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Chemical Constituents in Capparis masaikai 1.évl Kernels
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Abstract: In order to further study the chemical constituents of Capparis masaikai 1.évl. kernels twelve compounds
were isolated from 75% methanol extract of the kernels. By physicochemical and spectral data anylasis they were
identified as : Oxazolidine —2 —thione (1) Indazole (2) 1H —indole —3 — carboxaldehyde( 3)
oside (4) Vanillic acid (5) B - Hydroxypropiovanillone (6) Tyrosol (7) Ethyl - 8 = D - fructofuranoside
(8) B -D - psicofuranosyluracil (9) Uracil (10) Uridine (11) 38 - Hydroxystigmast —5 — en —7 — one
(12) . Compounds 2 -3 6 8 9 —12 are isolated from the kernel of Capparis masaikai Lévl. for the first time.
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Mabinlin I Mabinlin IIT -1V "~ .
30
200 N N N N N o
75%
12
1 N N
1.1
Bruker AM 400 MHz AV III 500 MHz  Ascend TM 600 MHz ( Bruker
) ; Agilent 11001200 ( Agilent) ; Waters X select CSH C18 (19 x
150mm 5 pm) ( Waters) ; Waters X select HSS T3 (10 x 150mm 5 pm) ( Waters) ; R =210
( BUCHI ) ; API - QSTAR - TOF ; C18
( YMC ) ; D101 ( ) Sephadex LH -20( GE
Helthcare ) . ( CINC ); ( );
5% - ;
1.2
2013 10
( Capparis masaikai Lévl.) ( : KM 20131020)
1.3
5.0 kg . 75% (3 x 4h)
200 g. N 3
(20.0¢) (41.7 ¢) (50.0¢) .
(41.7 ¢) (100 ~200 ) / (100:0—0:100 V/V)
TLC Fr.A-Fr.ES .Fr. A
.Fr.B
( / 1:1) (20:1)
2(1.2 mg 41% tr =19 min) 3(3.0mg 37%
tp =20 min) . Fr. C MCI( !/ 1:5—10:1 V/V)
TLC Fr.C, -Fr.C, 6 . ( / 1:1)  Fr.C, Fr.C, Fr.C,
1(6.0 mg 20% tp =12 min) | 9
(0.8 mg 40% tp =18 min) 10( 1.0 mg 37% tp =22 min) . Fr.D  Fr.E
( / 1:1) 11( 0.8 mg 42% tp =
16 min) 12(5.0 mg 92% tr =22 min) .
(50.0¢) D101 !/ (10%
30% 60% 90% ) 60% 90% 0ODS - C18 TLC N
“Sephadex LH -20 ( N / 1:1)
4(5.0 mg 45% tp =15min) | 5(1.0 mg 10% tp =26 min) | 6(1.0mg 15%
tx =20 min) | 7(1.2 mg 35% ty =18 min) 8( 1.0 mg 30% tx =23 min) .
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1: ESI-MS m/z: 102 M -H ~; C,H;NOS ;'"H - NMR ( CD,0D 400
MHz) &, 9.94 (1H s NH) 4.55(2H t H-5) 3.64 (2H t H-4). "C-NMR (CD,0D 150
MHz) §.: 188.8 (C=S) 70.0 (C-5) 44.2 (C-4). 11
Oxazolidine —2 — thione.
2: ESI -MS m/z: 117 M -H ~; C,H,N,;'"H - NMR ( CD,0D 600

MHz) &, 11.7 (1H s NH) 8.07 (1H dd J=1.8 6.8 H- H-4) 7.91 (1H s H-3) 7.41
(1H dd J=1.8 6.8 Hz H-7) 7.17(1H m H-6) 7.14 (1H m H-5)."C-NMR ( CD,0D
150 MHz) §.: 138.0 (C-8) 133.2(C-3) 127.6 (C-6) 123.5(C-9) 122.5(C-7) 122.2(C
-4) 122.0(C-5). 12 Indazole.

