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g5 (Cynanchum otophyllum Schneid.)

IR A
—— HEBRPHZ QLN
A4%E WX HRZ

(S BR B R S )

) :

AEZSRBLHBARTN C BREKLD, 4L X FESRTFFLNL
(otophylloside A and B), M4z ¥4h. £4h. Hakkik., F¥. HEFRERARX A
RAMSTHERSRF R LHEMLHNG QV) f1 (V) R, BHBZBRAT
FRADERERER, R AR ER — TR R A RBAARER,
ED,, = 10.20mg/kg. ‘

BT SR A B ETES (Cynanchum orophyllum Schneid.) HIfLZ RS>
PEFR. WRRIREOWE BRI A R B R S T AR, BEATRERDE TERRE. 3%
Lop sk B E AT SRR EA FUEURE R R — BRI R, B2 2 R
2R EN 80D, ‘

BB EM T SR C— SRR TE, Fik S (1), HES oo AD T Kby
(1) AT AR E PSR FESRBEUVIMZ(VON S EREH. 24RERRESER

R

AcOEt

AcOEt £
A Rk {2 B

AiLE R Y AmEAEBORR)
‘ CClL-AcOF1 (95:5; 85115 V/V) kiR
(95:5) AT ES 4 (85:5) T4
| mwrm | ERERR
CHP 20p RIBEER CHP 20p RIRAEEMT
BESRL EHBAH

B #HEKENCHIERR

A 198445 F 25 HULE, 1984 4 10 B 13 HUCEI SR,
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m/z 121

miz 145 77 mpp 144 my,

&

mfz 138

m/z 932 (M)

1 kaw v, vV IFRHER C(VDRC-NMR (b4 f

~3

i) sy
— ~ —— A
v v ila 1 v \%
C-1 38.99 38.94 38.54 38.98 BB B
2 27.73 29.89 26.97 30.95 C-1 96.45 96.34 96.3
3 77.75 79.70 73.47 70.80 2 37.41 37.21 37.2
4 38.99 39.25 37.95 42.09 3 77.75 77.7 77.7
5 139.37 139.38 139.25 140.71 4 83.14 83.11 83.3
6 119.08 119.11 118.85 118.02 5 69.01 68.97 68.9
7 34.83 34.73 34.30 34.46 6 18.59 18.55 18.5
8 74.35 74.25 74.23 74.51 C-3-OMe 58.87 58.84 58.8
9 44, 44 44.58 43.62 43.96 5:3 Jiz3 i3
10 37.40 37.21 37.00 37.17 C-1 100.44 100.45 100.3
11 24.64 24.98 24.22 24.61 2 37.40 37.38 37.2
12 73.35 72.55 73.16 71.93 3 77.75 77.78 77.6
13 58.86 58.84 58.23 58.03 4 83.14 83.39 83.1
14 89.53 89.39 88.12 88.70 5 69.01 68.97 68.9
15 33.83 33.79 33.42 33.35 6 18.59 18.55 18.5
16 32.01 32.86 31.96 32.36 C-3-OMe 58.87 58.84 58.8
17 92.46 92.36 91.53 91.98 b3 7y % 3
18 10.78 10.62 9.6l 10.07 C-1 102.14 102.10 102.0
19 18.41 18.55 18.41 - 18.77 2 37.23 37.21 37.0
20 208.50 209.27 209.55 209.66 3 81.38 81.35 81.3
21 29.79 27.47 27.50 27.49 4 76.22 76.18 76.1
c-1 163.53 165.90 164.58 166.87 S 72.94 72.88 72.9
2 127.50 114.19 127.53 113.27 6 18.18 18.16 18.6
3 131.81 165.29 131.10 166.23  C-3-OMe 57.05 57.02 57.0
4§ 121.74 38.46 121.71 38.39
5’ 151.07 20.86 154.56 21.10
6 122.49 20.86 121.71 21.10
7 131.81 16.45 131.10 16.47
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FX RS BE U RER . KA RATTIRE ZERFRBEA N i, EDy = 10.20mg
[kg, BN A EF ESOBRE M. RosEitdini | R,

