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A new guaiane-sesquiterpenoid from the leaves of
Chimonanthus nitens Oliv.

GUO Na, WU Hua-giang, SHU Ren-geng’

(School of Pharmacy, Jiangxi University of Chinese Medicine, Nanchang 330004, China)

Abstract: Nine compounds were isolated from the leaves of Chimonanthus nitens Oliv. by silica gel, ODS,
Sephadex LH-20 column chromatography and semi-preparative HPLC. They were identified as chimnitensene B
(1), la-hydroxyisodauc-4-en-15-al (2), trans-4,5-dihydroxycorocalane (3), trefoliol B (4), oplopanone (5), oplodiol
(6), 3-(3'-hydroxybutyl)-2,4,4-trimethylcyclohexa-2,5-dienone (7), 9(S)-4-oxo0-7,8-dihydro-f-ionol (8), and sanicu-
lamoid D (9) respectively, by MS, NMR and single crystal diffraction. Among them, compound 1 is a new guaiane-

sesquiterpenoid, and compounds 2-9 were isolated from this plant for the first time.
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trefoliol B (4). oplopanone (5). oplodiol (6). 3- (3'-
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Figure 1 Structures of compounds 1-9

FERE5VHL

twEWL Tt RS E (PR, (o] —5.2 (¢ 0.25,
CH,OH), HR-ESI-MS & 7% m/z 4 221.190 1 [M-H,O+
H]™ (W 5AH 221.190 5), 456 e 3Rk S 5 5
1 3 FE VS HE N H A1 O C (HL,0,, MBI R 3.

'H NMR (600 MHz, CDCL) i (£ 1) Bt 1
MEENE S 6, 5.29 (1H, s, H-3), 1 PR IK H 1A
55 0, 3.88 (1H, s, H-6) [z 4 M H {5 5 5, 1.00 (3H,
overlap, H-12).1.00 (3H, overlap, H-13).1.20 (3H, s, H-
14).6,, 1.81 (3H, s, H-15), *C NMR (150 MHz, CDCl,)
B SRz &S A 154K, 456 DEPT 5 HSQC
T AT DA SR B 2 MRS 5 O, 123.7 (C-3).142.1 (C-
4), 4NN HIEBAE S 0. 21.5 (C-12).21.4 (C-13).22.6 (C-
14).16.1 (C-15), 3 H ZE K15 5 6. 33.1 (C-2).21.0
(C-8)+47.4 (C-9), 5 MK H B A5 5 6. 50.2 (C-1).55.3
(C-5)-74.1 (C-6)-51.3 (C-7).29.9 (C-11) Fl 1 MM 5
9. 75.6 (C-10). Fr1 5. 74.1 (C-6).75.6 (C-10) Hy 24 i
ARG T . KA BAZEEE AT, K&
W5 18 CAOE 1) 80 e B4 4% 2+ chimnitensene C
A A IR, AN R 2 A E TSP 11 Me-14 (5, 22.6)
ik Ak 57 #% A5 B chimnitensene C B Me-14 B 14 2% 47
# (6. 30.2) W & 1n) w5 # 5l HEWZ AL B AF a2 |
)2 5« 1£ NOESY 1% Kl 1 WL %% | H-5 5 Me-14 A AH
x, BRUFLE 15 51L& Y chimnitensene C i 52
FAEMTAF, e, 83 X-ray 84759 (B 2) 7

Table 1 'H NMR (600 MHz) and "C NMR (150 MHz) data of
compound 1 (CDCI,)

No. O 0, (Jin Hz)
1 50.2 2.37m
2 33.1 226 m
3 123.7 529s
4 142.1 -
5 55.3 23lm
6 74.1 3.88s
7 51.3 1.32m
8 21.0 1.40 m
- 0.87 m
9 47.4 1.98 m
- 1.45m
10 75.6 -
11 29.9 1.58 m
12 21.5 1.00 overlap
13 21.4 1.00 overlap
14 22.6 1.20s
15 16.1 1.81s
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Figure 2 Key 'H-"H COSY, HMBC correlations and X-ray crystal

structure of compound 1
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FUWAH o A% (35 [H Waters 23 7)), BSA124S B 73 #7 K
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WM T 2018 4F 6 IR BVLVE R I E, &
VLG A 2 24 K 27 2 2 B 88 S 2095 25 5 i Mg RS g
FEL W) L) W A Chimonanthus nitens Oliv. B -, 52U AR A<
(20180617) PRA7 T VL VG H = 24 K 22 25 22 i vh 2 4k 52 L
=
1 RESE

