Ly AEEMFER

6 Vol. 15 No.6
1A JOURNAL OF TROPICAL BIOLOGY

Nov. 2024

DOI: 10.15886/j.cnki.rdswxb.20240103

BIFEMSKZHE -

TR TG, AR

DA A Sarcophyton crassocaule F EBINAE R
P #0 kT — i

EREFE2, gXE, T R BIFE?, G
LR R IPEAEY 5K 220, 1 0 570228; 2. [E G ROV R E BT B AR BT 7CRT 7 A
YIRS RE M o i 705 R B S SRR =L i 571101)

 OFE: oRCKEA T E R IR R WAIEE R Z I (Sarcophyton crassocaule) , T 58 AL 22 B4y e A )&
o KRHABEREEN . EZEN. B (Sephadex-20) 2 #1 Al 2 il & 5 80 (semi-preparative high-
performance liquid chromatography, Semi-Prep HPLC) %543 B J71%, XS, crassocaule W £ LB A HEAT 43 125 4
e, AN AMEEY . K AR A B S SRR B AT LEX S X 1M BRI G 73 0 A -
sarsolilide A (1) trochelioid A (2). (1R*, 2R*, 7R*, 8R*, 15R*, 3E, 11E) -7, 8: 1, 15-diepoxycembra-
3, 1l-dien-16, 2-olide (3). (+) -Ta, 8B-dihydroxyde-epoxysarcophine (4). 1, 15B-epoxy-deoxy-sarcophine
(5). (=) -isosarcophine (6) . cherbonolide A (7). sarcomililatin A (8) . trocheliolide A (9). lobophytin B
(10> Al (+) -sarcophine (11D (L& 1I~11 BN iAW, HAP &M 3 HIRTIES. crassocaule T
Blo PLRIETENIALE REY], sarcomililatin A (8) AEUSHNHINEZHE (LPS) 5 FHIRAW264. 7 4l il NO )£
B, HICME AN (35.60 +3.10) pmol - L™, HAlAL&WE A IR PR IEE.
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FE] A AMRGES T 5% 12 8 AL 5 B 5 AR A PR IR
. TE 1998—2019 4F 8], A\ A 25 B3 3] vp 3
LT 481 AN AT AR 25 45 44 AN AR P v 1 P AR
FE, ALEE G L R URAAR AR L SRS,
TR T2 R AE DI D

AU T HE SR T AR R 2H 7E R U O R
FIRADIEVE B R RN R BCR R | P E

WY RSN Z M S. crassocaule N BT
TN B, 5 A 18 A B (Sephadex-20) 4 J2 4T i
J52 4% 2 H BA B Semi-Prep HPLC 45 7 85 £ A , %t
WIMIN S. crassocaule B L8 LB ARHEAT T 405,
BE 7 IR RS (S -1
(B D, IR 1L M-S AT T 90 R 1T
AR

1 RS

1.1 IR S50 T R 3 A 5
W1,

AU ST TS FE 1 R R PR 2 O B S (T
2414 ¢), 2T 201945 H A E /i 74 10 ifg
SR 29 -20 oK 1 1 I AL SR 4R H K S 0 T OR A7
T-20 Cokf. BEMAMEF KEEFREREE
y\j Sarcophyton crassocaule , lz *i Fll:llfl ﬁ‘ Zli fmu 1%@ % ‘:F'
FE R} 2 Bt L it 25 Y Wit 9 B 8 245 0t 9 16 5 L i S
E (TN 19-XS-44)

/N B 20 L 2R (RAW264.7) T - [ Rl e
T4 o P
1.2 IWHE
121 ®#EBRE>H (AW HRIA S E 75w

10

El1 &1M1-1185H
Fig.1 Structures of compounds 1-11

K2R,

H4-20 CARIRAF IR R Z I S. crasso-
caule (12 241.4 &) UITE, AR 8 75 FEHL 3 9K, 2
YRR L 8 5 280 0 S VA 44 o 25 AT L, 389 & 93 HIOPE 7K
i S FH SRR TR SR AR S IR, WNEE TR &
P A A HOA, P S5 AR AR IE T REASE S I, YR gk
BT IR AU FH e 28 A0 ) Dok Hs Tk 4 5 4%
B IR ORI (21.2 @), IE T EEREHU) (2.7 @)
¥ R CERZERU 2 R I R AT, Rl A - R
LB (100%~0% »1/v) ~ —F F it- FHEE (209%~0% »v/v)
B B e 0, 73 49 23 N 2H 53, Ak A B 23 il
Fr. A (615.9 mg) .Fr. B (352.6 mg) .Fr. C (438.1 mg)
Fr. D (352.6 mg) \Fr. E (1106.5 mg) \Fr. F (524.4 mg)
Fr. G (2569 mg) Fr. H (734.0 mg) . Fr. T (2 840.1 mg) .
Fr. J (6291.8 mg) . Fr. K (848.2 mg) \Fr. L. (637.9 mg) «
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Tab.1 Main equipment/reagents used in the experiment