o9 IV R R E S TR CoHRO, (Mtm/z 932), HEIMGE 5FH & i
(DW —F a6 RE FEHE (2925, 1440 cm™') F4EEE-C—O0—0—0— (1195, 1160,
1680, 1050cm™), ZBILIRSEIELE 63.39 (3H, s. OCH,) F1 & 3.45 (6H, s. 2 X OCH,)
TESAFEERE; £ 6 1.25 (6H,d. J=6Hz, 2CH,) 1 & 1.33 (3H, d. J = 6Hz, CH,)
REZANHEE, RhEg - PMHER—-A FEVEHBETENEEES TR CG fC 6, v
R EREIEASIE m/z: 145 (GH,,0,), 144 (CH,0,), 449 (CH,,0,—CH,0,—CH,0,)
ENMEMHAZFT IV FRE SRS BEOEY, IVIRERELELE 2 FrR. &
BRSSP IFHEE=S T HZERE, LAY IV BB BIER 8-D-3 77 Hkut m it —
(1->4)-8-D-BARRAL I B —(1—4)-8-D-RE BRI P BB IR L — 8. i IV R oo
BB C RN, SHEFES R TS Z MR, TR 1.

MOV TH R ER K AR R L AR B ST R AD E HE S UG, 5 B FEEET AriE CRE AL, 19
FEESRUN OB ,), H X fiHmrkgEmTE 3. MRkt &2, @AY
% 3.

CH;

R,

cH; & 3 )
>(‘H--(i=cnwco- :

,CH . 1

¢ 7 cH

il 1§ 4 HO’@’('O--
i

v Ra CH; N
- (l'=(.'ll—(:0—
CH; CH,
. & 3
(o]
. - s 2
v ! Y CH,-C—0~- CO-
CH,;~CO= 9 CH;-C-O
1P} 3 & r
S 6 7
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IV T E S TR, KRR E AW AEEERRSHER SRR EE R &
B, KR A FE SR TN BRI BIREER 4- 0 - ZREE VT H0RE, X FR A 27 ki

#2 (BREMA)

