Y@ RP RS rn

178 Journal of China Pharmaceutical University 2022,53(2):178 - 184

EEREMAWMBESALUERS
R HEMRT, EEET TRE S, A kmE

(R RAE 2 B h 2 B KRR ZG BT T, T M 51063252 R ) AR A AR 25 TR ROR B 5T e L) 0 5106325
* [ R 24 i M A ) v 2 R VAN SRR L M 510632)

 E AR EAEE (Humulus scandens) % vH G i BESRAEAL F R 5. KA #% Sephadex LH-20,0DS 4] & & & 2z 405
&3 Tr e AT o B s, K AT P 25 2 3 (Humulus scandens) 2 7+ 7 5 B 13 2) 15 Ao, 5 B BACKAE Ao 0k 356 52 77 o 4
MEZABFHREQ) OB EQ2).5-%4-3,4",6,7-19F AAFH(3) . (25)-5-%4-7,8-=F AL — A %8 (4) BRAT A &
(5) HENB(6) 4-H K 3-(3-FR2-THL)RFTERCE(7T) NHELERR(S) AXxTHL AR TE9) FHEL
SR ¥ 8 (10) .anofinic acid (11).5,6-% £-F LA B8 (12) . k& T (13)  F450R-12-4-3, 11- =81 (14) .ergosta-4,6,8(14) ,
22-tetraen-3-one(15) , VA _EALE-M3g A B R IZALY P 5 5 13 3],
KB R AE T RS HER
hESES R284.1  XHEHIFEER A XEHES 1000 -5048(2022)02 -0178 —07

doi: 10. 11665/j. issn. 1000 =5048. 20220207

Bl AT MY, B M, T8 5 EX Lot LB F R[] B A K F FR,2022,53(2):178 - 184.

Cite this article as: SUN Biao, AO Yunlin, WANG Dezhi, et al. Chemical constituents of petroleum ether extract from the stems and leaves
of Humulus scandens|J].J China Pharm Univ,2022,53(2):178 - 184.

Chemical constituents of petroleum ether extract from the stems and
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Abstract To study the chemical constituents of petroleum ether extract from the stems and leaves of Humulus
scandens (family of Moraceae), fifteen compounds were isolated from the stems and leaves of H. scandens by silica
gel, Sephadex LH-20, ODS, and preparative HPLC chromatography. The structures were identified by physico-
chemical data and spectroscopic method as tectochrysin (1), chrysin (2), 5-hydroxy-3, 4', 6, 7-tetramethoxyfla-
vone (3), (25)-5-hydroxy-7, 8-dimethoxyflavanone (4), imperatorin (5), phellopterin (6), ethyl 4-hydroxy-3-(3’'-
methyl-2'-butenyl)benzoate (7), p-hydroxy-phenylpropionic acid (8), ethyl p-hydroxycinnamate (9), p-hydroxy-
benzaldehyde (10), anofinic acid (11), 5,6-dehydrokavain (12), physcion (13), olean-12-ene-3, 11-dione (14) and
ergosta-4, 6, 8 (14), 22-tetraen-3-one (15), respectively. All compounds were isolated from this plant for the first
time.
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B [ Humulus scandens. (Lour. ) Merr. | 5 3&
B (Moraceae) HE HL R AE Y , N — AL Bl 248
AT oA TR R B R LA A TR 0
NS 7 N | 0 A [ =37 RV S o TR P e
FORLRLB N E EIANHESE R T EA
TR FERIRH o PETE BT R ORIIR
TH P 2280, N IR E T Il 26 A% A i 1 48 R
A I SR el ] IR RS e (AU
P eV R TIRYT B R BT R
LR B, AR A AR B AR A
TR EERS WE R ARSE Y B R R
AR RAPUA PR UG PUEAL B AR
BRI, T 4875 AR ZE M 2530 T RR il A
P58 0] B 28 B AR 27 S AT T 0. IR
2R Ay B ME T IS AMRE Y, 3 0 i 2 B
R FIHER(2) 5-F4E-3,47,6,7-DU FH UL 2
(3).(28)-5-¥Hk-7, 8- HI I — (B (4) KA
WIER (5) MR (6) (4-F25E-3-(3"- I JE-27- T
I 5L ) R R L1 (7) O ER BRIV R (8) | Fe A%
PRI IR L6 (9) A 72 B8 HI I (10) | anofinic
acid (11) .5, 6- 5 & R 3CH B (12) K 85 =K T Bk
(13) FFBUR-12-45-3, 11- [ (14) J ergosta-4,6,
8(14),22-tetraen-3-one(15) , DL _EALE WX M E Ik
MIZAEH oy AR 3

