1. Isolation procedure for “Xian-Ling-Gu-Bao” extraction

“Xian-Ling-Gu-Bao” Extraction
(XLGB, 450¢)

Suspended in the water,
Centrifuged at 3000 rpm
| |
filtrate residue

Chromatogramed on HP-20 Suspended in 30% (v/v) ethanol-water,
column (@ 9X70cm) ,

Centrifuged at 3000 rpm
eluted with water
] | Chromatogramed .[ I-
water eluate HP-20 column——m———— filtrate residue
evaporated in vacuo,
calculated the yield

Eluted with 30% (v/v)
ethanol-water

| I
XLGB-A 3094 ethanol eluate HP-20 column

evaporated in vacuo, Eluted with 95% (v/v)
calculated the y|e|d ethanol-water

XLGB-B 95% ethanol eluate—<°mbinated

evaporated in vacuo,
calculated the yield

XLGB-C

2. Isolation procedure for active fractions XLGB-B and XLGB-C
XLGB-B(46 g)
Silica gel CC (6.0 X 65 cm)
Eluted with CHCL,-CH,OH-H,O in gradient
* 95:5:0 50:10:0 [80202 T30S
B1 | | |
Silica gel CC B2 B4 B6 B8 B9 B11 B12
(©2.5X 16 cm) ODS CC ODS CC oDs cC ODS CC (93.0%35 cm)
Eluted with (92.5X39 cm) (©2.5X29 cm) (©1.5 %32 cm) Eluted with CH,OH-
Cyclohexane-Ethyl Eluted with Eluted with Eluted with 1,0 in era di;nt
acetate in gradient CH,0H-H,0 CH,0H-H,0O in 15% CH,OH 2
~—e gradient * * ’_mg
. 1585 12080 oDS CC | :
[ | (©2.0X 40 cm) B9B B11B B1IC Bl12C
B2B B2C B4B Eluted with| Compd.12 HW.40 CC HW.40
HW-40(02.5 29| - Compd 13 CILOIHLO| (118 mg) (025%29em)|  (©2.5%29 cm)
CH,OH-H,0 (220 mg) m giﬂ CE}lluggI Vﬁﬂé 30% CH,OH
in gradient . + - 3OH-Hy —T*
20:80 (40:60 20:80 in gradient
ol 40:60 10-¢0 BOE BSD : | —e  Bl2ce BL2CT
73 B2B3 B2C2 p-HPLC 35% | p-HPLC 15% 10:90 20:80 Compd.6
BlC Compd.3 Compd.4 CH,OHH,0+0. | CH,CNH,0+ B11B2 B11C2 (40 mg)
(53 mg) @lmg) B6C 1%HAC 0.1%HAc Crystallized  |p-HPLC
HW-40 T from CH,OH |20% CH,0H- |P-HPLC
(92.5X29 cm)  HW-40 (02.5X29 B11R2A H,0+0.1%HAc [35%CH,0H
Eluted with cm) Eluted with | B6E1 B6E2 BED1 LO1%HA
55% CH;0H CH,0H-H,0 Sephadex LH- Compd.10 Compd.2 -1%HAc
MEETAS in gradient 20(@LOX67| (10 mg) (12 mg) B11C2A
Crystallized 20:80 cm) CH;OH Compd.5 B12C6B
from CH,OH B6C2 (82mg) Compd.7
B1C5A p-HPLC B6E1C B6E2B (25 mg)
0,
Compd.9 30%CHOH - ~opd.1 Compd.15 BI2C6A
(4 mg) B6C2A (42mg) (82 me) Compd.8
B1C4 Compd.11 (24 mg)
Compd.1 (186 mg)

(200 mg)



XLGB-C(80 g)
Silica gel CC (©8.0< 70 cm)
Eluted with CHCl,-CH,OH in gradient

(670 mg)

