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4 1,
Na S04 \ \
( 70¢) R
, : - (100: 07 50:
50) ) ( -
- ) Sephadex
LH-20 ( ) HPLC( - )
, 1~ 10
3
1: Jlalt - 24 5(c0 1,

CH3OH); ESFMS m/z: 222[ M + H]" ; IR Wt
(em™'): 3440, 2 945, 1 744, 1631, 1360, 1 289
"H-NMR(CDCls, 400 MHz) & 3 65(1H, dd, J=
92,56HzH-2), 1. 85(2H, m, H-3), 1. 10( 1H,
m, H-4a), 1. 71( 1H, m, H-4b), 2 70( 1H, m, H-
5a),3. 02( 1H, m, H-5b), 3. 18( 1H, m, H-6), 4. 05
(1H,dd, J= 8 6,4 1 Hz, H-7), 2. 05(2H, dd, J =
120, 10. 0Hz H-8), 5.79( 1H, d, J= 1. 8 Hg,
H-12), 3 16( 1H, m, H-14a), 2 710 ( 1H, m, H-
14b)  “GNMR(CDCL, 100 MHz) & 62 4( G-2),
24 1(G3),26 4(CG4),50. 1(G5),55 0( C¢6),66. 9
(CG7),40 0(C-8),839(CG9), 172 6(CG11), 112 8
(C-12),168 9( C-13), 23 6( C-14)
el ) epibubbiadine

2: ,[al® - 85 (¢ 0.1,
CH3;OH); ESFMS m/z: 222[ M + H]"; IR Vi
(em™'): 3451, 2956, 1 747, 1631, 1461, 1 190
"H-NMR( CDCls, 400 MHz) & 3 64( 1H, dd, J =
92,6 4Hz H-2),1 77(1H, m, H-3a), 1. 04( 1H,
m, H-3b), 1. 97(1H, m, H-4a), 1. 77( 1H, m, H-
4b), 2. 79(1H, dt, J= 10. 0, 6 4 Hz, H-5a), 3. 06
(1H, m, H-5b), 3 01 ( 1H, m, H-6) , 4 12( 1H, m,
H-7),2 60( 1H, dd, J= 13. 5,9 0 Hz, H-8a), 1. 75
(1H,dd,J= 13.5,3. 8 Hz, H-8b), 5 85(1H,d, J =
L. 6 Hz, H-12),3 15(1H, m, H-14a), 2 99( 1H, m,
H-14b) "“CGNMR(CDCls, 100 MHz) & 64 6( C-
2),25 5((3),28 0(G4),51. 8(C-5),57 3(C6),
69 0(C7), 40. 8( -8), 86. 2( -9), 175. 5(CG-11),
114 2(G-12), 172 7( G-13) ,24. 6( G 14)

ter] bubbiali-

dine

3: ( ), mp 144~ 146 C
[a]? - 218 (¢ Q 15, MeOH); ESI-MS m/z: 240
[M+ Na]*; IR Vi (em™'): 3 454, 2 929, 1 746,

1 630, 1435 '"H-NMR (CDCls, 400 MHz) & 2 11
(1H,dd, J= 11. 6,2 4Hz, H-2), 1. 61( 1H, m, H-
3a), 1. 54( 1H, m, H-3b), L 86( 1H, m, H-4a), 1 22
(1H, m, H-4b), 1. 53(1H, m, H-5a), 1 51( 1H, m,
H-5b),2 96( 1H, m, H-6a), 2. 42(1H, m, H-6b),
3 81(1H, t, J= 4 8 Hz, H-7), 2. 50( 1H, dd, J=
92, 40Hz H-8a), L.76 (1H, d, J= 92 Hz,
H-8b), 5. 52 (1H, s, H-12), 6 56 ( IH, d, J=
9 2Hz, H-14), 6 40 ( 1H, dd, J= 92, 6 2 Hz,
H-15) "GNMR(CDCl:, 100 MH z) & 62 9((G2),
27. 2(C-3),24 4( G4),25 8(G5), 48 7(C-6), 58 8
(C-7), 42 2(-8), 8% 5((9), 173. 6(CG-11),105 1

(C-12), 170. 0(C-13) , 121 4( G-14), 140 2( C-15)
[7]