1 S

V-730 B4 Hh-0] WG HEAY  FT/IR-4600 Fourier
Transform B ZT ML (KBr /) L P-2000 g G{X
(H A Jasco 75 Wl ) 5 3 B0 ot 0 5 A (X-5 29, b
Z AL AT ) 56210 ESI/TOF Ji 154X . 1260 43
T il 5 PR R RO €6 AN (38 [ AR 1] ) 5 A V-
400/AV-500/AV-600 A% fi 345 A3 (£l [ A5 4 7o/
A s A TERER (60 ~ 100 H 200 ~ 300 H , 5 &1
AL T A R ;0DS(50 wm) A (6 350k (S
Merck 3 Fl ) ; Sephadex LH-20 ( i # Pharmacia Bio-
tech ABZA ) s TLC BEJE GF,, T Al (M & 1k T
MEBFFE T ) 5 43 AT K il 4% 2035 4 Sk 96 [E] Phenomenex
AN FEHZRIE B AE (250 mm X 4. 6 mm, 5 um)%ﬂ%ﬂ
28 (250 mm X 21.2 mm, 5 }.Lm) SRR (7 ok
AL A FARAT B F)) 5 Bt 38 Ry 43 M 4l
Sl (7 AR A A BRA 7] o

S AR T M T 2R A R 2R R

P2 e KL B B M E T R R R AR )
Humulus scandens (Lour. ) Merr. , 185 ¥ Fp 7
(CP. 2019092801) fR 17 T BRI Ko 245 L KR 24
WrFERT .

2 EBESE

T4 FE 2K (50. 1 k) B3, 8 95% £ 1
B U E R R R 1 MR 5. 3 ke, UK IR B
A1) KR A M EE L 2R B L IE T EE AR, U
JE He 45 45 47 M BE TS (1. 61 kg) « 2R Z R HB A7
(0.53 kg) . IE T EEHBAL (0. 30 kg) o A1 78 ik 355 17
(1. 61 kg) ZerE I HE (35 , AT ik - 20 2 TR B2 1k
B (100:0 ~0:100) , /8% Fr. 1 ~ 10, Fr. 2 28R
FELE it - £ R TR (100:0 — 0:100) A6 Uk
Wi, A5 %) Fr. 2. 1 ~ Fr. 2.5, Fr. 2. 22 W ke-H
W (1 DEERAEVERL , 2 5 23 ] £ 7 HPLC (2 -
K, 50:50) 1% 2 1k & ¥ 13 (6. 28 mg, 1, = 38. 1
min),1(1. 87 mg,t; =39.2 min), Fr.2. 344 H
for - FHBE (10 1) BE B AE VB IS, 48 ODS 15 21 3 43
Fr.2.3.1 ~Fr. 2.3.7, 5 Fr. 2. 3.2 28 B BsEE i
FE VR 5 P21 45 75 HPLC (215 -7K , 15:85) 15 5]
L4 % 8(10. 61 mg, 1, = 27. 2 min) , 10(2. 57 mg,
ty =37.0min) ,Fr. 2. 3. 4 24l % 5 HPLC ( H fE-K
45:55) 13 84L& W 9 (4. 42 mg, 1, = 70.2 min) ,
Fr.2.3. 6 2 @ W e- P EE (12 1) BE A VR I 5 7
254l £ B HPLC (MG -7K , 75:25) 13 24k A 90 15
(13.52 mg, t, = 45.9 min) , Fr. 2.3.7 £l % A
HPLC (P EE-7K , 82: 18) 14 ML 54 14(212. 59 mg,
ty =39.0 min) . Fr. 6 ZrE AR (L3, £ i ik - £ 1R
L TR (100: 0 — 0:100) B4 B2 Y i , 75 5 Fr. 6. 1 ~
Fr. 6.6, Fr. 6.4 2 "G W oe-H s (10 1) BECAE TR
B )5, 28 ODS TS24 Fr. 6. 4. 1 ~ Fr. 6. 4. 6, Hrp
Fr. 6. 4. 3 28 W ESE5E e AT 6 B J #5228 1 45 8 HPLC
(NE-7K,35:65) 15 245 4 11 (4. 89 mg, ¢, =
36. 8 min),2(3. 86 mg,t; = 53. 4 min) , Fr. 6. 4. 54
T e - H R (1 e 1) 8 MR R S P R A% B
HPLC ( ZBiE-7K , 40:60) 5 2k &9 12 (2. 14 mg,
t; = 35.1 min),5(2. 65 mg, i, = 59.2 min),7(4.58
mg, t; = 66.5 min) , 6(1.11 mg,t, = 70. 4 min) ,
Fr. 6. 4. 6 21 4 % HPLC ( 2 i§-7K , 45:55) 1554k
AW 4(3.63 mg, 1, = 39.4 min) ,3(2.64 mg, 1, =
64. 4 min), LAY~ 1SE5HULIE 1,
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Figure 1 Chemical structures of compounds 1-15