T8 1 L R 20 ke, B34S SR 90% £ BB U
PEHL, A IS BOR G R R G . BORE 3 kg, H 1% 3k
R [ 5 s R, B2 AR R N B, 15 IRV
B AT T B A7 o 4 ANV 1 s A3 R AT R AT 1%, 4K
WA B S B R LT TR R R A
H B T8 43 Wl JBE VR IR e TR A, 45 A T TRE S AR B 260 g
TEHBEEBALIR B 140 g\ LR LFEERALIR B 130 g A
W AR 80 g HEEHIALIR 400 g.

S e BB AR B 140 g, 22 AB-8 K AL fiE 7
B ARILL 30%450% 4 70%95% 100% Z. % 7K A4 2 4
PEW I, 15 EI4H 93 Fr. 1~Fr. 5. Fr. 1 (2.3 g) & rERHE
A 8 CAMEE : 4R 41, 5:1~0:1) 133 8 N 4y
(Fr. 1.1~Fr. 1.8), H ¥ Fr. 1.3 (1.9 g) 4 ODS {1 il% (FF
iE-7K, 30%~100%) 1§ 6 I~ 41 4 (Fr. 1.3.1~Fr. 1.3.6),
Hop Fr. 1.3 &0 je G RE A 1S 7 S5 2579
(2 mg), Fr. 1.3.4 4 Sephadex LH-20 £ (0% (& H e
FEE, 1:1).ODS F: (i (FEE-7K, 40%~100%) 7 &
J&, PR % m RGBT 5 (27% K)o s fg Eiik
A3 (3 mg) MIL&44 (4 mg). Fr.3 (7.0 g) ZRER
s B, CLATHEE . O 16 (300 1~0:1) B EEBE
fii, 73453 11 414> (Fr. 3.1~Fr. 3.11). Fr. 3.8 (850 mg)
%t Sephadex LH-20 A% (03l ( & e FHIE, 1:1) 5
#3 Fr. 3.8.1~Fr. 3.8.8. JL ™ Fr. 3.8.2 £ - ffil] #% =1 &%
TAH 3 (68% HIEE-7K) 7 13 24L& 5 (2 mg),
Fr. 3.8.3 2 ODS # 53 (HF EE-7K, 30%~100%) 7 14
20 N4 5y, Horfr, Fr. 3.8.3.2 4 2 il % v BORUM o 1
(60% HEE-7K) 7 BB EH 2 (4 mg). Fr. 3.8.3.7
SREAE G S, ML & H e 2R O (1:0~
100 1) BEFZVEML A 21L& 1 2 mg). Fr.4 (38.0 g) &
AB-8 K LW B #4 g (30% - 50% - 70%- 95%- 100% Z.
i —-7K) 4> B, 9 Fr. 4.1~Fr. 4.5. Fr. 43 (13.0 g) & &k
JRe A B (i - A e, 100 1~0:1—> & -
FHE, 300 1~0: 1), ODS #F i i (H % - 7K, 30%~
100%) 73 5, Fr. 4.3.3.10 (20 mg) 2821 4% = RUUAH
B (62% HEE-7K) 7 B A6 (4 mg).

B 2R 2 Be BB AR F (130 g), £k A (il 4y
B, DL S - B (601 1~0: 1) gk i 703k 4T 1A
Ve, 1530 10 MH% Fr. A~T. Fr. D (10.2 g) & MCIkE:
BRI, LL0%30%50%75%+95%- 100% Z lE-7K

IR P i, 45 Fr. D.1~Fr. D.5. Fr. D.3 (1.4 g) &K
G iR - A E, 1001~0: 1— & H ke
B, 30:1~0:1) 43 &3 74414 (Fr. D.3.1~Fr. D.3.7),
Fr. D.3.2 2 1l £ = S0 AE 415 (60% H I -7K) 40 25
53454 8 (2 mg), Fr. D.3.5 £ Sephadex LH-20 A% 4
(ARG R, 10 B, A % OR
AT (60% HEE-7K) 73 B2 ST (2 mg).
2 HFEHEE

