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ITHERDRIPERSBEHBANGLREBHD.
1.2 LR KA :ESI-MS i (LC-MSD-
Trap-SL, Agilent Technologies) ; # 5 # i 3L #% %
X (Bruck AV-600), % 7 2 57 X it BE s Waters 600
B A I, iR Ce A HTHE (250 mm X 4. 6
mm,5 pm),C,, %4 (250 mm X 10 mm,5 pm), &
#1158 . Alltech ELSD;N—1001 ®EYELA fE##& &
CEBZRNBAERAR)HIQ-QX £BIRY
BB RERKBTHEARAEBRARD  THEBES OF
ML &), LHS—150SC E BB R A (LE—
EREARARD.,

Sephadex LH-20(t R &M TR B R BRARA
A1) ; KX FL# g Diaion HP20(Tokyo, Kyushu);ODS
(YMC-Pack Pro. ); D101 KfLWAEB (KBE A &
)80 AR B . ETEY A RETEHAT
FRAR &SRR (KBHAERAA ) HEE
CREBWSCGERRAML T A BRI R0
af EEPRKRTREERZERAED K
(Merck); BB SRR GG B (TEHEF S EEL
THAAE)HERBKEEY .
2 KBRAE
2.1 EWHHE  RPRRE,60% ZBEERE R #Z
B2 RKGE—RSER. FK6 R, BK2h, &3
BRE.BEERBANGZERRER. REEHM
Bk ULE 4, $E 4T D101 K AL % B W fE A (137 em X
11 em) 35 85, ZM8- 7K 7 WOB6 FE R R . TLC &3l
WEESERES BN 75~105 oM. 254
HORGHE, BLAYERERTA MB,
2.2 HHROSEER EXERXGT BRRER
HEMTFIRETEAEERE L, 28 CHHEBER
BrpBERTd,
2.3 HEYFHAERTE
2.3.1 REEF . ALERESL AZETHEH
EEFEROETEMBIRAERED HREXR
28 ‘C,160 r/min ¥ %535 48 h,
2.3.2 SE{LiESE .60 mL BRI FE P IMATLE
B JEY 0.5 mL (R BE 4 35 7], B B ¥k BE 100 mg/
mL),ZS A FMA 0.5 mL B BExt 8, 8 1 3% K 28
'C,160 r/min, RFEHEFE 72 h,
2.4 HUFEYHERSE S
2.4.1 BRBEBRHEFRTLWIEFRBMHE, &
BRZEMETHERS K, S ET BB, BEK
WTRBRATVES.
2.4.2 BALEYRSBE AL 30% L EIERmEL™

Yy 5, F K FLA S Diaion HP20 FR K #1722 58,
RIKF 30%.50%.70% .95 % Z. B ¥ o 17 66 7 %
B, 4 5 W BB, TLC R & AR 4 4y, B
AHAFY AN TR, #17 ODS JF A &%
43 B AR K FI30%6 .50 % .60 % 70 %6 AR I VRO FE U
B, BABEEYE 5 MR BIER KK ERA, TLC &
WA 3 M F A, BJG BRI A PHPLC #4746 78
HBAeFEHIAMN,

2.5 SR

2.5.1 TLC WM. .43 50K L& [ #1 1 X & ML
AW BAFORALEY I HAEY RAMEYH
25 [ R B S BT GFos BE AR, 9 05- BE-K
(70: 30 : S)BF HE TS W 10X B MRF W, 105 C
mke e, A

2.5.2 HPLC Bl M # =Y R AR RAERE
J& 13 ,HPLC 4+#7. MshE&AHIFE- KA : DE
i, M 3% % Alltech ELSD,

2.6 KYNEAFEYHRMHEEENRL: XA
MTT 351, 7296 FLIE SR BB — A FL P A 90 pL
A K BIF I NCI-H460 CA 3E /)~ 48 B3 B 98 D b 988 40 Ffig
(HEH1IX10V/F) .24 h EIMABRER, BHF
T84 ANETL, FIBT B R AE X B B 4 Xt A2 B
M, 737 C.5% CO, R THRAKEFBh . RE, 5
FLINA 10 pL 9 MTT 58 (5 mg/mL)SESE 3% 55 4
ho B.0F &35, 4 0 /9 4888 A DMSO (10 pL/
WBE SERTLERE, AT 570 nm 4
W 6B A M, 5 40 R 7 40 ) 5 [ 40 g T
F=(Asa—Apra)/Axa X100 1, HH—FWET
300 1) b 938 40 o AE 4K B9 ICso 1
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3.1 TLCHHER EYELAEY | 1 HME
YIERR A FRREAT . MAMBEYHZE A
SHEHABBREFOR S ERER, B EERL™
YR DN TIRY . HELEY 1 f 1 EF%ALRF
RETHEL BEHRLEYTE.

