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FHE: 2 F LK - MCI. ODS Fll Sephadex LH-20 %5 4% 211 DL J il % 7 HPLC 25 %5 Rl BLAR 20 B A, I 22 XU
(Fissistigma polyanthum) "1 5y B 20405 B 12 MGE Y F B 5% 7 B0 8 L& S5 84, 735 N fissistigmaoid A
(1)~ (10S)-11-hydroxy-f-cyperone (2). 11-hydroxy-8-oxo-f-cyperone (3). (4S,5E,10R)-7-oxo-tri-nor-eudesm-5-en-44-ol
(4).oxyphyllanene B (5).teuhetone (6).teuhetenone A (7). trans-4,5-dihydroxycorocalane (8).4-hydroxy-4,7-dimethyl-1-
tetralone (9)-epicatechin (10).dihydroquercetin (11).piperolactam C (12). FLH 46 &9 1 5& — A5 10 B Ade - J5 284 5 2
5, A& 1~9 N1 RS X 4y B3 8. L&) 8 B 12 75 LPS i 5 (19 RAW 264.7 /)N iR F R4 8 REAS BY | 8
7 NO H il 14, L 1C, 8 4729 30.5 £ 1.5.10.5 + 1.0 pmol-L s
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A new nor-eudesmane-type sesquiterpene from Fissistigma polyanthum
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Abstract: Twelve compounds were isolated and purified from Fissistigma polyanthum by using various
modern separation techniques such as silica gel, MCI, ODS, and Sephadex LH-20 column chromatography, as well
as preparative HPLC. The structures of these compounds were determined by spectroscopic methods and identified
as fissistigmaoid A (1), (105)-11-hydroxy-f-cyperone (2), 11-hydroxy-8-oxo-f-cyperone (3), (4S,5E,10R)-7-0x0-tri-
nor-eudesm-5-en-4f-ol (4), oxyphyllanene B (5), teuhetone (6), teuhetenone A (7), trans-4,5-dihydroxycorocalane
(8), 4-hydroxy-4, 7-dimethyl-1-tetralone (9), epicatechin (10), dihydroquercetin (11), and piperolactam C (12).
Among them, compound 1 is a new nor-eudesmane-type sesquiterpene, while compounds 1-9 were isolated from
F. polyanthum for the first time. Compounds 8 and 12 exhibited NO inhibitory activity in an LPS-induced RAW
264.7 murine macrophage inflammation model, with IC,, values of 30.5 + 1.5 and 10.5 + 1.0 umol-L™" respectively.
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Figure 1 Chemical structures of compounds 1-12
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7 3 IR ; HR-ESI-MS B i & 7n H A7 7 — A
[M+Na]" {7 F 2 T & A m/z 231.098 4 (caled. for
C,,H,,O,Na" 231.098 ), ffi & 3 4> ¥\ 4 C,,H,,0,, A
WAE NS, tb& %15 'HNMR (CDCL, 500 MHz)
W (K1) ] DUF B HARAE A B RRAEUE [0, 1.52
(6H, s, Me-11, Me-12)], B~ FF 4 WU A 5 [0, 6.42
(1H, s)#16.04 (1H, s)]. &% 1 #)""C NMR (CDCl,,
125 MHz) i (% 1) MTHSQC i Bn H & 12 M iRfE
5, B A REEE S [0, 183.3 (C-7)], WWAMERAS 5
[0 169.6 (C-5), 145.1 (C-8), 129.4 (C-9) Al 121.7 (C-6)],
P B RS 5 [0, 29.5 (C-11), 26.1 (C-12)], =AM E
FILRRIE S [0 41.6 (C-3),39.6 (C-1), 17.3 (C-2)] A4
G5 [0, 72.6 (C-4), 42.3 (C-10)]. R %I HEY
CURIE b2 10y, BEm &0 1 o — N A i