3 HHERE

b1 EEAkK; UV(CH,0H) A
246,269,316 nm; IR (KBr) : 3 433,2 928, 1 634,
1607,1495,1452,1353,1202,1 160,1 040,849,
769 c¢m'; HR-ESI-MS m/z: 269. 0808 [M+H ] *, /3
3 C,,H,0,, 'H NMR (500 MHz, CDCl,) &: 12.72
(1H,s,0H),7.51 ~ 7.90(5H,m, H-2",3",4',5",
6'),6.68(1H,s,H-3),6.51(1H,d,J =2.2 Hz, H-
8),6.38(1H,d, J =2.2 Hz, H-6) , 3.89 (3H,
s,-0OCH,);“C NMR(125 MHz,CDCl,) §:182. 67(C-
4),165.78 (C-7) , 164.17 (C-2) , 162.37 (C-5) ,
157.97 (C-9) , 131.99 (C-4') , 131.50 (C-1") ,
129.24(C-3",5"),126.46(C-2",6"),106. 06(C-3),
105.89(C-10),98.35(C-6),92.86(C-8) ,55.97
(-OCH;) o VA b8l 5 SCrk [ 5 4l AR — 3, %
FEAE W1 R 2F 5 2 (tectochrysin)

a2 BAKA; UV(CH,0H) A, 212,
246,268 nm, 318; IR (KBr) : 3 439,2 894, 2 720,
2636,1 652,1 614, 1 577, 1 498, 1 450, 1 370,
1356, 1 169, 1 033, 908 cm'; HR-ESI-MS m/z:
253.050 8[M-H]~, % F X C,;H,,0,. 'H NMR(400
MHz, DMSO-d,) 8:12.80(1H,s,5-0OH), 8. 05(2H,
d,/=6.9Hz,H-2",6"),7.58(3H,m,H-3",4",5"),
6.93(1H,s,H-3),6.50(1H,d,J = 1.7 Hz, H-8) ,
6.20(1H,d,J = 1.8 Hz, H-6) ;°C NMR(100 MHz,
DMSO-d,) 6:181.81(C-4) , 165.35(C-7) , 163. 13
(C-2),161.55(C-5),157.62(C-9),132.07(C-4"),
130.83 (C-1") , 129.24 (C-3', 5") , 126. 46 (C-2,