&%1  chimnitensene B, Jo 4 R AR (FH ),
mp 143~144 °C, i Z 8 N a=10.1343 3) A, b =
15.959 4 (4) A, c=18.4150(6) A, V=2978.39 (15) A®,
25 18] B 9 P2,2,2, (n0.19), Z = 4, W 4 AT 5 S KA
30 253, wR, 4 0.157 6, [a]3' =5.2 (¢ 0.25, CH,OH), HR-
ESI-MS m/z: 221.190 1 [M-H,0+H]" (C,;H,.0" i} 5 {8
221.190 5), 4 ¥ X~ C ;H,0,- 'H NMR (600 MHz,
CDCl,) F1°C NMR (150 MHz, CDCL,) ¥#% % 1.

&P 2 Wk R Y, HR-ESI-MS m/z:
275.162 1 [M+K] ", 7+ 7 N CH,0,. 'H NMR
(600 MHz, CDCL,) d,, 9.37 (1H, s, H-15), 6.60 (1H, d,
J = 5.1 Hz, H-5), 3.49 (1H, dd, J = 11.4, 3.8 Hz, H-1),
2.98 (1H, dd, J = 15.1, 6.4 Hz, H-3f), 2.25 (1H, dd, J =
10.3, 5.1 Hz, H-6), 2.04 (1H, tt, J = 10.4, 5.7 Hz, H-7),
1.93 (1H, m, H-8a), 1.84 (3H, m, H-9a, H-3a, H-2p),
1.62 (1H, m, H-11), 1.50 (2H, m, H-98, H-84), 1.25 (1H,
m, H-2a), 0.89 (6H, m, 13-CH,, 12-CH, ), 0.73 (3H, s,
14-CH,); "C NMR (150 MHz, CDCl,) 6. 83.4 (C-1),
29.0 (C-2), 19.6 (C-3), 143.8 (C-4), 159.7 (C-5), 50.1
(C-6), 50.4 (C-7), 25.0 (C-8), 39.6 (C-9), 49.5 (C-10),
32.3(C-11),19.5 (12-CH,), 21.7 (13-CH,), 13.5 (14-CH,),
193.2 (C-15). DA ¥ 5 ek o e A — 5, %08
2 AN 1a-hydroxyisodauc-4-en-15-al

&3 TEEIHeRY), HR-ESI-MS m/z: 235.169 0
[M+H]", 4> 730N C,;H,,0,. 'HNMR (600 MHz, CDCI,)
8, 7.17 (1H, d, J = 8.1 Hz, H-9), 7.14 (1H, d, J = 8.1 Hz,
H-8), 4.55 (1H, s, H-5), 3.44 (1H, m, H-11), 2.74 (2H, m,
H-2), 2.22 (3H, s, H-14), 2.07 (1H, ddt, J = 14.0, 10.1,
5.2 Hz, H-3a), 1.83 (1H, m, H-3b), 1.49 (3H, s, H-15),
129 (3H, m, H-13), 1.23 (3H, m, H-12); “C NMR
(150 MHz, CDCI,) 6, 134.0 (C-1), 23.7 (C-2), 28.7 (C-
3), 71.2 (C-4), 71.1 (C-5), 147.5 (C-6), 1342 (C-7),
123.8 (C-8), 130.2 (C-9), 132.8 (C-10), 26.6 (C-11),
24.1 (C-12), 25.5 (C-13), 19.7 (C-14), 27.8 (C-15). LA
R S SRR R A — B, M R AN
trans-4,5-dihydroxycorocalane