3 ESI-MS m/z:168 M + Na *; CoH,NO ;'H - NMR ( CD,0D 600
MHz) §,: 9.87 (1H s CHO) 8.14 (1H d J=7.4Hz H-4) 8.09 (1H s H-2) 7.47(1H d
J=7.4Hz H-7) 7.27-7.25(1H m H-6) 7.24-7.22(1H m H-5); "C-NMR (CD,0D 150
MHz) §.: 187.5 (CHO) 139.7 (C-2) 138.9(C-8) 125.7 (C-9) 125.0(C-4) 123.6(C-

6) 122.4(C-5) 120.1(C-3) 113.1(C-7). 13
1H —indole —3 - carboxaldehyde.
4: EST-MS m/z: 113 M+H *; C,H,N,0,; '"H - NMR ( DMSO - d,

600 MHz) &,: 11.02 (1H s NH-2) 10.84 (1H s NH-4) 7.38(1H d J=8.0Hz H-5) 5.41
(1H d J=8.0Hz H-6). "C-NMR (DMSO -d, 150 MHz) §. 164.6 (C —-1) 151.5 (C -4)
142.2 (C-5) 100.4 (C-6). 14 Uracil.

5: ESI -MS m/z: 267 M + Na *; C,H,,N,0,; 'H-NMR ( CD,0D 600
MHz) 8,: 8.00 (1H d J=8.2Hz H-6) 5.92(1H d J=4.8Hz H-1°) 5.69 (IH d J-=
8.2Hz H-5) 4.17(1H m H-2°) 4.13(1H m H-3) 3.98(1H m H-4") 3.80(1H m H
-5a) 3.72(1H m H-5Db). "C-NMR (CD,0D 150 MHz) §. 166.6 (C -4) 152.7 (C -2)
142.8 (C-6) 102.9(C-5) 90.8(C-1°) 86.6(C-3") 76.0(C-2°) 71.5(C-47) 62.6(C-
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57). 15 Uridine.

6: ESI -MS m/z: 275 M+H °; C,,H,N,0,; '"H-NMR ( CD,0D 600
MHz) &,: 7.90 (1H d J=8.4Hz H-6) 5.56 (1H d J=8.4Hz H-5) 4.06 (1H m H-4") 4.05
(IH m H-37) 3.87 (IH J=5.0Hz H-5°) 3.74(1H m H-1b) 3.59 (1H dd J=3.0
12.2Hz H-1a) 3.54 (1H m H-6"b) 3.44 (1H dd J=5.0 11.2Hz H-6"a). "C - NMR
(CD,0D 150 MHz) &.: 166.5(C-4) 152.6(C-2) 143.0(C-6) 103.0(C-5) 90.9(C-29)

86.5(C-57) 76.2(C-37) 71.5(C-47) 64.6(C-11) 62.4(C-6). 16
B — D — psicofuranosyluracil.
7: ESI -MSm/z: 268 M+H *; CoH; N;O,;'"H =NMR (CD,0D 600 MHz) 3,

8.78 (1H s H-2) 8.63(1H s H-8) 8.53(2H brs NH,) 6.74(1H d J=6.0Hz H-1") 5.53(1H t
J=4.8Hz H-2") 5.10(1H t H-3) 4.80(1H brs H-4) 4.34(1H dd J=4.8 12.4Hz H-54) 4.
14 (1H dd J=4.8 12.4Hz H-5b)."C-NMR (CD,0D 150MHz) §. 158.1(C-6) 153.6(C-2) 150.
6(C-4) 140.0 (C-8) 121.8 (C-5) 91.0(C-1) 88.0(C-4) 75.8(C-2) 72.8(C-3) 63.2(C
-59. 17 Adenine nucleoside.

