 DDP X}
o iR 4 B AR 1Cso 12351 8(3.421+0.17) (35.02+
2.17) (1323 £ 1.17). (28.23 & 2.95) A1(26.90 + 1.93)
umol-L™". [KUk, L&) 2 XF MCF-7. A-549 fil SW480
SETE B A 8 T FH 425 DDP.

&Y 1 2 #R SRR R b E R A,
iR LR, (R EN A BN ZE . L H 1)
ghif), HEM 15-OH mIAg 2 H G R M, AnEd. iX—
WD G PN T S AR e 28 = wk Ak S P os 26 5
& I 2R S AR AR,

2 i

ASCRIXT B R F I L. ovalifolia var. hebecarpa M1
MR 2E oy 04T T WG, Aoy BA5 31 T 3 A=
BH R EY. FIHIARBIE R AR IR SN TR €
T3 MEEMI SR, K ea 1 e, 2
EY) 2 F 3 NEIRMEREM L. ovalifolia var. hebe-

K3 ALEW 1~3 X TR R A0 AR R G B A £ ¢

Table 3  Anti-proliferative activities of compounds 1~3 against five cancer cell lines

&Y A 195 HL-60 A MCF-7 i SMMC-7221 filifE A-549 45 JE SW480
1 >40 >40 >40 >40 >40
2 16.354+0.25 17.05+0.52 17.66+0.21 15.874+0.26 12.30+0.36
3 >40 >40 >40 >40 >40
DDP? 3.4240.17 35.02+2.17 13.23+1.17 28.23+2.95 26.90+1.93

@ 2R E (ICs0) S H P 218 (mean) T b #E 77 25(SD)E 7%, BAA7: pmolsL™". * DDP: BH X} B8 245 I5i4H (cisplatin).
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NOTE

carpa Ay EAFE] FEXT IS 3 MUAWIEAT TS0
o IR s YE VAN, I A 2 X 1R i JRe 4 o ik
HL-60. MCF-7. SMMC-7221. A-549 £ SW480 [114H if1
WA AR R I TR A A, T B X MCF-7.
A-549 F1 SW480 JifJe 41 B s 5 iy sl AE e 1 BEVE
Xt HR 25 I,

3 SLIEES
3.1 NESRHF

e Rudolph-Autopol IV FUE 7 lie 6 {30 5E
NMR i Bruker AM-400 AR E, 'H NMR {755
18 LURARIE R R A7) CDSOD (0 3.31) N AR, *C
NMR HZ#1E PA CD;0D (5 49.15) N IR, 1140 9 L i 55
JFi it (HRESIMS) 1 Bruker micrOTOF 1I spectrometer Jifi
TN E; AR AL i P680 fm RGRAH (il
1%, UVD170 £4Maill s, KA C-18 #F(250 mmX 10
mm, Welch) 5€ ;B8 70 4855 # B % 72 >R - Agilent
7820A SAH I RE A A AT I PRSI R F 2 T B B AR A
(Multiskan FC)5¢ . J2# I (100~200, 200~300
H) % TLC # 2R (HSGF-254) i & 11 & T R A R
A AL, ODS #E N YMC GEL ODS-AS 50 um, Ja-
pan; #Etfi Sephadex LH-20, GE Healthcare Bioscience
AB, Sweden. i . £, Sigma; “&FBE. f1iH
ik SAG. IECRESE MR A al, B 2 H
122G R A AR AL,
3.2 &R

ERFMM(L. ovalifolia var. hebecarpa)™T 2015 4 6
HRBWLEERE, HEMNKET WIS E.
i B AN DR A AE 4 R BB R 27 [R5 8 2 e 24 5 e R AR 2
MW, S'5 2015-0616.