" liooo |9s:2 |0:10 [s0:20:2 N
C1 C2 | [
C6 c7C8 c9 oed wwith CHCL clo cl1l
ODS (03.0X32 cm) Eluted | [0DS (02.0X37 em) [Resolved with CFCL, ODS (92.0 %37
with CH;OH-H,O in gradient| [Eluted with CH;OH- |insoluble em) Eluted with
- ¢ | [H,0in gradient 2
[s0:20 [s0:20 [100:0 * [ RO endent €91 Compd21 G.7g) Lo CH,OH-H,0 in
C6G C6H C6J [30:70 [70:30 [i00:0 oDS gradient
HW-10(03.0x36 | SephadexLH-20 csa C8D  C8F (©3.0%32 cm)
cm) Eluted with (01.0%38 cm) Sephadex LH-20 Sephadex LH-20| 104 vith
80% CH;OH CHCI-CH,0H (1:1) (01.0x38cm) (©1.5x48em) |y 0,0
. CHC]S'C}{3OH (]:1) 50‘%(:}[30H in El'ﬂdiel'll
I I —* 5 -
C8F2 50:50
CéG3 C6H2 cel2 celd | CsA2 Compd42  C9D
Compd.19 Compd.57 Compd.57 Compd.18| |oDs(©1.5x17 cspa (4omg) Sephadex| C9F Co9G
(34 mg) (429mg) (113mg) (62 mg) lcm) Eluted with LH-20| | Sephadex
R L povecH,0n  Compd20 (g 038 (elﬂ)-iﬂss
- : 60:40 M 150 m, cm) CHCl;- -
!1,40.60 CSAZB (150 mg) Sron] [ cer
€78 Compd.10 * +| CH,OH
C7G CTH (55 me)
Sephadex LH-20 Resolved with 8} C9D2 copy4 2
(91.0%38cm) CHCL;,-CH;0H (1:1) HW-40 | Compd.21 c 53 C9G2
CHCl;-CH,0H - ©@30x36em| o ompd. Comsiys
(1:1) solution Eluted with (790 mg) pd.
— 6 CTH2 50% CH,OH = (420 mg)
C7Bl  Comnd 27 Compd 18 CID2E *T5p:50 6535 [s0:20
p ..
(160mg) C7H! (8mg) Compd.28 CI10L
HW-40 € |Sephadex LH-20 (145mg) | cior C10K Sephadex LH-20
(©1.5<37 cm) (01.0%38¢cm) T ¥ |Sephadex LH-20 |RT p-HPLC [(©2.5> 43 cm)
Eluted with CHCL;-CH;OH C10H (©2.5%43em) 700 CHCL,-CH,0H
20% CH;OH (1:1) C10G p-HFLL 60%CH0H  [crom  |(1:1)
T o CI10F 60% CH.OH ¢ I +* —
el
C7BIB C7HIB Sephadcx LH-20 cloiz| C1%%1  ciors
(02.5 43 cm) C10H2 Compd.58
p-HPLC HW-40 60% CH;0H Compd.25 (33 mg) RIp-HPLC
40% CH,0H (@1.5X 3.? cm) C10G6 C10M1 np . = 80% CHy;OH
Eluted with (35mg) c1o1v
| o|5gecHOH Compd.39 Compd.23 CI0L3A
C7B 11(311 CC T’Blfl?ﬂ (78 mg) Bmg) |rrprprc e Compd.60
Compd 15 Compd 16 c7H1B2 Sephadex LH-20 70%CHOH 6% CHoH (27 m2)
(12mg)  (93mg) Compd 37 (©2.543 cm)
Sephadex LH-20 (16 mg) 60% CH,0H CI10I3A | | |
(©2.0X 56 cm) * I + RIp-HPLC C1017A C10I7B  Cl017C
o Elt:red with CHCL-CH,OH (73) 1055 C10E7 40%CH,CN C(;I:lpd:‘m Co;upd.35 C(;I:pd.:il
cic p-HPLC Compd.29 — (5mg)  (9mg) (36 mg)
Silica gel(@2.5 > 15 cm) 80%CH;OH (272 mg) 2
. CI0I3A2
Eluted with petroleum
ether-acetone in gradient C10I3A1 Compd.61
*—
51 C10F5B CI10F5C Compd.59 (76 mg)
cl1e2 Compd.38  Compd.36 (36 mg)
Compd.54 (26 mg) (9mg)