th&Ma o gk &R (F ), HR-ESI-MS
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m/z:221.189 4 [M-H,0+H]", 7+ +3NC ;H,0,, 'HNMR
(600 MHz, CDCl,) J,, 5.43 (1H, dd, J= 5.7, 1.6 Hz, H-5),
3.57 (1H, td, J = 10.8, 4.6 Hz, H-8), 2.17 (1H, pd, J =
7.2, 1.6 Hz, H-11), 2.07 (2H, m, H-3), 1.79 (1H, m, H-9),
1.76 (1H, m, H-10), 1.74 (1H, m, H-6), 1.72 (1H, m, H-2),
1.70 (3H, s, H-15), 1.60 (1H, ddt, J = 13.7, 6.8, 1.9 Hz,
H-2), 1.24 (1H, m, H-9), 1.19 (1H, m, H-7), 1.04 (3H, d,
J =172 Hz, H-12), 0.99 (3H, d, J = 7.2 Hz, H-13), 0.96
(3H, d, J = 6.8 Hz, H-14); "C NMR (150 MHz, CDCl,)
d. 72.2 (C-1), 22.0 (C-2), 26.6 (C-3), 134.2 (C-4), 122.7
(C-5), 46.3 (C-6), 55.4 (C-7), 71.1 (C-8), 41.0 (C-9), 39.2
(C-10), 26.7 (C-11), 19.4 (C-12), 21.1 (C-13), 15.0 (C-
14),23.6 (C-15). L E%R 5 iR iE e A — B, %
TEZAL B WA trefoliol B

&P s kB AR Y, HR-ESI-MS m/z:
221.189 8 [M-H,0+H]", 7r 73\ 4 C ;H,0,. 'H NMR
(600 MHz, CD,0D) §,,2.73 (1H, ddd, J = 11.6, 9.24, 5.3
Hz, H-5), 2.20 (3H, s, H-15), 1.99 (1H, m, H-3b), 1.83
(1H, m, H-2b), 1.81 (1H, m, H-6), 1.76 (1H, m, H-9b),
1.63 (1H, m, H-8b), 1.59 (1H, m, H-3a), 1.52 (1H, m, H-
11), 1.47 (1H, m, H-1), 1.40 (1H, m, H-2a), 1.33 (1H, m,
H-9a), 1.15 (3H, s, H-14), 1.13 (1H, m, H-8a), 1.11 (1H,
m, H-7), 0.91 (3H, d, J = 6.9 Hz, H-12), 0.68 (3H, d, J =
6.8 Hz, H-13); "C NMR (150 MHz, CD,0OD) §,. 58.0 (C-
1), 26.5 (C-2), 29.7 (C-3), 214.8 (C-4), 56.9 (C-5), 48.0
(C-6), 50.8 (C-7), 23.9 (C-8), 42.8 (C-9), 73.5 (C-10),
30.7 (C-11), 22.3 (C-12), 16.0 (C-13), 19.9 (C-14), 29.8
(C-15). LA b %#s 5 SClRU™ i e A — 3, W% € 1%
WA )N oplopanone »

&6 & E R A& (5 1), HR-ESI-MS
m/z:221.190 7 [M-H,0+H]", 7+ +3 N C,;H,.0,. 'HNMR
(600 MHz, CDCL,) d,, 5.34 (1H, m, H-9), 3.30 (1H, dd,
J=11.8, 4.0 Hz, H-2), 2.20 (1H, m, H-11), 2.09 (1H, m,
H-3a), 2.04 (2H, m, H-7), 1.88 (1H, m, H-10a), 1.85 (1H,
m, H-3b), 1.74 (1H, m, H-4a), 1.60 (1H, m, H-10b), 1.54
(1H, m, H-4b), 1.30 (1H, dd, J = 11.9, 5.3 Hz, H-6),
1.18 (3H, s, H-15), 1.03 (3H, d, J = 6.9 Hz, H-12), 1.02
(3H, d, J = 6.9 Hz, H-13), 0.96 (3H, s, H-14); "C NMR
(150 MHz, CDCI,) d. 37.8 (C-1), 80.0 (C-2), 26.9 (C-3),
39.6 (C-4), 71.1 (C-5), 46.4 (C-6), 23.2 (C-7), 142.0 (C-
8), 116.2 (C-9), 40.8 (C-10), 35.1 (C-11), 21.9 (C-12),
21.4(C-13),11.9(C-14),30.0 (C-15). LA L-#¥s 5™
HiB A — 5, %52 %A S 0N oplodiol..