(&7l RS A% G
Equipment/Reagents Model/Specification Manufacturers
1[5 Bruker 2~ 7]

Bruker AV Il (500 MHz)

LRI RAC

NMR spectrometer

Quantum-1"" 600 (600 MHz)

Bruker Corporation

B AR R AR AT PR 2 7]

Q. One Instruments

JEiEAX

Mass Spectrometer

e RSO A

High performance liquid chromatography, HPLC

Autospec 300

Agilent 1260

e RO B AR (S %)
Semi-preparative HPLC

5 [E Bruker /A ]
Bruker Corporation

F[H Agilent A ]
Agilent Technologies, Ltd.

B RUTE I E R A R AT
Nanjing Yuanbaofeng Pharmaceutical

Technology Co., Ltd.

TS B Anton Paar 47 FR 2 7]
Polarimeter MEP 5100 Anton Paar OptoTec GmbH
e 2 AN IR BRAL A R A 2 A
Rotary evaporator EYELA N-1300 Tokyo Rikagaku Kogyo Kabushiki Kaisha
TG YAt AR (U B AT IR A 7
Clean bench Shanghai Xinyi Instrument Co., Ltd.
2K BEFRX S HT 2% [ BioTek 24 7]
Full-wavelength microplate reader ynetgy BioTek Instruments, Inc.
SrHT AL C18 thitk A 5C18-MS-1I, 250mmx4.6mm, 5 H A Nacalai Tesqu 2 ]
Analytical C18 chromatographic column pmol - L™, Code 38020-41 Nacalai Tesque, Inc.
Fetfi] £ 8 C18 i A 5C18-MS-1I, 250mmx10mm, H A Nacalai Tesqu 2> 7
Semi-preparative C18 chromatographic column 5 pumol - L™, Code 38023-11 Nacalai Tesque, Inc.
AR R AR E A i AR R A IR A W]
Methanol-d4, Chloroform-d Tenglong Microwave Technology Co., Ltd.
£ REERERHERHA R A 7
Methanol (HPLC) Concord Technology (Tianjin) Co., Ltd
L R Rl e INF
oA EE P g;i;lf;ﬁéfjjgz;iﬁlfijnfﬂTechno] ogy
Acetone (AR)
Co., Ltd.
VHT T 7 ol 2= ] ==l = = =1 =
Petroleum ether, Ethyl acetate, Dichloromethane, Xilone Scientific Co.. Ltd
Trichloromethane, Methanol riong Serentitic Lo., L.
SR BEBEIEE LH-20 f 5 Merck 2 ]
Sephadex LH-20 Merck KGaA
R PR 60-80 mesh, 200-300mesh, T S TR A
Silica gel 300-400 mesh Qingdao Haiyang Chemical Co., Ltd.
o T s = 1 90 N
T EHE R GF254 S TERA R

Thin layer chromatography

Qingdao Haiyang Chemical Co., Ltd.

Fr. M (2974 mg) . Fr. N (2974 mg) . Fr. O (699.8 mg) «
Fr. P (586.5 mg) \Fr. Q (332.0 mg) Fr. R (4254 mg)
Fr. S (212.8 mg) \Fr. T (240.6 mg) . Fr. U (174.1 mg) «
Fr. V (8764 mg) I Fr. W (2764 mg) -

Fr. K (848.2 mg) %t Sephadex LH-20 #3247, H
- = - EE Q1 1w B, 15 11 21
4> (Fr. KI~Fr. K11 o Fr. K5 (115.9 mg) £ fif X b
ENT AT - 2R B8 (150 1, 0h) PEiE . 15 8 AN
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A JE A 2 8 Sarcophyton crassocaule (241.4 g)
Soft coral Sarcophyton crassocaule (241.4 g)

TR IX

Extracted with acetone 3 times

HIEREZE)
Acetone extract

S LR L IE T EEAEINS IR

Extracted with ethyl acetate and n-butanol

LR CTEAR (212 g)
Ethyl acetate fraction (21.2 g)

5 times, respectively

IETHER (27 ¢) KA
n-Butanol fraction (2.7 g)

Water fraction

EERCAEEMT CHmEE: B OB —& e WEE BREEVEN
Silica gel column chromatography employing gradient elution with

PE : EtOAc-DCM : MeOH

l

Fr.K (848.2 mg)

BEEAEENT  Gel column chromatography

TERFE)ZHT  Silica gel column chromatography

| % HPLC  Semi-Prep HPLC

1(3.6 mg)
2 (1.9 mg)
3 (2.0 mg)
4 (1.9 mg)