FH ( securinine)
4: ( ), mp 95~ 97 C
[a]? + 1140° (¢ O 2, MeOH) ; ESFMS m/z: 248
[M+ H]"; IR VaiX (em™ '): 3461, 2965, 1 747,
1 630,1436,1238 '"H-NMR(CDCk, 400 MHz) &
2 09(1H, dd,J= 11. 2,2 0 Hz, H-2) ,2 14(1H, m,
H-3a), 1. 46( 1H, m, H-3b), 3 14( 1H, m, H-4),
1 94(1H, m, H-5a), 1. 61 ( 1H, m, H-5b), 3 00
(1H, m, H-6a), 2. 46( 1H, dt, J= 10 8, 2 8 Hz,
H-6b),3 82(1H, t, J= 5 6 Hz, H-7), 2. 56( IH,
dd, J= 9.2, 36 Hz H-8a), 182 (1H, d, J=
9 6 Hz, H-8b), 5 58( 1H, s, H-12), 6. 59( 1H, d,
J= 9 2Hz, H-14), 6 45(1H, dd, J= 9. 2,5 6 Hz,
H-15), 3 34(3H,s,0CH:) "“CGNMR(CDCls, 100
MHz) & 59 7((G2), 32 3(G3), 77. 7( -4), 32 2
(C-5),45 5(¢6),58 2(CG7),42 1(¢8), 89. 1(C-
9),173. 2(C-11),105 6((¢12), 169 6( G-13),121. 4
(C-14), 130 1((15),55. 5( OCH3)
s 4 epiphyllanthine
S: ( ), mp 130~ 132 C

[a] D'+ 95 (c O 12, MeOH); ESEMS m/z: 248 M+
H]" ;IR Vha (em™'): 3491, 2 905, 1 752, 1 625,
1450, 1253 '"H-NMR (CDCLs, 400 MHz) & 3 71
(1H,m, H-2), 1 45(1H, m, H-3a), 1. 07 (1H, dt,
J=14 0,4 8 Hz, H-3b), 3. 46( 1H, m, H-4), 1 99
(1H,m, H-5a), 1. 42( 1H, m, H-5b), 2 66( 1H, dt,
J= 10.4, 4 OHz, H-6a), 2247 (1H, br t, J=
10. 8 Hz, H-6b) , 3. 75(1H, m, H-7),2. 52(1H, dd,
J=100 4 0Hz H-8), 1 78(1H, d, J= 9 6 Hz,
H-8b), 5 59 (1H, s, H-12), 6 54 (IH, d, J=
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92Hgz H-14), 6 69( 1H, dd, J= 9.2, 5.2 Hg,
H-15),3 24(3H,s, OCHs) "“CGNMR(CDCls, 100
MHz) & 55. 8( G-2),26. 5(G3),72 7(G4), 30. 4
(C-5),42 0(CG6),58 6(C7),42 8((C-8),91 4(C
9),172 3( C-11), 108. 9(C-12), 167. 5(C-13), 122. 7
(C-14),148 9( C-15), 55. 7( OCH3)

[8] c .
, securitinine

6: ,[a]t' + 54. 5 (¢ Q 15,
CHs0H); ESEMS m/z: 250[ M + H]" ; IR Wul
(em™"): 3465, 2923, 1 747, 1631, 1439, 1 252
'"H-NMR(CDCL,400 MHz) &: 2 96( 1H, m, H-2),
1. 52( 1H, m, H-3a), 0 77 (1H, m, H-3b), 1. 74
(1H, m, H-4a), 1. 14( 1H, m, H-4b), 4. 54(1H, m,
H-5a), 1. 37( 1H, m, H-5b), 2. 95( 1H, m, H-6a),
2 67(1H,td, J= 11. 2,2 5 Hz, H-6b), 3 30(1H,t,
J=53Hz H-7),2 27(1H, dd, J= 10 5, 6. 3 Hz,
H-8a), 1. 96(1H,d, J= 10. 5 Hz, H-8b), 5 65( 1H,
d,J= 2 1Hz H-12), 2. 92( 1H, m, H-14a), 2. 79
(IH, d, J= 16 9 Hz, H-14b), 3. 53 (1H, t, J=
52Hz H-15), 3 25(3H, s, OCHs) "“"CGNMR
(CDCls, 100 MHz) & 68 1(C-2), 26 4((C3), 25 4
(C-4),28 3(CG5),52 6(C6),60. 1(C7),36 1(C
8),9L 3(C9), 174 2(C-11), 114 3(C12), 172. 3

(C-13),31 9((-14), 8L 0( ¢-15), 58 1(OCH;s)
[9]