cl—c2 1.550(18) Cl3—Cl17  1.554(18) C31—C32  1.494(24)
cl1—Cl0 1.584(18) c13—cl8  1.553(18) ol -¢31 1.818721)
c2—C3 1.539(18) Cl4-CI5  1.547(18) . 02—C31 1 3.5020)
c3—cé 1.566(19) cl5—cl6  1.533(18) 02—C3 1.456(15)
ci—C5 1.535(18) cl6—cCl7  1.553(19) 03—C8 1.414(15)
c5-Cé 1.331(18) Cl7—C20  1.508(18) 04—Cl4 1.449¢15)
c6-C7 1.551(18) Cc20—c21  1.541(21) 05-cl7? 1.456(16)
c7—Cs 1.575(17) C22-C23  1.741(17) 05020 1.207(14)
c8—CY 1.549(16) c13—C24  1.391(21) 07 —C12 1.461¢13)
Cc9~Cl10 1.551(16) Cc23—C28  1.396(20) 07--C22 1.325(16)
c9—Ccll 1.568(15) C24—C25  1.396(19) 08—-C22 1.229(16)
clo-cl9  1.537(19) C25—C26  1.335(21) 09- C26 1.386(16)
cll—Cl2  1.54%(16) C26—C27  1.412Q21) 09—C29 1.215(19)
clz—ct3  1.553(17) C27—C28  1.418(20) 010—C29  1.215(19)
cl3—cl4  1.558(17) €29—C30  1,477(19)
x3 (BARAE)
cl—C2—C3  109.5(1.0) cg§—c14—cCl5  115.6(1.0) C17—C20—06  121.1¢1.4)
Cl—Cl10—C5  109.9(1.0) C9—C8—CI4  110.9(0.9) Cl7—c13—cCl8  112.0(1.0)
Cl—Cl0—C9  106.0(1.0) C9—C8—C7 108.7¢0.9) C17—C20—~C21 118.0(1.2)
Cl—-Cl10—C19  109.1(1.0) C9—Cl10—C19  114.4(1.0) C20—C17—05  105.9¢1.0)
c2—Cl—Cl0  112.5(1.0) c9—cCll—Cl2  108.2(0.9) C21—C20—06  120.5(1.3)
C3—C3—02 108.9(1.0) cl0—c9—Cll  112.3(0.9) C22—C23—C24  118.1(1.2
c2—c3—cd 107.0¢1.0) cll—-cl2—07  107.6(0.9) C22—C23—C28  120.8(1.3)
C3—C4—C5 108.4¢1.0) cll—cl2—c13 111.0(1.0) C23—C24—C25 118.5(1.3)
C3—02—C31  117.6(1.1) cl2—Cl13—C17  110.5(1.0) C23—C22—07  114.6(1.1)
C4—C3—02 106.3(1.0) C12—C13—C17  110.5(1.0) C23—C22- 08 123.2(1.2)
" c4—c5—cs 120.2(1.0) cl2—ci3—cl8  112.0(1.0) C23—C28—-C27 120.5(1.3)
C4—C5—CI0  116.3(1.1) cl2- 07—C22  117.7(0.9) C24—C23—C28  120.6(1.2)
C5—C6—C7 126.9(1.2) Cl3—C12—07  105.6(0.8) C24—C25—C26 120.9(1.4)
C5—C10—C9  109.3(0.9) Cl3—Cl4—04  109.8(0.9) C25—C26—07  122.4(1.3)
C5—CI0—Cl19  108.2(1.0) C13—C17—Cl6 104.1(1.0) C25—C26—C27 112.9(1.2)
C6—C5—Cl0  123.4(1.1) cl3—cCl4—cCl5 103.7(1.0). C26-09—C29  117.6(1.1)
C6—C7—C8§ 110.5¢1.0) Cl3—C17—05  108.3(1.0) C27—-C26—09  114.4(1.2)
C7—C8—03 110.6¢1.0) C13—C17—C20  115.3(1.1) C28—C27—C26 116.2(1.2)
C7—C22—08  122.1(1.1) clé—Cl3—Cl17  102.0(0.9) €30—C29—09  114.1(1.5)
C7—C8—CyY 109.6(0.9) Cl4—C13—CI8 113.6(1.0) C30—C29—010 126.3(1.4)
Cc7—C8—cCl4  108.0(0.9) C14—C15—C16 106.8(1.0) c32—c3l—o01  123.8(1.6)
C8—C9—CI0  114.9(0.9) C15—Cl4--04  115.6(1.0) C32—C31—C2  114.7(1.4)
cs—co9—cClil  109.1(0.9) cl5—cl6—cCl7  105.6(1.1) ol—c31—02  121.2¢1.5)
C8—Cl4—04  102.2¢0.9) cl6—Cl7—05  103.6(1.0) 09--C29-010 119.6(1.3)
c8—cCl4—ClI3  116.2¢1.0) C16—Cl17—C20 118.6(1.1)
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IV 52008 1 MRS SITHE, BoRIVE CRLEAR 6 77.75 ppm £ 1Y
C, By L2 B8 6 70.80 ppm [N 6.95 ppm, XEA IV A C-POH M B

BIEM ENTRER, RIEESESRPNERAFESKIC3-0——D—RITHit
g — (1—>4)— p—D— BRI Fg B — (1—>4)— 8 —D—RERRILIE BEF L otophyllin 3-p—D—ole-
ancropyranosyl—(1 — 4)—p—D—cymaropyranosyl—(1 — 4 )—g—D——cymaropyranoside] (1v),

EYVRIBGER AR C (cynanchoside C)' F1 1 BRIEIEILE:, VAIRITHOHY
BRI ST BB — BB NBRIE SE R MK C B SNBIE—BLLE 1. RKIE, &
Shy AMRIRIERE FES RO ERA GRS 3-0——D— ATkt — (1—-4)—F—
D—RE BRI B — (1 — 4)—pB—D— B Wt 7 38 & [caudatin 3-O—g—D—oleandropyranosyl
(1 — 4)—B—D—cymaropyranosyl—(1 — 4 )—f—D—cymaropyranoside] (V).