Fr.L. (637.9 mg)

EEEAEJENT  Gel column chromatography
TERAE)ZHT  Silica gel column chromatography
4| #%HPLC Semi-Prep HPLC

5(2.0mg) 9 (6.3 mg)
6 (7.8 mg) 10 (3.7 mg)
7(1.8mg) 11 (1.8 mg)
8 (8.8 mg)

2 FEERZERHMH Sarcophyton crassocaule HIXF B SR EVFI 97 B R A2 B

Fig. 2 Flow chart of extraction and isolation of chemical constituents from Sarcophyton crassocaule

43 (Fr. KSA~Fr. KSH) , Fr. KSH (78.6 mg) £t Ji
EHT A B - T A (14 1, o) B, 15 7 AN 414
(Fr. KSH1~Fr. K5H7) , Fr. K5SH4 (6.3 mg) £ Semi-
Prep HPLC (MeOH-H,0, 65: 35, v/) 13 2L &4 1
(3.6 mg, 1;=5.2 min, il & : 3.0 mL-min™) . Fr. K7
(197.9 m@) LREAE Z T, A M BE- LR 15 (2011,
ol) BE B, 13 7 41 93 (Fr. K7A~Fr. K7G) o Fr. K7F
(16.2 mg) & FE A JZ 7, A i k- — & e (1: 2,
o) YE I, 15 3] 6 N4 5 (Fr. KTF1~Fr. K7F6) , 25
2 A4 4y Fr. K7F2 (3.9 mg) 4 Semi-Prep HPLC
(MeOH-H,0,70:30, /) {3 LAY 3 (2.0 mg, t,=
25.0 min, it 3% : 3.0 mL/min) ; Fr. K7F4 (7.6 mg) &
Semi-Prep HPLC (MeOH-H,0, 65:35,v/v) 3 % 3 4~
4 4> (Fr. KTF2A~Fr. K2F2C) , &5 2 4> 41 43 Fr.
K7F4B (4.2 mg) & HE I 4% J2 M, — &0 H Joe - H i
(300: 1o PEMALE74 (1.9 mg) . Fr. K8 (72.9 mg)
SAERHEZNT » A7 T BE- &P B L 1,0/ B, 13
6 N2 53 (Fr. K8A~Fr. K8F) , 2 2 2H 3 Fr. K8B (3.2 mg)
2% Semi-Prep HPLC (MeOH-H,0,60:40,v/») 73 21k
A2 (1.9 mg,1,=25.0 min, % :3.0 mL-min™)
Fr. L (637.9 mg) %t Sephadex LH-20 ¥ Z 7, H
ik E -2 1 1 vl Wi, 75 14 21
45 (Fr. L1~Fr. L14) . 57 405> Fr. L7 (23.6 mg) &

FERAE E T, A k- 2. 488 (13: 1, 000) , 13 84
Y%y (Fr. L7A~ Fr. L7THD , K45 2 19 56 7 240 4) Fr.
L7G (5.1 mg) % Semi-Prep HPLC (MeOH-H,0,65:35,
o) 3 B &S (2.0 mg, 1,=13.5 min, i & :
3.0 mL-min™) . 59414 Fr. 19 (230.6 mg) & fif ik
FEEMT , A k- DI EH (15 1, 0/0) BB, 15 6 44>
(Fr. LOA~Fr. LOF) , Ho A1 58 4 243 Fr. 19D (163.9 mg)
RERAE EMT A - LR B8 (13 1, 0/0) HER
5 5 441 4y (Fr. 19D1~Fr. 1L9DS) , & 3 4 4y Fr.
1L9D3 (16.5 mg) %4 Semi-Prep HPLC (MeOH-H,0,
70:30, /) 13 B AE 6 (7.8 mg, 1,=19.5 min, i
#:3.0 mL-min™) ; 53 4k, Fr. LOF (52.0 mg) &K
FEJEHT, & Be- B R (200 1, /) Pe B 43 3 7 A4
41 4y (Fr. LOF1~Fr. 1L9F7) , %5 2 41 4 Fr. LOF2
(2.8 mg) & Semi-Prep HPLC (MeOH-H,0, 50: 50,
VIV A3 E] 3 A 43 (Fr. LOF2A~Fr. L9F2C) , Hi i Fr.
LOF2A Nk &% 7 (1.8 mg, 1,=7.5 min, i iE :
3.0 mL+min™), Fr. LOF2B (13.5 mg) &1k IR kE )2 M7,
-8 OB (4 1 ,o) , B2 &4 8 (8.8 mg) o
Fr. L11 (88.1 mg) & RERAEZMT , 41 i k- I (23: 1,
o) e, 75 5 AN 43 (Fr. LITA~Fr. LIIE) , 55 3 41
53 Fr. L11C (24.0 mg) £ 1k iR A% E AT, A i ik - —
S LE (122, ) BEL , 13 2] 7 4> 4H 43 (Fr. L11C
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1~Fr. L11C7) , Fr. L11C2 (10.0 mg) % Semi-Prep
HPLC (MeOH-H,0, 75: 35, v/v) 15 5] 3 4> 4 %3 (Fr.
L11C2A~Fr. L11C2C) , 4153 Fr. L11C2A (4.5 mg)%&:
TERATE T, AR - 288 B (100 1, 0) , 13 B4E
AW (1.8 mg) . Fr. L13 (201.9 mg) &K JZ
B, & e FEE (500 1, v/o) YEL 75 51 6 419
(Fr. LI3A~Fr. L13F), Fr. L13B (13.6 mg) & fik: i A
ENT A W EE- P EE (72 1, o) YER , 15 4 4195 (Fr.
L13B1~Fr. L13B4), % 4 4143 Fr. L13B4 (7.7 mg) &
TERAT E T, A - 8 R (9:2,0h) , 1346 E W)
9 (6.3 mg) ; Fr. L13E (13 mg) & kL kE JZ M, 41 i
k- IR CHR (3 1,00) , 346 G010 (3.7 mg)