1211,

max *

6'),105.20(C-3) , 103.78 (C-10) , 99. 34 (C-6) ,
94.31(C-8) . VA 8l 5 30k L6 4l i FeA — 3,
YA 2 A M E (chrysin) .

a3 BAMHA;UV(CH,0H) A, :214,
272,337 nm; IR (KBr) : 3 419,2 931, 1 661, 1 607,
1590,1461,1361,1259,1215,1 179,1 127,1 094,
1 032, 986, 806 cm™; HR-ESI-MS m/: 359.112 3
[M+H]*, 7 = C,,H,;0,. 'H NMR (600 MHz,
DMSO0-d,) 6:12.60(1H,s,5-0H) ,8.07(2H,d, J =
8.9 Hz,H-2',6"),7.15(2H,d, J = 9.0 Hz, H-3",
5'),6.93(1H,s,H-8),3.91(3H,s,7-0CH,) , 3. 86
(3H, s, 3-OCH,) , 3.80 (3H, s, 4’-OCH,) , 3.72
(3H, s, 6-OCH,) ; *C NMR (150 MHz, DMSO-d,)
5:178.39 (C-4) , 161.54 (C-4") , 158.79 (C-7) ,
155.62(C-2),152.02(C-5),151.81(C-9), 138. 06
(C-3),131.74(C-6),130. 17(C-2",6"),122. 24(C-
1),114.39(C-3",5"),105. 78(C-10),91. 60(C-8),
60. 17(6-0OCH,),59. 88(3-0CH,),56. 62(7-OCH,),
55.61(4'-OCH,) . LA b 8c¥s 5 Scik [7 418 JE A
—H KA 3 R 55 HE-3,47,6, 7- DU H AR L
I (5-hydroxy-3,4’,6, 7-tetramethoxyflavone ) .

ot EEPFRY [al) -5.9°(c0.47,
CH,0OH) ; UV(CH,0H) A, :213,239,289 nm, 344;
IR(KBr):3 414,2 935,1685,1 637,1497,1 451,
1314,1206,1 025,802,725 cm™ ; HR-ESI-MS m/z:
301. 107 8[M+H]*, 3+ F 3 C,H ;05 '"H NMR (600
MHz, CD,0D) 6:7.37 ~ 7.54(5H, m, H-2",3",4/,
5,6'),6.20(1H,s, H-6),5.53(1H,d, J = 12.2
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Hz, H-2) , 3.89 (3H, s, 7-OCH,) , 3. 72 (3H, s, 8-
OCH,),3.15(1H,dd,J=17.0,12,7 Hz,H-3),2. 86
(1H,d, J = 17.0 Hz, H-3) ; *C NMR (150 MHz,
CD,0D) 8:198.00(C-4),162.89(C-7),161. 18(C-
5),155.09(C-9) , 140.27 (C-1") , 130. 72 (C-8) ,
129.76 (C-3',5") , 129.73 (C-4") , 127.39 (C-2’,
6') , 103.81 (C-10) , 93.90 (C-6) , 80.72 (C-2) ,
61.51(8-0CH,),56. 78(7-OCH,) ,44.20(C-3). DA
AR S SR (8 IR A — 3, etk B 4
(28)-5-F2 4 -7, 8- — WA B & Bl [ (25) -5-
hydroxy-7, 8-dimethoxyflavanone |

a5 REOHAK; UV(CH,0H) A, :
219, 248, 264, 299 nm; IR (KBr) : 3 419, 3 055,
2975,2 931,2 906, 1 729, 1 715, 1 624, 1 588,
1445,1330,1 154,1 095,1 029, 1 002, 876, 824,
748 cm’; HR-ESI-MS m/z:293.077 5 [M+Nal*, 73
F3LC,H,,0,0 'HNMR(600 MHz,CD,0D) §:8.02
(1H,d,J=9.6 Hz,H-4),7.88(1H,d,J = 2.2 Hz,
H-2"),7.57(1H,s,H-5),6.95(1H,d, J = 2. 2 Hz,
H-3'),6.37(1H,d,J=9.6 Hz,H-3),5.55(1H,1t,
J=7.3Hz,H-3"),4.97(2H,d,J=7.3 Hz,H-2"),
1.70(3H,s,H-6"),1.66(3H,s, H-5" ) ; °C NMR
(100 MHz,CD,0D) &8:162. 83(C-2),150. 08(C-7),
148.50(C-2"),146.79(C-4),145.09(C-9), 141. 07
(C-4"),132.40(C-8) , 127.77(C-6) , 120. 86 (C-
3"),117.96(C-10),115.16(C-3) , 114.90(C-5) ,
107.94(C-3"),70. 86(C-2"),25.87(C-6"),18.02
(C-5")o DA LBdE 53k [9 il A — 30, 0
AW 5 BT 2 (imperatorin) .