—. ZEEBR 5

LIS S(REHK) £ Kofler FRisE. LA UV-450 B{LAIE, A/MERH IR
-450 B ME. FRigEA MS/GC 451 B, 'H-Fo “C-iE A WH-90 BULLME , DLPH B A&
B (TMS) fEN#R, CDCL, fEFl. SHEAIEESE GC-IB hilkfT,lrarads N-=§
EREBE IR = AR (TMS) BT, L-REREN TMS fiEMIE A, HlEE
et , B AIRE SR SERL, AT @IERERS 30% SE-30 ) Chromosorb EMEHE (Zmm
X 1.75m), K% 160°C; N, 2% 20ml/min, 245 MCI gel (CHP 20P) (=% b
AT, EEFARERKR. MER A HPTLC-Fertigplaten (Rp-18F,,) (Merck), f&IT
#l: (A) MeOH—H,0 (70:30V/V), (B) McOH—H,0 (80:20V/V); BB G ¥ ERHKBIT
#J: (C) CHClL,—MeOH (95:5V/V), (D) CHCl,—MeOH-25% NH,OH (95 :0.45:0.5V/
V).

2. WEHRPRZHSE  HE® 100g Hl CCL—ACOEr (95:5; 85:5V/V) {RIRIREL,
18 (95:5) 2 14g R (85:5) REW) 28g 2 BURERKLZEHT, BIE A CHCL—MeOH (99:1
V/IV) BEHRED, M &E V; JFEM CHCL,—MeOH (95:5 V/V) BE& KBl , ity &
IV, 2T F CHP 20P RARKEENT, &/ IV WEAAE MR, BRP AV) 055 &FHV
M BE(B)EFBER, BN (V) 0555, XFEMLEHA Keller-Kiliani R EMH¥E, &R
HH 2-LEBE.

SMESREPNHEE FHESKRPAVIALECRRY, ML 165—168°C, [alB + 39.5
(C=2, MeOH), TLEDH CoH,Op - HO HHEEE (%): C, 61.89; H, 7.80, LHE
(%): C, 61.64; H, 8.44 UVA¥2inm (loge):203(4.55), 260.5(4.49), 300(3.46) - IRvK%
cm™': 3450(OH), 1710 (C=0), 1606, 1510 (¥¥£). 'H—NMR (CDCl,) &: 1.12 (3H,
S. Cy—CH,), 1.25 (6H, d. J = 6Hz 2 X ## C,—CH,), 1.32(3H, d. J = 6Hz, $ C,—
CH:), 1.53 (3H, S. Cuy—CH,), 2.10 (3H, S. C,—CH,), 3.39 (3H, S. ¥ C,—OCH,),
3.45 (6H, S. 2 X ¥ C,—OCH,), 427 (1H, m. C-eH,), 4.47 (3H, dd. J = 8 &1 4Hz,
3 X § C—H), 4.68(1H, dd. J =9 fi 4 Hz, C,-aH), 4.89 (3H, br.t. J=8Hz, 3 X
B C,—H), 5.36 (1H, br. C,—H), 781 f6.83 (4H, dd. J=9Hz, 1, 4 -“HCEI L 4
H).
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4. FESWRUV)MER KR B 5.4mg IV 3T 10ml BE@E, fnsm! 0.05N #hi,
ol 1h, BHFEL Se TR FRE 2 HAHE (Lonenaustauscher 111, E. Merck) ¥, HE
B, KBRS RERRCAEST R, REEESRIT (1) (Rf 0.19), BEEE (Re
0.45) R ikes (RE 0.27), #E—HHKBF=HEIFR TMS BHT4 M SirmkEr TMS #7
AW SHEENTN EBE R & D-BEREM D-J 78k, AR 1N A (min): 0.43 (EEEE),
0.37 (T HE8S),