122 REFEMRXFH KA Griess 1L & I
RACAE P LPS HIlC T (1) RAW264.7 48 HL B i NO
(0 A T o S B8 1 1 0 IR | B R R
(DMSO) « BH M xF I ZH CHfi Bz 0 A1 11 ME S P I SE
50 2H B A ST U 2H O R ORE W 4 AN IR R
(100.0,50.0,25.0, 12.5 wmol - L™ , &40 % ¥ 3 >F
AT 55

L6 FLHU N 2R 2% » 45 RAW264.7 4H i i 2 5
N SX10* A ~mL ) BRL 40 M 8, 5 4L 100 wl, 7
37 “C5% CO,» 75 95% 1 5 1) 55 I8 46 HH 15 9% 24 he
LS 40 M EE SO uL AL BV TAL R 1 /NBT i
Fi FH 50 wL /9 LPS (500 ng-mL™) il # 24 /NH .

R2 EM1~61'H NMR 4E(CDCL,,5,, % ElE mult, {BAE%J in Hz)
Tab.2 'H NMR data (CDCl, §,, mult, J in Hz) for compounds 1-6

No. I* 2° 3 4 5 6

2 5.50,d,9.7 5.29,d,10.8 5.58,d,10.3 4.87,d,10.9 5.45,d,10.3

3 632,dd,9.1,59 5.08,d,9.8 5.19,d, 10.9 4.95,d,10.4 5.26,d, 10.9 4.85,d,10.2

4 2.10, m; 2.38, m

5 1.81, m; 2.52, m 2.39, m 237, m 2.06,d, 11.6; 2.34, m 2.22, m; 2.36, m

222, m

6 1.75, m; 1.84, m 1.93, m 1.56, m; 1.88, m 1.64, m; 1.93, m 2.13, m; 2.45, m
7 2.60,t, 5.1 2.64,1,4.2 3.49,d,10.3 2.65,1,3.9 4.97,d,9.1

8 1.78, m

5 20Lm29%m LOm LT STy 1em T g 199 m232m
10 1.50, m; 1.61, m 190, m;2.28, m 2.22,m 1.89, m; 2.27, m 1.26, m; 2.10, m
11 3.04,d,104 5.04,dd, 8.0,3.7 5.12,1,74 5.01,1,7.2 5.11,dd, 10.3, 6.0 2.54, m

12 5.20,d,10.3

13 2.05, m; 2.23, m ;gg: ;’113'2; 2.05, m; 2.15, m 1.95, m; 2.23, m 1.04, m; 2.02, m
14 245, m;2.01,m 242, m 233, m;1.90,m 2.07,m;2.71, m 1.69, m 2.10, m; 2.54, m
15 245,m;2.0l,m

16 L47.s 750102

17 j:g‘l‘: 3 0 187, 5 155, 5 183, 5 143, 5 1.85. s

18 177, m 1.87, s 1.88, s 1.92, s 1.84, s 1.68, s

19 1.09,d,6.9 1.27,s 1.28, s 1.20, s 1.27,s 1.68, s

20 1.07,d,6.9 4.99,5;5.07,s 1.58, s 1.66, s 1.57,s 1.32, s

22 2.08, s

T :a. 500 MHz FAZBEILAR G s b. 600 MHz FAZRESLHR OG-
Note: a. Test in MNR at 500 MHz; b. Test in MNR at 600 MHz.
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FFFLEC 100 pl 35, H 0N 100 pl. Griess i35
(40 mg-mL™) ZF 1 96 FLAR o &, ) B br
AN A5 FLAE 540 nm B AL FIEROEEE (A, P54
12 S 10, 1