HMBC Kl i & 7=, H-1 5 C-2/C-3/C-5/C-9 # 5%,

Table1 'H (500 MHz) and >C NMR (125 MHz) data of compound

1 in CDCI,
No. 0, (Jin Hz) O

1 1.89, dq (13.0, 3.0) 39.6
1.40, m

2 2.12,qt (13.8,3.8) 17.3
1.60, m

3 2.00, dd (13.8, 3.0) 41.6
1.36, m

4 72.6

5 169.6

6 6.42, s 121.7

7 183.3

8 145.1

9 6.04, s 129.4

10 423

11 1.52,s 29.5

12 1.52,s 26.1

H-2 5 C-1/C-4/C-10 #15%, H-3 5 C-1/C-2/C-4/C-5/C-12
HH%, H-6 15 C-4/C-5/C-7/C-8/C-10 H15%, H-9 55 C-1/C-5/
C-7/C-8//C-10 #1%, H-11 5 C-1/C-9/C-10 /1%, H-12 5
C-3/C-4/C-5 #15% (K 2). 'H-'H COSY i &R, H-2a
[0, 2.12 (1H, qt, J = 13.8, 3.8 Hz)] A1 H-2b [4,, 1.60 (1H,
m)] 55 H-1a [, 1.89 (1H, dq, J = 13.0, 3.0 Hz)]/1b [4,,
1.40 (1H, m)}/3a [, 2.00 (1H, dd, J = 13.8, 3.0 Hz)]/3b
[0, 1.36 (1H, m)] fFLEAH R, RN ZMU S EH =T
FEMIEMBARB. UEES LG 1 AR
3 AN Bk P A v o 2R % e il 5 4. HMBC B 7
H-12/H-2/H-3/H-6 3] 5 C-4 i A7 1EAH %, H C-4 24k %
RN 5. 72.6 MIZERK, 3R C-4 Ar i A H B AR 5 I
ST H-9 5@k C-8 LA KB FE Rk C-7 M1 5%, M &+
H-6 5 )t C-5 J B FEt C-7 M 9%, & WA AZ1E > WU
SERILTE ) o, f-ANHOANER 2546 J Be . 534k, C-8 IS
WAL FE B 6. 145.1, RUIZAL B EHA R A, 45 e
A& 1 A R 4 ] 2 B

/‘“‘ OH

0/ 3 <\ HMBC
o

12OH — IH-'HCOSY

Figure 2 Key HMBC and 'H-"H COSY correlations of compound 1

8 DP4+HE 2 43 BT IR S, C, 1 C 32 [ P A
BT T B 2R IR ER R 100%, B a B 5% B0 14
A, [F, A B3LYP/6-311+G(d,2p) /K°F L, g
&P 1 1) 925 ECD G 5 & I %5 72 % (TDDFT)
TR T (o, 45 5 B S 98 ECD kit S5 44 2
N 4R,10S 115 ECD Y il 4R — 3 (K13). Bk, &
LI EAE Y 1L K B 4R, 108, 52 — AN I 1%
K i Joe A% -, F i 44 A fissistigmaoid Ao
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Figure 3 Experimental and calculated ECD spectra of compound 1

2 NOHPHIEM LI

K H LPS % 5 /8 BB W 41 il RAW 264.7 %8 JiE 15
BLVEAN T4y B AR R 12 MG AP0 NO A g
P, DL L- 2 F R RS &8 (VO-monomethyl-L-arginine, L-
NMMA) HBAPEX 2. sie 4t R IR, £ 50 pmol L
WIE T, AW 1~7.9~11 K BB B3E b, HIL A
Y1812 B NO $MHlE M, Feuk = ik — AT s
IR, HEAEAE 64122550 pmol-L™ PYAN IR B R 41 i
NO ] % 545 ) e 2 40 1) K £ (median inhibi-
tion concentration, IC, ) i, 45 R Wonfb &) 8 112 A A
T AE NO #II/E Y, FL 1C,, 8 73 7 28 30.5 + 1.5.10.5 +
1.0 pmol-L", FHAEXS REZH 1) 1C, {H 4 24.5 + 2.1 pmol-L”!

(n=3,x£5).

