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[ Abstract ] Objective; To study the chemical constituents of the roots of Psammosilene tunicoides.

Method: The chemical constituents were isolated and purified via silica gel, Sephadex LH-20 column
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chromatography, RP-18 column and MPLC. Their structures were identified on basis of spectral data and chemical

methods. Result: Two cycloheptapeptides were isolated from the roots of P. tunicoides, tunicyclin C (1) and

tunicyclin K (2). Conclusion; Tunicyclin K was a new natural product.
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JASCO P-1020 %4 4 [ 2l % 5 Ji€ Ot {X, Bruker
Tensor 27 FT-IR spectrometer &I 2T 4} 5% 4% 4% ( KBr &
F) , Shimadzu UV2401PC spectrometer % 48 4 S i
AL, AutoSpec Premier P776 Jii i 1% , Bruker AV-400
MHz, DRX-500 MHz and AVANCE III 600 MHz #%
YRGS, A 133 A E 0 1 R I (S VR AL T
) e RO Z A (P8 Merk 22 7] ) , Sephadex LH-20
(Pharmacia 2y ) , B HPLC 43 #7 F {0 ik 4 B % A0

cycloheptapeptide ; Psammosilene tunicoides; structure identification

CNEHN , Hop a0 2 2 326 19 T 3 R . & Bk B
BT 2010 45 10 A8 H =/ 258 A1, 2 X1 8 2% @l
WF 5T 3 Y5 N & BB Psammosilene tunicoides W. C.
Wuet C. Y. Wu B M, £ IE 8 A& (No. KIB-L
2010103 ) £ £7 75w 16 B} 27 Be B BT A ) WF 52 A
YAk 27 5 V0 E R W BUR H 2 R T 5K RS
2 RERESEH

WO BB TR 5 kg, By i, H 30 LYy 80% &
BV AE I TR 6 W, B IR $2 12 h, B2 OB
P A4 i PR A R 77, AR A i it L S TR O R VIE T
i A I, s [ S ) G ) A 30 R A il Tk R 2
5.6 g, LR LTRFHBAL 28 g, 1E T BEFHAL 257 g0 1ET
P A5 8 1 S A Ak I AT S B A € 3 (S 0 -H T
Pist-7K G805 - -7 45 0 500 AR e b R k) L A
Sephadex LH-20 , # 4% ff 55 £ R FE A7 4l , e 475 5
AP 1(13 mg) ,2(5 mg) .
3 LR
3.1 a1 pEIERBEAR(FE), iRk
fift )i 5 Bl = W R N 5L P . ESI-MS:m/z 712, 'H-
AP C-NMR B4 26 1, i 32 o 8odis ] LLAS e &
P15 E AL AP tnicyelin C 98 FEA — 3,
W %€ N tunicycelin C

1 4&Ww1M2 HFMN®C NMR B (500 #1 125 MHz, BEAE) *
S ¢ Su ¢
L33 e
1 2 1 2 1 2 1 2
Pro 7'CH  7.83 (d,7.9) 7.82 (d, 7.9) 112.0 112.0
co 172.0 171.4| 7a’ C 137.6 137.5
a 4.87 (dd, 8.0, 4.3) 4.94 (dd, 7.5, 4.3) 60.5 60.2| Leu
B 2.29 (m) 2.34 (m) 27.2 27.1{| €O 175.7 175.0
B, 1.87 (m) 1.81 (m) NH 7.96 (d, 6.9) 8.17 (d, 8.0)
Ve 1.73 (m) 1.78 (m) 25.3 25.3| a 4.99 (m) 5.01 (m) 52.2  51.9
Y 1.55 (m) 1.54 (m) B. 1.75 (m) 1.86 (m) 40.8  41.0
5, 3.48 (m) 3.44 (di,10.0, 6.0)  47.3 47.2| B, 1.67 (m) 1.71 (m)
3, 3.36 (d, 8.3) 3.36 (dt,9.0, 7.0) ¥ 1.80 (m) 1.93 (m) 24.6  24.6
Ser 0.70 (3H, d, 6.0) 0.73 (3H, d, 6.2) 22,0 22.2
co 171.5 171.4| 5, 0.81 (3H, d, 6.0) 0.85 (3H, d, 6.4) 22.8 22.7
NH 8.52 (d, 7.5) 8.65 (d, 7.2) Thr
a 5.01 (m) 5.03 (m) 55.1 55.8] CO 174.1 173.8
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38 Bk HE