IV 200mg # T 60ml FREZ,fN 60ml 0.05N FURRES, M#AGER 1h, WERKHE, B4
KERH OB CERRR S iR, R CRMIEYME TR 5 FRE - % &k 6 & R iig,
BB HELEREER A CHCL-MeOH (99:1 V/V) i, S EESRITNZCRLY
(lla) 100mg, HEPR—BA, APBEES R, BHERER, B 242°C, (o]l + 21.4°
(C =4, CHCL), JuEDIH CoHWO, HHEE(%): C, 0557; H, 685, LM{E(%): C,
66.08; H, 696, MS m/z: 541 (MT™—CH,CQ), 524 (M*—CH,COOH), 463 (M*—HO—
CH,—CO), 446 (M*—HO—CH,COOH), 386 (M*—HO— C,H,—COOH— CH,COOH),
121 (HO—CH,—C=0", Kik), 43(CH,C=0"), A —FHEH KRG, ¥ Tl 85
FEAhAE PW-1100 AU FI SR8 SRBERHE, H MULTAN-80 fll5E 4543, LI SHEN-76 {&1F.
SREPFEFESRN TN ZCRt (1) RN A’-38-CEFEE, 88, 148, 178-"H K-
12p-3F CRERE R FREAELRIF-20-80 (A’-3B-acetoxy-88, 148, 178-trihydroxy-128-P-acetyl-
benzoyloxy pregnen-20-one),

- EFERPLBRADHKE IV 6.1mg & T 2ml MLBEd, A 2ml EEEF, IR T
B, FAE60°C KEFH 1h, BEMA 25 ml KK, BLSE, BOELHRK. 7T
VR ER R T RRKE, KB R LRGE, RS ER L Shrm R 4-
0-CBeZERITHRE (RE 0.72), BERKHEE (Rf 0.43) FIHFHESHKITHB L B 1k (RE 0.65),
KRR T EREL B KRBT =Cl-k-FE (2:5:10 V/V) BE&REDHHE
24h, RN RAEEENEELERSEHESKE KB —3BL.

6 HEXBSHINEE FESRAVALOAKWK BEH 143—146°C, [al] + 12° (C
=2, MeOH), TTEDIT CoHnrO HHEBIE (%): C, 63.77; H, 846, LME(%): C,
64.01; H, 8.69, UVAMtHnm (loge): 2.05 (3.97), 2.21 (4.13); IRvEEcm™; 3450 (OH),
1710, 1640 (C=CH—CO); 'H-NMR (CDCL)5: 1.06 (6H, d. J = 7Hz, C’ 1 C/ —
CH;), 1.12 (3H, S. C,—CH,;), 1.22 (6H, d. J = 6Hz, 2 X ¥ C,—CH,), 1.32 (3H, d.
J=6Hz, ¥ C,—CH,), 1.41 (3H, S. C;;—CH,), 2.12 (3H, S. C;/ —CH;), 2.17 (3H,
S. C;—CH;), 3.38 (6H, S. 2 X # C,—OCH,), 3.45 (3H, S. ¥ C,—OCH,), 4.14 (1H,
m. Cy-aH), 4.44 (3H, dd. J =9 1 4Hz, 3 X 8 C,—H), 4.54 (1H, dd. J = 8 §1 4Hz,
Cn-aH), 4.84 (3H, t., J=9Hz, 3 X % C,—H), 5.36 (1H, br. C;—H), 5.52 (1H, S.
C:, —H).

(V) FIBEBF-NE e LR L BE L, BB B LB ALH , TS TEH m/z 964(MT), TEH
¥ C,HeOy, iFB{E(%): C, 63.48; H, 8.29, LME(%): C, 63.32; H, 8.08, F{iEX
W) OTFHEE 3, 4-"HE-2-RSMENEZER, m/z: 853 (M'-CH,0), 473 (M*-
CH,COC,H,,0,-C;H,,0,-C;H;0,), 362 (473-C,H,,0), 343 (473-C.H,,0,), 344 (362-H,0),
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265 (283-H,0), 187 (CH,CO-CH,,0,), 145 (187-CH,CO), 111 (gg’>cn——c-——-(:u-—c
1713 l

CH,
=0t > 113(CH,0,), 95(113-H,0).

BOV)E R B R KB R BRI B EN(V) R OEAL AT KRS SE, 45
FAINEEE (1) (RE 0.63), EERREE (R 0.45) FaeryRkRE(RE 0.27).
Dl EgEBIELHEERCNERNA V.

AFRAEE G REAFACIRABLTAYXH, DARBERFHFR M AU
B RRE B RAAE B, TA. TR AR AR, BRERTEAN, FERMX T
gt o bk — IF B0

£ #® X M
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