33 &EL B

TEEE R 50 kg 20, H 95%4 (24 h/
K, 220 L, 45 C)RHL 3 Ik, WMERFEHRDIRE 9.15
Kg. 4 E0R 8 MG S 28 TR A, AR A g 5007
LR OPRANIE T BEZE L, S A3 B2 5.09 ke.
AR 100~200 HEERGIZIRFE 10 1 #E8E, DL
CH,CL,-MeOH (V' : V=50 : 1~0 : 1) 34T, 53
14/N43 Fr.1~Fr.14. 2 TLC 2 (038 K I 5 A 525 =2
CUA 1 RE SRR AN SF R IR AR S XS L, K3 Fr.l~Fr.6
(1) 3 B 2 RE SRR AN ST U IR, 2 B (TLO) e 2
PR, JFEERKEMSEER. M Fr7 S0k T S A R RR
MR A4 540, TLC SRR Fr.7 ik & A i
KIPHT . B, RS B fE i DL TLC )2 il
Ry e S, SR B3 Fr.7 ek MR I HT A Fr.7
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(43.5 @& MM ZHT 778, LL CH,ClL-MeOH (V ©
V=40 : 1~0 : AT BN, 193] 9 AN Fr7.1~
Fr.7.9. i, V(CH,CL) : V(MeOH)=15 : 1 ¥EM/E211
Hoyr Fr.7.4 SHWMERREH . FrLl Fr.74 (6.4 g%
S ODS H:ZH140 3, L MeOH-H,0 (V@ V=10: 1~
100 : O)HEAT AR E VERAE 2] 14 AN 5B %> Fr.7.4.1~Fr.7.4.14.
BEKIH S Fr.7.4.3 (5 9% B IEMEER . SARRER -
%t Sephadex LH-20 A1 EHTiE— 540 7y 4lifk, 153045
Fr.7.4.3.1 ~Fr7.433. Fr.7.43.1 (43.0 mg) £ ¥ i %
HPLC it —34r &, LLisht MeCN-H,O0 (V: V=75
25, Jii#: 1.5 mL/min), HELEY 1 (12 mg, & 353
min); Fr.7.4.3.2 (4.2 g)th & R T IEAEER . RABRERR . &t
Jii Sephadex LH-20 #lifh, #32IfH (3.8 g). HUILHH
150 mg & HPLC 4ith, LAshHH MeCN-H,O (V@ V=
100 : 0, iti# 1.5 mL/min), fF2HLEY) 2 (117 mg, &
25.1 min). Fr.7.4.3.3 (102 mg)Z&: IEAHEERZ . 2FHi % HPLC
B8, LLREIAH MeCN-H,O (V@ V=170 : 30,
J#: 1.5 mL/min), f33LEY) 3 (3.8 mg, fr 38.4 min).

38-O-a-L- R 47 A1 Atk Wi 9 48 A - 5 8UR - 120 -23,25-
ZEEQ): ABHR, BT HE. [l +43 (c 0.12,
MeOH); 'H NMR (CD;OD, 400 MHz)fil “C NMR
(CD;0D, 100 MHz)% 4 L5 1 A1 2. HRESIMS calcd for
C35HssO7Na [M+Na]" 613.4080, found 613.4097.

3B-O-a-L- Bl A7 HEk Wiy 3 28 ik — 5 R - 12- 0 - 18,23~
TREQ): AR, BETHEE. [ald +90 (c 0.70,
MeOH); 'H NMR (CD;OD, 400 MHz) Al *C NMR
(CD;0D, 100 MHz)%#z IL3% 1 A1 2. HRESIMS caled for
C35HssO7Na [M+Na]" 613.4080, found 613.4078.

34 k&Y 12 MERKERERE T 1a #0 2a B

B A1 (6 mg)iET 0.2 mL HEEH, JIA 3 mol/L
) HCL KWW, 75 CR/KME 7 b, SN IREHE 28T 2
PE, TN 1 mL Z&1EAKRS), A | mL 4R ZFRAEEL 3
R IKZ I W 4 28 T3 BB R A H% (0.5 mg). LR &
BRANY) G I, RS = T19E 7T, 4% HPL
C 2RI K 205 nm, MeCN-H,0, V' : V=81 : 19,
WIE: 1.5 mL/min), 7330455 8UR-12-04-35,23,25-—
fE(1a) (1.2 mg, tz 31.3 min) ", AEMEK, SiET HE.
[a]5 +81 (c 0.16, MeOH); 'H NMR (CD;0D, 400 MHz)
A1 *C NMR (MeOD, 100 MHz)%(#E W% 1; HRESIMS
caled for C;HsoO;Na [M—i—Na]+ 481.3658, found
481.3667.