I ZR=C BT P4 A (B - SR A FED /(B
PRI 2 A -5 EOM IR ZH P25 A {BDX100%

{87 ] Graphpad Prism {4 AR 5 xof 50 CHi ) %2
SRR R HOT I, MH

2 GHR55

2.1 ZHEE WAL ABARERERE, [«]F+
66.4 (¢ 0.03, CH,OH) , HR-ESI-MS m/z 317.210 5
[M+H]" (iF 81 : C,H,,0,,317.211D , 4 F A
CooHo504, e BAL R AE L &1 (38 2) Mk i (2 4)
el 5 SCaR[22 18 AR — 2, 12 AL & 40 1 N sarsoli-
lide A,

& 2: Lok, Lall +27.9 (¢ 0.05,
CH,OH) , HR-ESI-MS m/z 397.197 5 [M+Na]* (it %
18 : C,,H,)NaO;,397.198 5) , 7 T A C,H, 050 F
PRALHRAE RS (R 2 AR (% 4) Bl 5 ook
[23 JFEA—F, i @4 &%) 2 N trochelioid Ao

&3 AaAEREAE, (o]l -39.0 (¢ 0.1,
CHCL,) , HR-ESI-MS m/z 355.187 0 [M+Na]* (i3
{8 : C,)H,,O,Na,355.188 00 , 7 T 3L N C, H,0,. FE
AL HRAE A (R 2 AR (% 4) Bl 5 o0k
(2415 A — 30, B B4 & W) 3 v (1R*, 2R*, TR*,
8R*, 15R*, 3E, 11E) -7, 8: 1, 15-diepoxycembra-3,
11-dien-16,2-olide

A4 A A E AR, [a]? +70.0 (0.1,
CH,0H) , HR-ESI-MS m/z 335.221 6 [M+H]* (i} &
fH : C,H,,0,, 335.221 7), 43 F RN C,H, 0,0 H
PR BRAE A (6 20 FIRR I (% 4) B 5 S0k
[25] AR —F, et &YW 47 (+)-Ta, 88-
dihydroxydeepoxysarcophine

&S AEAEREE, (o]l +21.0 (¢ 0.2,
CH,OH) , HR-ESI-MS m/z 341.208 6 [M+Na]* ({15
18 : C,0H,0,Na, 341.208 7D, 4 F A C,oH, 050
AL HRAE A (R 2 A BRI (% 4) Bl 5 ik
[26] 5 A — 3, €t &9 5 4 1, 158 -epoxy-
deoxysarcophine,

& 6: AEAEREAE, [l -91.0 (¢ 0.1,
CH,OH) , HR-ESI-MS m/z 349.200 0 [M+H]* (i}%

{8 : C,oH,005,349.201 0D, 5 F 3N €, H,,0,0 HLHE
PEHRAE VR (R 2) FIB i (R ) Bl 5 ek [24]
FEAR—3, W e 54 6 5 (—)-isosarcophine .

&7 Bk, [all -48.0 (c 0.1,
CH,0H) , HR-ESI-MS m/z 349.200 0 [M+Na]* (it%
18 : C,0H,oNaOs,349.201 0D, 73 7 R AN Gy Hy 050 3
LAY R AE L SUHE (R 3) MR (4 Bl 5 ok
[27 13 AR —2, W e b &9 T N cherbonolide A .

& 8: iR, [ad ) -28.0 (c 0.1,
CH,OH). HR-ESI-MS m/z 349.200 0 [M+Na]* (i} %
1H : C,0H,)NaO;,349.201 0, 5 F A C,0H,, 0,0
AR AE L A (R 3) R 3 (R 4 $0dE 5 Sk
[28 JFEA—2, # B4k A4 8 N sarcomililatin A .

a9 Lk, [al) -30.0 (¢ 0.1,
CH,0H) , HR-ESI-MS m/z 371.1831 [M+Na] "
Cit 818 : C,,H,NaO,, 371.182 9, 70 T R N
CyoHy 050 FHHERALRRAE VA (3R 3) fli i (R 4D
Hd 5 Uk 29 15 A — B, i 2 L& ) 9 N tro-
cheliolide A,

&% 10: 6 IR, [al ) -34.0 (e 0.1,
CH,OH) , HR-ESI-MS m/z 355.1880 [M+Na]* ({4
{8 : C,0H,40,Na, 355.188 0) , 7 T 30N €, H,40,0
PR AL HRAE ST (2 3) RO R B (% 4) Bdl 5 ok
(3013 A — %, i 52 AL 540 10 ¥ lobophytin B.