1 2 1 2 1 2 1 2
B. 4.43 (dd, 5.1,4.3) 4.32 (dd,5.5,4.5) 623 62.2| NH 8.51 (d, 7.5) 10.43 (s)
B, 4.24 (dd, 5.0, 4.5) 4.28 (d, 10.0) a 5.38 (d,7.1) 4.39 (dd, 7.0,7.0) 56.8 S51.7
Trp B 4.43 (m) 4.42 (m) 68.9 68.8
co 172.7 172.5 || v 1.42 (3H, d,5.3) 1.48 (3H, d,7.1)  19.9 16.6
NH 9.07 (d, 5.6) 9.02 (d, 6.5) Gly
a 4.97 (m) 4.99 (m) 57.1 57.4| co 169.6 169.6
B, 3.83 (dd,14.8,8.5) 3.86 (dd, 12.0, 6.0) 27.7 27.1| NH 10.47 (br) 10.25 (dd, 5.5, 5.0)
B, 3.71 (dd, 14.8,5.5) 3.76 (dd, 6.0, 6.0) a, 4.82 (dd, 17.0, 7.8) 4.84 (dd, 17.0, 7.7) 43.8 43.7
I'NH  11.98 (s) 11.94 (s) a, 3.96 (dd,17.0, 4.3) 3.91 (dd, 17.1, 4.7)
2'CH  7.60 (d, 1.8) 7.62 (d, 1.5) 124.6 124.5 || Ala
3’ C 110.7 111.2 || CO 170.7 170.6
3a’ C 128.3 128.3 || NH 10.45 (br) 8.61 (d,9.7)
4CH  7.51 (d,81) 7.51 (d, 8.0) 119.1 119.0 || « 4.70 (br) 5.38 (dd, 9.7,3.0) 514 57.0
S'CH  7.07 (1, 7.4) 7.07 (1,7.4) 119.3 119.3 || g 1.47 (3H, d, 6.2) 1.50 (3H., d, 6.4)  16.7 20.0
6'CH  7.22 (1, 7.6) 7.21 (d, 7.6) 121.9 121.8

TE: BRER bR RSN, R BT S 1H,

3.2 kG2 HEITERHAR(HE), HEmRK
fift 5 5 BT = BR O & BH . ESI-MS: m/z 7125
([a]?27.5, ¢0.001 5, MeOH) ; UV A\Y"".281.0,

max

220.20, 202.20, IR », .3 388, 3 064, 2 957,
2933,2874, 1639, 1539, 1436, 1236, 747, 535
em ' B4y B3 HR-EI-MS ([ M ] * peak at m/z
721.356 7;caled. 712.354 4) F1"° C-NMR % i 5 4%
FH Co, H i NgO,, N C-NMR 33 o 1 ) £ 51 4
TAWE CEES[s8(C) 175.0, 173.8, 172.5,
171.4, 171.4, 170.6, 169.6), LI} 7 4~ N JFEFHL
Ry C{E%E [8(C) 60.2,57.4,57.0,55.8,51.9,
51.7,43.7], N'"H-NMR & a] LIW%E3] 7 4> N J5
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G AL E 2 0 Ry 8(4.39, 51.7) Al 8
(5.38,56.8), W& I o-H M C LA A
B 8(5.38, 57.0) 1 §(4.70, 51.4), 1 H M
HMBC i 7] DA W 2Z 3] Thr-NH/CO-Leu, Gly-NH/CO-
Thr, HI Ala-NH/CO-Gly f) & S E #4555, B,
&Y 2 12k IR % 3 0 o] LU W7 o4 cyclo-
(Pro'-Ser’-Trp*-Leu*-Thr’-Gly°-Ala’ ) , %4, k&Y

= IH.IH COSY

2 [ 45 F 38 AT L PR O FR A G % ROESY 45 31 iF — 4
BN (B 3) s B N & R (Ala) 19 «-H 5 &
iz (Pro) b4 6, H I 6, H (4 AH 15 5 i35 W] 9 & W2
(Ala) 01 Jif 2 % ( Pro) i 23 Sz =X Mk e i AH %, 3 2
I R (Pro) [ B-FIl y-C B4k 24 A1 B8 {5 43 90
27.1,25.3 3k itk —BESL TG 2 H 0 il & R
(Pro) Jy R &5H "

77X HMBC
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3 &% 2K ROESY ZiZH %
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