SIS ER S

Bruker DRX-500 % i 3 4% il L 4R 4 (BL TMSAE A
¥, 4% [F Bruker A #); Agilent 1260 Infinity 175 /& 2%
TR €1 A (35 E 2 5 18 BB A F]); TripleTOF 6600
P o RO R T — v 43 IR 1 BBk (X (35 [ AB SCIEX
A D), 8 G BT LCS0 B i) 4% VA g A (38
e B W I 50 R BR 2 ®]); YMC-Pack ODS-A {1 i
FE (H A YMC A BR 2 Al); MCI GEL (H 4% = 3510 %
PR 2 4h); B (200~300 H, F S vEth TA R A
]); Sephadex LH-20 %t fiZ (40~70 pm, Fii 1 5 % 5% 47
Amersham Pharmacia Biotech AB 2 &]); /N i F I 41 i
RAW 264.7 (1 BB} 2= Bt i AE ay Bl 22 BF 7 e 40 B 8 5
), o3 BT Al AN 8 1 Al R CREETT B A AL LA
FR A A]); DMSO-d, (L 230 BHE B A FR A 7); LPS
(LR REERHA R AT, 818E035); NO-HI F:-L4E &
1% 2.1 25 (L-NMMA, S0011) 1 Griess i 7] (S00218),
BEREVMHRER AT G ILE (32H Hyclone 2
&, SH30406.05); DMEM 7 7 #£ (26 [# Gibco 2 7,

812557); BAAH: 10% FRER L1 .

ZiME T 2022 4F 10 HRAH T AREER TR A,
221 B R 24K S A R R 0 B S 2B XU
(Fissistigma polyanthum) WAL, 5 4 (No.202210)
AE T R R 24 K2 R AR =) 52 56 % BS630.

1 RS E

X (12.0 kg) FH 95% Z B el i #2513 h,
B3R, GRS, B 21RE (1.2ke). H
AR RIRE A B S, R AR SR TR
SR VIE T B2, 4931 5N E0 A Frol ~Fr.5. K Fr.3 &6
£7(30.9 g) 5 HH A BT & 1) FE Bk g #5268 T MCLEE
il b, R FEE-K R G 10%30%-60%- 80%
100% Wi, 73 FANEBAL Fr.3.1~Fr.3.5. K Fr.3.2 (8.9 g)
HATEEIRAE BT, R Z & -W B RGHE 501,
30:1.20: 1102150102 1 e, 1521 AN 5> Fr.3.2.1~
Fr3.2.21. & Fr.3.2.3 #4714 (LHE-7K, 5%—50%,
0—50 min, L% 3 mL-min™), 4L 5410 (¢, = 24.3 min,
292.7 mg), &P 11 (t, = 33.5 min, 9.2 mg). ¥ Fr.2
(180.0 g) HEATHE AT )= 4T, R A k- 218 216 R 4
BERES5:1.2:01-1.2: 1-10. 15 1.0: 1 ¥ i, 758 6 AN 44
Fr.2.1~Fr.2.6. #Fr2.2 (13.5 g) i ¥ehe, KA HE-—
AFBE (1:1) RGVet, 153 N5 Fr.2.2.1~Fr.2.2.3.
¥ Fr.2.2.3 (3.9 g) if ODS, KA HEE-/K R Gk 4 Ve i,
B 44N H 5y o VEELFr2.2.3.31 #E4T 1% (2 HE-7K,
52% % B, ik 3 mL-min™), 4L &40 12 (¢, = 46.1 min,
16.7 mg). L Fr.2.2.3.10 171 % (LK, 35% 55 %,
JLi#E 3 mL-min™), 54659 4 (¢, = 18.8 min, 136.4 mg),
&9 (t, = 17.2 min, 16.4 mg). HEE Fr.2.2.3.21 3
1Tl % (OIE-7K, 37% % %, #itif 3 mL-min™), 36L&
Y2 (t, = 40.4 min, 30.8 mg). L Fr.2.2.3.8 BTl %
(CHE-7K, 32% %)%, #tif 3 mL-min™), BLEW1 (¢, =
11.4 min, 3.4 mg), tb &% 5 (¢, = 14.9 min, 11.7 mg).
¥ Fr.2.3 3047 (117 g) i B, KA B R S i,
5445 Fr.2.3.1~Fr.2.3.4. ¥ Fr.232 (75 g) it
ODS, K H HBE-/K RGHh B ML, 315 64 N4 53 ik
B Fr.2.3.2.18 #EAT il % (4 M5 - 7K, 35% &5 &, it 3%
3 mL-min™), 5454 3 (¢, = 19.6 min, 11.9 mg), L&
Y8 (t, = 30.8 min, 3.3 mg). EHFr.2.3.2.1 F 47 %
(HFEE-7K, 50% % J%, i if 3 mL-min™), 5597
(t, = 23.2 min, 2.3 mg). % Fr.2.3.2.10 317 il % (F
B 7K, 30% %5 FE, % 3 mL-min™), 4L 54 6 (1, =
10.0 min, 3.6 mg).