&P A E B E A, [a) +68.0 (¢ 0.1,
CH,0H) , HR-ESI-MS m/z 339.192 7 [M+Na]* (3548 :
CyH0:Na,339.193 1D, 73 T 3N CH,0,0 FLERALAE
HE VU (3R 3D AL (6 ) BdiE 5 SCHR[31 13 A —
L HEN A 11 (+)- sarcophine
22 MERFMEMWX AP I~11 84T T i %
T PRI, B9 N, 24 4 100 wmol - L, A6 &
P 1~4 405 AT 50% , (A0 5~T F19~11 Hli il %
15 50% fi A, A BEAT B0, AL A1) 8 49K 5 H
100 gmol - LB, 31 4 102% , BRAR IR FE ik N &
i o S R B OR AW 8 X LPS i T 1
RAW264.7 4l g 9 iF e b2 A # ] 4E H , 3 1C,, 18
N(35.60 + 3.10) wmol - L™ CE 3) o o} b B 4 6] e it
JE M IC, 1 N (11.67 + 1.41) umol - L7, (L &4 8
oM REN. B JTH A8 Xt
RAW264.7 40 i A5 % 55 B 40 JfL 55 7, IC, {5 N
(43.32 £ 2.98) pmol - L'
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#£3 L& T7-1189'H NMR #1#E(CDCL,,5,,, ZEIE mult, B4 E# J in Hz)
Tab.3 'H NMR data (CDCL,, 6, mult, J in Hz) for compounds 7-11

No. 7 8 9" 10° 1

2 5.43,d,103 5.42,d, 10.1 5.49, d, 10.0 5.42,d, 10.0 5.57,d, 10.0

3 491,d,10.2 491,d,10.1 5.04,d, 10.2 4.90, d, 10.0 5.04,d, 10.0

S Medninias  2sedlingg.  m2m o 2Mm22m 240w

6 4.97,ddd, 10.6,9.2, 5.0 5.96, dt, 15.3,7.1 1.81, m 5.83,dt, 15.5,7.3 1.69, m; 2.07, m

7 5.06,d,9.2 5.62,d,16.0 4.21,dd, 7.0, 6.2 5.70, d, 16.1 2.68,1,6.2,4.3

9 ggi: ild’ 13.6,3.1; 1.81, m; 1.85, m 2.20, m; 2.34, m 1.81, m 2.19, m;2.37, m

10 1.67, m; 1.74, m 1.54, m; 2.04, m 1.64, m; 1.79, m 1.93, m;2.19, m

11 243, m 2.69, dd, 7.4, 5.0 2.61,dd, 11.8,7.5 2.76,1,63 5.14, m

13 1.07, m; 2.06, m 1.29, m; 1.88, m 1.35, m; 2.04, m 1.27, m; 1.92, m 2.02, m; 2.11, m

14 ;‘5); Z;(L 152 g;z g‘t 132,52 225, m;2.35, m 2.20, m; 2.36, m 133, m;2.17, m

17 1.86, s 1.85,s 1.85,s 1.85,s 1.86, s

18 1.72, s 1.83,s 1.83,s 1.83, s 1.89, s

19 1.89, s 1.46,s 5.17,s;5.24, s 141, s 1.28, s

20 1.33,s 1.29, s 1.29, s 1.29, s 1.62, s

i :a. 500 MHz FIRZHESEIRACITR ;b 600 MHz HIRZREILIRACI K
Note: a. Test in MNR at 500 MHz; b. Test in MNR at 600 MHz.
#4 LAWI-118°C NMR ##E(CDCL,, 6, type)
Tab.4 "“C NMR data (CDCL,, &, type ) for compounds 1~11