&7 FTEMIRY), HR-ESI-MS m/z: 209.153 4
[M+H]", 473U~ C,H,,0,. 'HNMR (600 MHz, CD,0D)

J,,6.95 (1H, d, J= 9.8 Hz, H-2), 6.16 (1H, d, J = 9.8 Hz,
H-3), 3.83 (1H, m, H-9), 2.61 (1H, td, J = 12.4, 5.4 Hz,
H-7a), 2.39 (1H, td, J = 12.6, 5.5 Hz, H-7b), 1.90 (3H, s,
H-11), 1.60 (2H, m, H-8), 1.29 (3H, s, H-12), 1.29 (3H, s,
H-13),1.23 (3H, d,/=6.3 Hz, H-10); "C NMR (150 MHz,
CD,0D) 6, 42.2 (C-1), 160.1 (C-2), 126.0 (C-3), 188.5
(C-4), 132.3 (C-5), 165.5 (C-6), 27.9 (C-7), 38.7 (C-8),
68.8 (C-9), 23.3 (C-10), 11.5 (C-11), 26.0 (C-12), 26.0
(C-13). L izt &9 'H NMR Fil °C NMR %4 5
SCERUIR A A R TE B B AR — B, ez &Y 3-
(3'-hydroxybutyl)-2,4,4-trimethylcyclohexa-2,5-dienone.

&P 8 kB R Y, HR-ESI-MS m/z:
211.169 0 [M+H] ", 4 ¥ X & C;H,0,. 'H NMR
(600 MHz, CD,0D) 4§, 3.79 (1H, q, J = 6.1 Hz, H-9),
2.45 (2H, dd, J = 7.4, 6.4 Hz, H-2), 2.26 (2H, m, H-7),
1.83 (2H, dd, J = 7.4, 6.3 Hz, H-3), 1.76 (3H, s, H-11),
1.58 (2H, m, H-8), 1.21 (3H, d, J = 6.3 Hz, H-10), 1.20
(3H, s, H-12), 1.20 (3H, s, H-13); "C NMR (150 MHz,
CD,0D) §.. 37.6 (C-1), 38.4 (C-2), 35.1 (C-3), 201.5 (C-
4), 131.6 (C-5), 168.3 (C-6), 27.2 (C-7), 39.0 (C-8), 68.9
(C-9), 23.2 (C-10), 11.7 (C-11), 28.1 (C-12), 27.2 (C-
13). DA EEHs 5 SO R AR — B B E
N 9(S)-4-0x0-7,8-dihydro-p-ionol .

WE9  TEEHRY), HR-ESI-MS m/z: 223.169 4
[M+H]', 2> F3UA C, H,,0,. 'HNMR (600 MHz, CDC,)
J,,2.51 (2H, m, H-8), 2.17 (3H, s, 14-CH,), 2.13 (1H, m,
H-1a), 2.04 (2H, m, H-2), 2.00 (1H, m, H-1b), 1.86 (1H,
m, H-10), 1.77 (1H, m, H-11), 1.73 (1H, m, H-7a), 1.66
(1H, m, H-7b), 1.63 (1H, dd, J = 4.7, 3.3 Hz, H-4), 1.04
(1H, ddd, J = 10.0, 4.1, 2.8 Hz, H-5), 0.91 (3H, d, J =
6.9 Hz, 12-CHj,), 0.90 (3H, d, J = 6.9 Hz, 13-CH,), 0.69
(1H, m, H-6); °C NMR (150 MHz, CDCl,) §,. 23.1 (C-
1), 32.9 (C-2), 214.4 (C-3), 34.6 (C-4), 29.9 (C-5), 46.5
(C-6), 24.9 (C-7), 41.8 (C-8), 208.9 (C-9), 28.1 (C-10),
31.1(C-11),19.3 (12-CH,), 19.7 (13-CH,), 30.2 (14-CH,).
DL B 5 SCiM iR E R AR — 5, B E A
saniculamoid D,

B & STk SO R A U S — AR, DRI B A
BE KA SRS RAETRY D 250 0 4 SR B 1 AR EFAE
B AR SR8 WA 3, £ 5T S I8 BT E %, SR AR ST,
Z 5 e diiE TAE.

FIZE IR A SCAAEAEATATFI 28 PR
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