2 HIEERE

1k & W01, 6 B 3 IR ; HR-ESI-MS m/z 231.098 4

[M+Na]" (caled. 231.098 8); ECD (MeOH) 4__ (Ae) 217

‘max
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(=2.41), 253 (+0.84), 281 (=0.85) nm; [a]® +17.524 (c
0.024, MeOH); UV (MeOH) 4, 211, 248 nm; IR (MeOH)
v, Jem' 3415,2931,2854,1636, 1461, 1 428, 1 378,
1303, 1231, 1 146, 966, 899; 'H NMR (500 MHz, CDCL,)
A1C NMR (125 MHz, CDCL,) L% 1.

b4 ¥ 2, I6 B IR, HR-ESI-MS m/z 235 [M+
H]", 43138 C H,,0,. H'HF1"C NMR (500 MHz,
CDCL,) $u#8 5 2% SR L, B e &9 2 8 (108)-
11-hydroxy-f-cyperone.

&) 3, ¥ ¥ B AR, HR-ESI-MS m/z 271 [M+
Na]’, 713U C H,,0,. 3£ 'HFI"C NMR (500 MHz,
CDCL) ¥4 52 % X%t b, # e b 543 4 11-
hydroxy-8-oxo-f-cyperone.

&9 4, Tt iR, HR-ESI-MS m/z 195 [M+H]',
¥ C,H,0,. H'HFCNMR (500 MHz, CDCl,)
Him 5 2% CEROxT b, #E B ) 4 4 (48,5E,10R)-
7-oxo-tri-nor-eudesm-5-en-4/-ol.

th & W 5, R, HR-ESI-MS m/z 191 [M+
H]", 43 ¥ C,H,,0,. H'HAFI"C NMR (500 MHz,
CDCL,) ¥¥ 5 2 % SCHRTS L, #52 th &40 5 8 oxy-
phyllanene B.

&6, To bR, HR-ESI-MS m/z 219 [M+Na]’,
¥ CLH,,0,. H'HFC NMR (500 MHz, CDCl,)
B 5 2 2% RN LE, B 5E L&) 6 A teuhetone »

&7, JE B R, HR-ESI-MS m/z 195 [M+
H], 43 T8 C,H,0,. H'HFI"C NMR (500 MHz,
CDCL) # 5 2 % L' xr Lk, et 567 AR
teuhetenone A,

& W) 8, G B i IR, HR-ESI-MS m/z 257 [M+
Na]’, 71308 C H,,0,. F£'HF1"C NMR (500 MHz,
CDCL,) ¥4 52 2% STk % b, #0526 & 4 8 N trans-
4,5-dihydroxycorocalane.

&9, & R, HR-ESI-MS m/z 213 [M+
Nal]', 2 ¥~ C,H,,0,. £ 'HAI”C NMR (500 MHz,
CDCL,) 4 5 2 % SCiRtM et b, # et &4 9 4 4-
hydroxy-4,7-dimethyl-1-tetralone .

b 4910, A & & &, HR-ESI-MS m/z 291 [M+
HI", 7 1N C jH,,0,- L 'HAI"C NMR (500 MHz,
DMSO-d,) #i#i 52 % SCER" 5 L, i e &9 10 24
epicatechin,

b &% 11, [ 4K, HR-ESI-MS m/z 303 [M -
H], 7 1N C H,0,. H'HAI"C NMR (500 MHz,
DMSO-d,) #4552 2% ST B, et & 11 4
dihydroquercetin.