No. I 2 3 4 5 6" 7 g 9" 10° 1’
1 170.1,s  161.0,s  718s 1626,s 72.1s 16125 160.7,s 1614,s 161.3,s 16145 162.3,s
2 134.2, s 79.3,d 78.2,d 79.2,d 76.7,d 78.5,d 78.0,d 79.1,d 79.0,d 79.2,d 78.9,d
3 144.1,d 120.9,d 120.0,d 121.2,d 122.6,d 120.7,d 123.0,d 120.4,d 122.4,d 120.1,d 120.8,d
4 224t 1443,s 1445,s 144.1,s 140.1,s 1450,s 141.0,s 1435,s 1429,s 1437,s 1442,
5 38.6,t 37.3,t 37.9,t 35.7,t 38.1,t 38.8,t 42.8,t 422t 35.8,t 41.7,t 37.5,t
6 87.0, s 24.3,1 25.5,t 27.2,t 25.6,t 24.0,t 78.5,d 129.5,d 27.5,t  125.2,d 254t
7 87.4,s 59.8,d 61.8,d 73.1,d 62.1,d 1253,d 123.3,d 135.8,d 83.3,d 140.2,d 61.6,d
8 33.7,t 60.2, s 59.8, s 75.6,s 60.0,s 133.9,s 1444, s 84.3,s 1484,s 72.6, s 60.1, s
9 31.8,t 31.4,t 40.1,t 37.4,1 40.3, t 36.8,t 37.1,t 35.4,t 31.5,t 39.6,t 39.2,t
10 151.7, s 279, 23.8,t 23.7,t 23.8,t 23.7,t 23.8,t 24.0,t 30.3,t 24.1,t 235,
11 49.1,d 744,d 124.7,d 1254,d 124.0,d 62.1,d 61.5,d 61.7,d 62.8,d 62.6,d 125.1,d
12 1205,d 1462,s 1354,s 1350,s 1363,s 61.0,s 61.0,s 61.0,s 612,s 61.0,s 135.6,s
13 146.1, s 32.1,t 35.0,t 36.7,t 354,t 37.3,t 37.2,t 35.7,t 35.3,t 35.7,t 36.5,t
14 27.1,t 26.9,t 27.2,1 27.0,t 27.7,1 243t 239,11 23.4,1 22.8,1 23.6,1 27.7,1
15 27.1,t  124.5,s 60.8,s 123.1,s 67.6,s 123.5,s 124.0,s 123.8,s 124.0,s 123.8,q 123.1,s
16 275,q 174.6,s 173.0,s 174.9,s 70.1,t  174.7,s  174.5,s 174.8,s 174.7,s 1744,s 178.8,s
17 1089,  9.1,q 100,q 91,q 123,q 89,q 89,q 9lq 9lq 9lq 924
18 340,d 16.1,q 163,q 166, 158,q 153,q 16.1,q 17.1,q 16.1,q 174q 163,q
19 215.q 187.q 168, 244, 169,q 150, 155, 212.q 1138t 285, 173.q
20  234,q 1128t 150,q 156,q 150,q 160,q 16.1,q 167.q 170,q 167,q 15.6,q
21 170.5,
22 213, q

VE:a. 125 MHz FIRZRESEIRACIAR s b, 150 MHz PAZ R IR B0 o

Note: a. Test in MNR at 125 MHz; b. Test in MNR at 150 MHz.
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NOE A 2/%
Inhibition of No Product/%
wn
S

0 ] ] ] ] ] ]
1.0 1.2 1.4 1.6 1.8 2.0 22
lg [#£48 ) (mol - L)
lg [compound 8]/(mol - L)
3 LAYISIMHEIRAW264. 7 4R NO FFAE I IC,,
Fig. 3 IC,, of compound 8 inhibiting NO production in

RAW264. 7 cells
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A A AT 50 3 B 0 B R, B R
SIS VTR AN BT M i e 5 ) B K N =
SEFEETT, DA K R I ) 2R D PR P VD B B
S. crassocaule 14k 2% 3% 1 B 4> » A A 38K 1
S. crassocaule FAG W5 Z FE 49 QAN A B EE V53
B RGBT, L RAN I R B i B
FE AL G WA A0 G 0T, e i 3 ) B % 4
TE PG RA Jot il A A 0T 5 T T R VD BE S IR
W S. crassocaule A4 5 3 (R AIF 58 8L/ AN AE
2003 F 4 IE I 3 4N % P388 4H AT 441 At 5 1 11 e
Fr it At gT ik AR AR B R R i VD B B
AR & R 2 338 S. crassocaule NTIFFEXT 5, %
ARG W4T 7B e, L sEE T
LAMEEY #h78 T FgTR VD B B IR S. crasso-
caule FI2ERCTY « HACEY) 3 8 IXAE % )8 M 3
W o> B A B, G RT A AE W Lobophytum crassum
ARl , R, AR FE 7z I L
IYHZREVERY . A B 1~11 Y TR K i 24k
W, Hb B AW 1 N capnosane T PE FA B 1 o
AR SB[ 0 R P I 126 45 SR R, A5 8 % LPS
75 3 I RAW264.7 41 I 58 A S N AT — 5 1) 410 1
YEF 5 IC, 1 N (35.60 + 3.10) mmol-L', H X}
RAW264.7 Al o4 i 5 1k . AL &R &
I e W BT A S