8: ESI -MS m/z:231 M +Na *; CsH, O,; '"H-NMR ( CD,0D 600 MHz) 3§,:
4.43(1H d J=5.4Hz H-3) 4.00(2H m H-4 5) 3.75-3.62 (2H overlapped H -1 3.72
(1IH d J=11.4Hz H-6a) 3.65(1H d J=11.4Hz H-1a) 3.56 (1H d J=11.4Hz H-6b) 3.55
(IH d J=11.4Hz H-1b) 1.10(3H t J=7.2Hz H-2"). "C-NMR (CD,0D 150 MHz) §.: 104.9
(C-2) 83.8(C-5) 79.0(C-3) 77.6(C-1) 64.6(C-4) 62.0(C-6) 57.0(C-1) 16.2(C-
2. 18 Ethyl — 8 — D - fructofuranoside.

9: ESI-MS m/z: 137 M-H ~; C4H,,0,; '"H-=NMR ( CD,0D 600 MHz)
8, 7.24 (1H OH-1) 7.00(2H d J=8.0Hz H-2 6) 6.66 (2H d J=8.0Hz H-3 5) 3.68
(2H t J=6.8Hz H-1°) 2.67 (2H t J=6.8Hz H-2°). "C-NMR (CD,0D 150 MHz) 3§:
155.2 (C-1) 129.8 (C-4) 129.7 (C-2 6) 115.0(C-3 5) 63.5(C-1") 38.0(C-27).

19 Tyrosol.

10: ESI —-MS m/z: 167 M-H ~; C4H,0,;'"H = NMR ( CD,0D 600 MHz)
9,.7.57 (1H dd J=2.0 8.6Hz H-6) 7.52(1H d J=2.0Hz H-2) 6.80(1H d J=8.6Hz H
-5) 5.01 (1H brs OH) 3.32(3H s OCH,). "C-NMR (CD,0D 150 MHz) &.: 170.4 ( COOH)
152.3 (C-4) 148.5(C-3) 125.2(C-1) 123.0(C-6) 115.7(C-5) 113.6 (C-2) 56.5
( OCH,) . 20 Vanillic acid.

11: ESI - MS m/z: 195 M-H ~; C,,H,0,;'"H-NMR ( CD,0D 600
MHz) §,: 7.58 (1H dd J=2.0 8.4Hz H-6) 7.55(1H d J=2.0Hz H-2) 6.84 (1H d J=
8.4Hz H-5) 4.90 (1H brs OH-4) 3.92(2H t J=6.2Hz H-9) 3.91 (3H s OCH,;) 3.14
(2H t J=6.2Hz H-8). "C-NMR (CD,0D 150 MHz) 3. 199.5(C-7) 153.2(C-4) 149.3(C
-3) 130.5(C-1) 124.5(C-6) 115.8 (C-2) 111.7 (C-=5) 58.7 (C-9) 56.4 ( OCH,)
41.5 (C-8). 21 B — Hydroxypropiovanillone.

12 ESI - MS m/z: 451 M +Na °; Cy,H,0,; '"H-NMR ( CD,0D 500
MHz) §,:5.72(1H s H-6) 3.54(1H m H-3) 1.13(3H s H-19) 0.85(3H d J=6.3Hz
H-21) 0.80(3H t J=7.2Hz H-29) 0.72(3H d J=6.8Hz H-27) 0.70 (3H d J=6.8Hz
H-26) 0.61 (3H s H-18). "C -NMR (CD,0OD 150 MHz) &, 204.5 (C-7) 168.6 (C -5)
126.0 (C-6) 73.2(C-3) 54.6(C-17) 50.0(C-14) 49.9(C-9) 45.1(C-8) 43.0(C-
13) 42.5(C-4) 38.8(C-24) 38.5(C-10) 38.0(C-12) 36.2(C-1) 36.1(C-20) 35.9
(C-22) 31.2(C-2) 29.2(C-25) 28.3(C-16) 26.3(C-15) 25.1(C-28) 24.1(C-23)
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21.2 (C-11) 19.8(C-26) 19.0(C-27) 18.7(C-21) 17.3(C-19) 12.6 (C-29) 12.2(C-
18) . 22 38 — Hydroxystigmast -5 —en —7 — one.
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