&9 12, T R K, HR-ESI-MS m/z 310 [M+

H]", 73 73N C (H NO,. H 'HF1"C NMR (500 MHz,
CDCL) ¥ 5 2 % LMt Lk, et 512 8
piperolactam C.
3 NMRFECDitE

b W0 1 I AE G R B 2 G I NMR T 5 R B E
M. f# H Gaussian 3K {4 3 17 NMR 115, % F MMFF
)43 1 313 7K S48 I 7 keal-mol™ [ B & & X 4R, 108
FIAR,1OR F Rl A REMI BT M R R, B EEZ M
i, 78 B3LYP/6-31G(d,p) HI/KF R, ¥ ix sy % %
NMACFAIRZ) 43 B TH 5, A0 e Al bk S &R A
RPIRIE 23 AT o KX He AL 354 R AT NMR
TR, % Rz sk 3L, K GIAO (gauge invariant
atomic orbitals) J7 7% 7E MPW1PW91/6-311G(d,p) /K F-
T HEAT U, A3 B S A EUE TR REBE R, R 3
IRZ5 2 oy A 7 A B S L P R AL B A R R
T Bt i~ 3518 5 R DAY R RE A (TMS) A S ], 76
FRZAE U E SR T ISR WA . Y R RE
Jor B S 5 T W B T AL A A 1S R B
BT R A G0 Bk S W5 T 3 ME, 13 3
Rk /B WIN i AR g N W (U N7 =L vy 4
. 5JEH NMR 543 20 10 & ik &R 7 138 0 2
P MH 5 52 BRI AS 9 16 252 A0 B (8 R F DP4+3E AT 2
3T o

10 P01 I 25 R B G i 1F 5 BECD 5 S5
ECD X tb SR #fi 52 (). £ MMFF94s /337 , i i i B
i spartan 14 A4 3T R % . 7E Gaussian 09 27
£, 7£ B3 LYP/6-31 G(d,p) /K L, i#id DET it % %f
BT i) R k4T T A4 . #F B3LYP/6-31 G(d,p) /KT L,
K H CPCM 7318 77 58, SR 5 A R AT T
Er i 25 2 B ECD 5. il i SpecDis #4540l 4=
BRI ECD G, HoAr a7 58 0.25 eVe fEUV R
1EJ5, i Boltzmann 73 A it — D IIAL ECD Y6 1%
4 MATEMLE

LPS 5 7 RAW 264.7 41 Jitd % 7. 41 Jf 4% A A5 410
Griess 74l 52 RAW 264.7 41 s NO Bl &« FH %5 10%
2 1ML i DMEM R 9% 3, 137 °C.5% CO, %4 R 54
77 RAW264.7 22 X7 HU, 5 40 i % 2 B = T 4% 107
AR T 96 FLAR b, gkSERE 97 24 ho XS AL EAT 73
A, BP S A AR A R A BH M R AL L-NMIMA,
4L 50 L, £ 5N 29K 8 5.0010.0.25.0.50.0
A1100.0 pmol-L", [Al — ¥ FE & 3 M E AL (% 4 F1iT
3R), B AN A S AR FLIN LPS H3 (K FE R
1.0 pg-mL™"), 4k 8255 9% 24 h, BL 50 pl 40 i b 35 WL,
FLII N 50 uL Griess T 7, I 45 & 1) Griess TR
F, VRS, T 540 nm K AR E R (A4) 8, THEH



2862 - 242 %4} Acta Pharmaceutica Sinica 2025, 60(9): 28582862

YA L E R NO KR . NO IR = (4 —A4 4)/
( B qu)

B2 Saik: TUERBE 61 3T SR KRR AR LAy B A Am A4 S
T X240 e Bh R L4 5 5 e 04 41 57 11 5 ECD; 3888
TV R ¥ T AR RSO AR B T SR IR B T B R
*ﬂﬂiﬂﬁﬁ TSRS T B SR IS ST A M S e RISE IR R T o

FET MBS 135 75 WIAHIE 78 N 28 AT A Rl 2 b 58
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