2

(+ )-15acmethoxy 14, 15 dihydrophyllochrysine

7: ,[a]? - 822° (¢ 0. 3,
MeOH); ESFMS m/z: 234[ M + H]"; IR VaX
(em™'): 3471, 2943, 1751, 1621, 1456, 1 223
'"H-NMR( CDClLs, 400 MHz) & 2 11( 1H, dd, J=
11.2,2 0 Hz, H-2), 2 01(1H, m, H-3a), 1. 50( 1H,
m, H-3b), 3 58(1H, m, H-4), 1. 98( 1H, m, H-5a),
. 54( 1H, m, H-5b), 2 96( I1H, m, H-6a), 2. 44
(1H,dt,J= 10 8,2 8 Hz, H-6b), 3. 82(1H, t, J=
56Hz H-7), 254 (1H, dd, J= 92, 3.6 Hz,
H-8a), 1. 79( 1H, d, J= 9. 6 Hz, H-8b), 5 55( 1H,
s, H-12), 6 60 ( 1H, d, J= 9 2 Hz, H-14), 6. 44
(1H, dd, J= 9.2, 5 6Hz H-15 "CGCNMR
(CDCls, 100 MHz) & 59 7(C-2), 36 5(C3), 69. 4
(CG-4),35 2((-5),45 4(C6),58 1(C¢7),42 4( G
8),89 0(C9),173 4(C11), 105 4( G 12), 169. 7
(C-13), 121 5( G 14), 140. 1(C-15)
e 4 hydroxy-

securinine

8: ( ), mp 137~ 139 C
[a] '+ 75 (¢ O 1,MeOH); ESIF-MS m/z:236][ M+
H]" ;IR Vil (em™'): 3 438, 2932, 1752, 1 635,
1213 "H-NMR(CDCls, 400 MHz) &3 19( 1H, dd,
J=11 6,1 6Hz, H-2), 1. 53( 1H, m, H-3a), O 87
(1H,m, H-3b), 1. 75(1H, m, H-4a), 1. 35( 1H, m,
H-4b), 1. 52( 1H, m, H-5a), 1. 35(1H, m, H-5b),
3 03(1H, m, H-6a), 3 00 ( 1H, m, H-6b), 2 95
(1H,m,H-7), 4 20( 1H, m, H-8), 2 15( 1H, d, J=
13. 2 Hz, H-9a), 1. 92( 1H, dd, /= 13.2, 9 8 Hy,
H-9b),5 70( 1H, s, H-13), 2. 94(1H, m, H-15a),
234 (1H, d, J= 18 8 Hz, H-15b) "“C-NMR
(CDCls, 100 MHz) & 62. 9( (-2), 24 4((C3), 22 7
(C-4),25 9(G5), 52 8((6),58 4(C7), 69. 4(C-
8),40 5(C9),84. 5(CG10),173 7(CG12), 111 6(C-
13),172 6( C-14), 30 5(C-15)
" FKEE A (securt
nol A)
9: ,[a]? - 65 (c O,
MeOH); ESFMS m/z: 236 [M + H]"; IR Vix
(em™'):3439,2 925, 1758, 1 645, 1 413 '"H-NMR
(CDCls, 400 MHz) 6:2 78( 1H, m, H-2), 1 51(1H,
m, H-3a), 0 84( 1H, m, H-3b), 1. 82( 1H, br d, J=
12. 6 Hz, H-4a), 1. 31( IH, m, H-4b), 1. 55(1H , m,
H-5a), 1. 47( 1H, m, H-5b), 2 93( 1H, m, H-6a),
2 72(1H,m,H-6b), 2 91( 1H, m, H-7) , 4. 32(1H,
m, H-8), 2. 67(1H, dd, J= 12 2 9 5 Hz, H-9a),
L 92(1H,dd, J= 12.2, 9 5 Hz, H-9b), 5. 65( 1H,
s, H-13), 2 94(1H,d, J= 18 5 Hz, H-15a), 2 79
(1H,m, H-15b) "GNMR(CDCL, 100 MHz) &
65. 0(C-2),25 4( (3),23 7(CG4), 26 4(C-5),52 5
(C-6),58 7(G7), 64 4(C8),40 5(C9), 84 5(C-
10),174 3( G 12), 111. 2(G-13),174 7(C-14),29 5
(C-15) e
#EE B(securinol B)
10: ( ), mp 165~ 167 C
[a] B'— 202°(¢Q 1,MeOH); ESEMS m/z: 256 M+
Na]®; IR Vil (em™'): 3 461, 2 964, 2 541, 1 745,
1 633,1352,1 050 'H-NMR(CDCL, 400 MHz) &
2 78(1H, dd, J= 11. 2,2 4 Hz, H-2), 1. 78(1H, m,
H-3a),0. 95( 1H, m, H-3b), L 68( 1H, m, H-4a),
1. 22(1H, m, H-4b), 1. 67 (1H, m, H-5a), 1 55
(1H,m, H-5b), 3 18(1H, m, H-6a), 2 58( 1H, m,
H-6b) ,4 70(1H, m, H-8), 2. 52(1H,dd, J= 11 6,
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