3.2 HPLC 4#rg R . WE2, FEH AWK
BSR40 /08, #E0 AT BB R K MR M HUK MR R W O 0 A
mAEEHLEY.

3.3 HELFEHI N4 B K 5 AL WM R AT Diaion
HP20 #1ODS FFitH 48, 4 SIARRGRL B
WK A B UK RS T R , Bit— 2 A
%% HPLC 4B W EW 4 HE TR B0k a
YHIMN,
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5 L-FIhr{A e v w6 1B it g e .
%1 48P LANVEC-NMRE#E
Table 1 "*C-NMR Spectra data of compounds X and IV
0 4 8 . 12 16 20 1A 15554
4 BRAL . N 3-O-sugars . W
chain
L 1 39.3 39.2 Ara-1 107.7 107.1
2 26.9 26.7 2 73.8 73.8
0 4 8 12 16 20 3 88.8  89.0 3 74.6  72.8
) 4 39.8  30.7 4 8.4 78.9
t/min 5 558 557 5 66.5 65.3
A&y L (AMGBHA) LAY L ARMERED 6 18.0  18.0 Gle-1 105.5 105.2
Lo B (TR BH A BLTY) 7 34.4 34.3 2 86.4 178.3
BN (HEERE B9 8 42. 6 42. 6 3 77.7 78.9
1-compound | {ardisiacrispin A) 9 50. 5 50.4 4 7.1 7.7
2-compound I (ardisiacrispin B) 10 36.9 86.9 5 8.4 78.2
_ T 11 9.2 19.2 6 62.4 62.6
3-compound K (products of ardisiacrispin A) 12 32.7 39,7 Xgl-1 108. 1
4-compound N (products of ardisiacrispin B) 13 86.4 86. 4 2 76.4
B2 &8 WORLGHLFEHEEEHEE R 14 44.6  44.6 3 78.0
Fig. 2 HPLC Chromatogram of compounds I (A) 15 36.8 36.8 4 70.5
d 1 (B) after biotransformati 16 76.9  76.9 5 67.3
an after biotransformation 17 a1 " Rha-1 102.0
keI AEHE, [«JF —18 4°(MeOH, ¢ 18 534 53.4 2 72.4
. . 19 33.4 33.4 3 72.1
0.2), Libermann-Burchard & i M1, £ iZ k& 2 83 48.3 . 706
MAZHBERLEY . BKWER GO 21 30.5  30.5 5 70,0
1% B 4B A A, ESI-MS (positive) 8 #m/z: zz ;z‘l* 22‘1‘ § 18.7
921 [M+Na]+,ﬁESI-MSZ EP,%H‘J'M/Z:789[M+ 24 16. 8 16.7
Na—132]*# 627[M +Na — 132 —162]"; [d] #&, 25 16.5 16.4
. 26 18.6 18.6
ESI-MS (negative) %5 #Him/z . 879[M—H] , # ESI- o .8 108
MS? h B Him/z: 765[M—H—1327] 1 603[M — .28 7.7 1.7
H—132—162]", ESI MS {4 B %4 & 'H NMR, 2 w1zl
30 207.5  207.5

BC-NMR # & 43 T R HCysHr Oy » H 4 ESI-MS 42
HHBEEEERAKBEEMAR. WHEHMPHFE
— A EE. - T EEEN— R, 'H-NMR
(300 MHz,in Pyridine-d; ), B ERT 6 T M H
545206 0.85(3H,s,Me-25),0. 98 (3H, s, Me-
24),0. 99(3H,s,Me-29),1. 27(3H,s,Me-23),1. 28
(3H,s,Me-26),1.54 (3H,s,Me-27)],6 I B &
HAESE=WEHRLAYHBEEFESKHREY
BT 3 BRI ERTFESLS5 04(1H, d,J=7.6
Hz,Gle-1),4.89(1H,d,J=6. 48 Hz,Xyl-1),4. 65
(1H,d,J=6.96 Hz, Ara-1DJR R 1 T B EET
89.60(s), &Y B 4 PC-NMR (150 MHz, in