KA EIRTTE, BIKBAEY) 2 (8 me)fs BIfihiff
BE(0.7 mg)FIEF 76(2.6 mg), HICHE 4244 HPLC 4l
(R K 205 nm, MeCN-H,O, V' : V=100 : 0, i
#: 1.5 mL/min), 15340053 -12-4-18,38,23- =%
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(2a) (1.6 mg, tx 41.1 min), R K, SET HE.
[a]} +66 (c 0.12, MeOH); 'H NMR (CD;OD, 400 MHz)
Al °C NMR (CD;OD, 100 MHz)¥¢# W% 1 i1 2.
HRESIMS caled for Cs;oHsoO3;Na [M~|—Na]+ 481.3658,
found 481.3660.
3.5 &1 2 PEENEAEMNERE

A3 A K AR A 1D 2 BT A3 B 2 A1 RE(0.5 mg)«
Bk D-Br BLAFBE(L mg) A L-Fal A HE(1 mg) 2 B
2 mg ) L-PREER R R R 25, 0.2 mL MJE/KiLRE,
65 C T2 h BEEEREGHHMA 0.2 mL N-—H
FEREKME, 65 C F4k&E M 1.5 h, WERFET, A
1 mL ZK, F 02 mL IEC 2L 1E Sl 3B A
GC .

GC I Z&AF: WM-1 BAIEFE(30 m>X0.25 mm X
0.5 um, Welch); #:i: 230 ‘CRE 5 min, 10 ‘C/min F}
WEE 270 C, FAEDEE: 250 C, #HS: Ny, 1.0
mL/min, Z}Fik: 10 1; FID K88, KW 22 250 C.

A 1D 2 7K AR TSR R A R DA S b it L~ i A
WA D-FTRAABE AT AETERIRE GC 444 F IR B
[E] 43 7] 8.906. 8.820. 8.829 F119.136 min, K, L&
1 A0 2 WA LRl 4.
3.6 IAPIEIEMEMIK

MTS ~—FaHi MTT 224U, &N 3-4,5-—
FH L IE -2 )-5-(3- 12 2k Y A R R i )-2-(4- Rt R Ik )-2 H-
DU, b I A Rl A P R A R B AR e
SEERERS AL I MTS, A Bl r] ¥ PE 1) B B (Formazan)
&Y, RS RN LU EE AR XAE 492 nm AHEAT I
SE. (EIEEEDUR, FBA R S T 4 B R OE L,
U TR ' 25 EE OD A 0 HH 378 200 i 25 1 200,

ARSCIE R MTS VERPOIR A A9 1~3 X6 FR fi
IR 2 PR HL-60( N\ F-4kE A I 40 )« MCF-7(FLARSE
Y1)« SMMC-7221( N\ ATHREZHA )+ A-549( N it i 2 &1 i )
F SWAB0( & iz 4 M) ) pi s JE v v, AT VPAN FeAAk
AhTIRE M. EFE TR A 10%86 4 M 35 7R
(DMEM)AC A0 =,  LAREFL 5000 40 f 2 b )
96 fLIR, BEFLIAFL 100 uL, A YIH DMSO #i#, LA
WEE 40 pumoleL ™ M, FFLLARFN 200 uL, FEFHALFEEY
w3 ANEIL 37T CREFE 48 h, FE LIETR, 5N 20 pL 1Y
MTS ¥H(MTS ¥ 20 L FRF IR 100 uL PIIEAR),
YL E 2~4 h, RN FS, FIHZ DREEE bR
492 nm AbPE SEIRUSAE, TosRgs R, IR A R
[1—(OD sx4—0D =zpm)+ (0D wma—OD zpm)] X 100%.
£E 40 pmoleL ™" <5 X iR 4t i A K 1 KT 50%

2422 http:/sioc-journal.cn/
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LGNSR0, WAL 40, 8. 1.6. 0.32
A10.064 pmoleL™', &FFLLAARF 200 L, # 3 NFATAL,
DA PS5 A A AR, 20 AT 175 28 D A e 22 1) 41 o A K ot
2k, N A (Reed and Muench 221+ AL & 1K) 1Cs,
1H.

BOM  RUHRN K T e Rl bR
BRI BT I v O A

BT Bl (Supporting Information) fL&4) 1. 1a. 2
A1 2a f) HRESIMS. 'H NMR. *C NMR. DEPT. HSQC.
HMBC. 'H-'H COSY. NOESY JKAt&4 1 Fl 2 &K
RIS BB RAAHE . ARAE L-FalSEAAHE D D-Bal 47 B )
F-HEEMERR TSIM ATA4 GC 43 i, X skl ar L
G B WAST R 36 (http://sioc-journal.cn/) I T %,
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