KW FACE ) 8 RN AW 10 1E C8 AL L FE 2
I AT B R B A S 8 (B C8 AL id $42
O R PRIGNE, KR AHE T C8 ALy 2

Lin 58 N AR IS C8 )it AR S R AR L,
C8 7 by 2L n] LUK 5 ik O A B 0. ALk
P RA BE i 7E C8 A [ 2 FE IS L i F2 AR B 2
X AR B AR 3 1 T REAE AN R 520 . IX R B
FEBCTH AT R A R AR VNS PR Z i SR &)
i, C8 AL T HURE R (IR EBRE) &2 — 1
XTEEAL &) T8 19 I Ak S eyt R I 1 » Bk
T R T AN OUBE AE VG Joe ki ) DU TR R A
AN, oAt BRI 1 25 48 S T e N B A S5 4 52 —
B, BAAE C8 AL BB A &4 8 Bt 205
FHE WA [R] B 57 b Py 3 e 5 A R 6 G 8 e — i 10
EYNEPERI R A 22 5. X ERT AR A A
) 8 %t TNF 75 3 [ NF-«B HI i AL A — 52 i ]
YER ,1C,, 18 M (35.23 + 12.42) wmol - L7, 1] C7 H i
F2 3 HUAR B 11 sarcomililatin E Al sarcomililatin F %
A AP aE PP 08 A I F2 SR HUAR 2 1Y sar-
cocrassocolide F. sarcocrassocolide G F sarcocrasso-
colide J %t Daoy HEp-2.MCF-7 F1 WiDr J& 41 fitd £k %
I A0 B A, O A ) INOS B R RIS AE
LPS B RAW264.7 BN Hh o H R 25 1 14
AT 28 T PET s C12 A i R R AR R 1 12.(S) -
hydroperoxylsarcoph-10-ene A X 1 3 [ 40 ff 2 &
(P450 1A B EAMHIAEH , 1C,, {9 2.7 nmol - L,
B2 C11 A i B IUREE Y 11(S)-hydroperoxylsar-
coph-12(20)-ene ¥ A B AW HI/E Y ZEXT A549.
HeLa A1 HSC-2 f 20 I R AR v, 3o ¥R A C12 £
] sarcoconvolutum D X} A549 F1 HSC-2 41 i 5. 2 1
T 1C, 23 B)°A 49.70 mol - L A1 53.17 mol - L7,
M2 T, i FAE C11 AL sarcoconvolutum E 76
W A T, SR B RTIR, DA S o> T
M FREALT C8 A CI2 A2, AHEL T2 T C6.CT7
AICILAL, F AR AR PpiE e nT GRSy 2 .
KT JE T S. crassocaule W IR AR 7= 40
ZREIE, RN 234 7 PR B SR S S AR
Y v 2 T R 0K B AT T it B e
AEVEPER BT R ) S S S IR S .
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Cembranoids with anti-inflammatory activity extracted

from the soft coral Sarcophyton crassocaule collected off the
Xisha Islands

QIU Suiping'?, CHANG Wenjun’, WANG Hao’, DAI Haofu’, ZENG Yanbo'?
(1. College of Marine Biology and Fisheries, Hainan University, Haikou, Hainan 570228; 2. Hainan Key Laboratory for Research

and Utilization of Functional Components of Marine Bioresources, Institute of Tropical Bioscience and Biotechnology, Chinese

Academy of Tropical Agricultural Sciences, Haikou, Hainan 571101, China)

Abstract: An attempt was made to identify chemical constituents and their biological activities of Sarcophyton

crassocaule, a soft coral, collected off the Xisha Islands in the South China Sea. Using silica gel column

chromatography, thin-layer chromatography, Sephadex-20 gel column chromatography, and semi-preparative high-

performance liquid chromatography (Semi-Prep HPLC), the ethyl acetate fraction of S. crassocaule was separated

and purified, from which 11 compounds were yielded. The physical and chemical properties and spectroscopic data

of these compounds were compared with those in the literature. The 11 compounds were identified assarsolilide A
(1); trochelioid A (2); (1R*,2R*TR* ,8R*,15R* ,3E,11E)-7,8: 1,15-diepoxycembra-3,11-dien-16,2-olide (3); (+)-7a,
8B-dihydroxy-deepoxy-sarcophine (4); 1,158-epoxy-deoxysarcophine (5); (—)-isosarcophine (6); cherbonolide A (7);
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sarcomililatin A (8); trocheliolide A (9); lobophytin B (10); (+)-sarcophine (11). Compounds 1~11 are diterpenoids.
Compound 3 was identified in S. crassocaule for the first time. The anti-inflammatory activity test showed that
sarcomililatin A (8) could inhibit the production of NO in RAW264.7 cells induced by LPS, with the ICy, value of
(35.60 + 3.10) wmol - I.”', while the other compounds did not exhibit significant anti-inflammatory activity.

Keywords: soft coral ; Sarcophyton crassocaule ; chemical constituent; diterpene ; anti-inflammatory activity
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