Pyridine-d;) i HiE R T 1, H P L BR T 46 £

2. KGR E 0 207.5 MM ER(ZE 4 5 100~110
R 3 P EBE(E (8 105.5,107.7,108. 1), Bl E
g5 U IRE AV R B B T A-33-O-[B-D-

L&Y N BEHEK, [oJf—12.2°(MeOH, ¢
0.2), Libermann-Burchard K5 A, #EH iz L&
WH=RTRLEY. BAKREE G
168 L e R 2 ESI-MS(positive) 4 tHm /2 .
935[M + Na]*, H ESIMS® 4 i m/z. 789 [ M +
Na—146]* #1 627[M + Na — 146 — 1627 ; [l #¢,
ESI-MS(negative) %45 Him/z:911[M—H]", K ESI-
MS? 8 4 Tm/z: 765[M—H—146 ]~ 1 603[M —
H—146—1627", ESI-MS #) & 24 4 'H-NMR,
BC-NMR # 2 4 F =% 9C:Hys0, B ¥ ESI-MS 89
BELZERKRERHER UAGHPFE—
FUHr A RE . — M % — - B 2= . 'H-NMR (300
MHz,in Pyridine-d;) F . B ERT 6 T HAHEEES
556 0.83(3H,s,Me-25),0. 94(3H,s,Me-24),
1. 00 (3H, s, Me-29), 1. 20 (3H, s, Me-23), 1. 28
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(3H,s,Me-26),1.54(3H,s,Me-27) 1Ll R B 28 6
£ i B B {5 5[0 1. 66(3H,d,J=5. 61 Hz, Rham-
)1, 6 MAREAESREZHEHFRLSYNEE
FE:RHRHBAT I MENREEFES006.26
(1H,s,Rham-1),5.15(1H,d,J=7.1 Hz,Glc-1),
4.74(1H,d,J=6.0 Hz,Ara-1) ] R 1 F R EES
[69.61(s)], k&Y N #"C-NMR (150 MHz,in
Pyridine-d, )@ Pt B /R T 47 £ R, KB R E
8 207. SHYBRELBR 55 £ 6 100~110 &b A 3 M E
BfE S (5 102.0,105.2,107.1), HLEW NV
BC-NMR $ 8 5 Xk HOEM M se B B 2 H 0T A-
3B-O-[a-L- B, 25 Mt i 5 - (1> 2)-B-D- 4 % it v %
B - (1> 4)-a-L- B 7 AF i g 4 1 100 422 1 280 456 A6 3
HEAR—F,

WML EHE, R EERA= YR AT
FEhL B B IC A-3B-O-B-D- Kk g #- (1->2)-8-D-
%5 ke M - (1> 4)-a- L- BT R 63 bk e 8 1 0 G 52
HL B BH T A-3B-0-a-L- B ZE ML 4l - (1>2)-B-D-
B R - (1>4)-o-L- PR ML B E
3.5 WEHGER.EYLEY . I MELTYILE
B E . N &3 B 40 i NCI-H460 B9 1Cs 4+ 51 4
23.58,12.10,4.51.,8. 31 pmol/L, ZRERC-3
o BB L P X NCI-H460 L R & 1R 5%
RO EIE R IS HE RS R TR L AT R Y .

4 itig

ALRERRAT KWERAG. 287503 =1
B C-3 AL BEHE K 5 00 B WA B B 1 B K R 1
A A=HeFEBEMEYNH S RE TRE. ¢
oY B ok i N T R TR R

BUHHEAE BHAENEHEESRTE
B KRS RAL(3. 287 YRR A T # I
C-3 U RImM B KM LT3 M R
#, BN 75 32 4 B R 5T A-3B-O-B-D- ik W B -
(1~>2)-B-D- 7 % M i 9 - (1—>4)- - L- B b7 {1 A Pt
AT RIS S B AF 9T A-38-O-o-L- L2 Wi e 5 2%
(1—>2)-B-D-# %5 i W B - (1—>4)-a- L-F B 1R bt i
W,

A MTT % i 22 5 90 F1 5% 4L 7= 21 M il NCI-
H460 fif 9 40 g A= K 89 IC.off , L BB AL = MR Yy
BT B 75 L 45 R BR B L= Y X F NCI-H460
WK M EERRTRY # A=Y b0 M EE
MEERENXR TEMHIA,

XXM : :

(1] wHHEEE. PHKRER (M) L. EHERFHARBER
., 2005.

[2] #s#k, TEF. % 2. F. XORKFABHYS=HE
SR EH &% (P1 PE%LFH: CN2000-10-18.

{31 Mosmann T. Rapid colorimetric assay for cellular growth and
survival: application to proliferation and cytotoxicity assay
(11 Immunol Meth, 1993, 13; 711-719.

[4] Lavaud C, Massiot G, Barrera J B, et al. Triterpenoid
saponins from Myrsine pellucida [J]. Phytochemistry, 1994,
37: 1671-1677.
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