a6 IRE MK A; UV(CH,0H) A,,.:
223,249, 271, 313 nm; IR (KBr) : 3 419, 3 058,
3030, 2970, 2937, 2907, 1740, 1606, 1593,
1478, 1355, 1148, 1069, 1002, 938, 816, 745
em’; HR-ESI-MS m/z: 301. 107 8 [M+H]*, 43 F =X
C,;H,,O,. 'H NMR (600 MHz,CD,0D) &:8.25(1H,
d,J=9.8 Hz,H-4),7.83(1H,d,J = 2.3 Hz,H-2"),
7.23(1H,d,J=2.3 Hz,H-3"),6.29(1H,d,/=9. 8
Hz,H-3),5.54(1H,m,H-3"),4.81(2H,d, /= 7.4
Hz, H-2"),4.22(3H,s,5-0CH,), 1. 70(3H, s, H-
6”),1.64 (3H, s, H-5" ) ; "C NMR (100 MHz,
CD,0D) 8:162.76(C-2),152.44(C-7) ,146.97(C-
2'),146.25(C-5) , 145.57(C-9) , 141.53 (C-4) ,

141.00 (C-3" ) , 127.52 (C-8) , 120.91 (C-2" ) ,
116.07(C-6),113.04(C-3),108. 54(C-10), 106. 40
(C-3"),71.04(C-1"),61.42(5-0CH,) , 25. 87 (C-
6"),17.97(C-5"). DAL %dE 5 3Ck[ 10 iR B4
— B, S A Y 6 ISR IR (phellopterin) o

a4 T JTLEBARY ; UV (CH,0H) A,
217,260 nm; IR (KBr) : 3 380,2 979, 1 683, 1 604,
1369,1281,1 177, 1 116, 1 023,771 cm™; HR-
ESI-MS m/z:235.132 4 [M+H]*, 7> T & C,,H,;05-
'H NMR (600 MHz, CD,0D) §:7.62(1H,s, H-2) ,
7.60(1H,dd,J=28.4,1.9 Hz,H-6) ,6. 68 (1H, d,
J=8.3 Hz,H-5),5.21(1H,t,/ = 7.4 Hz,H-2") ,
4.19(2H,q,J =7.1 Hz, H-2") ,3.19(2H,d, J =
7.2 Hz,H-1"),1.65(3H,s,H-4"),1.62(3H,s, H-
5'),1.25(3H,t,J = 7.1 Hz,H-3") ;*C NMR (150
MHz, CD,0D) §: 168.55 (C-1") , 161.17 (C-4) ,
133.66(C-3"),132.16(C-2),130. 10(C-6) , 129. 39
(C-3),123.22(C-2"),122.19(C-1),115.26(C-5),
61.64(C-2"),29.03(C-1"),25.99(C-4") ,17. 84
(C-5"),14.69(C-3") o L FHHE 5 SCHk[ 11 14
BA—FEEMEY T 4-F2FE-3-(3-H F-2' -
T L) K iR T8 [ ethyl 4-hydroxy-3-(3’-methyl-
2'-butenyl )benzoate ] »

&% 8 TLEPAIRY ; UV(CH,0H) A,,.:
224,279 nm; IR (KBr) : 3 408,2 937,1 707, 1 511,
1225, 1105, 917, 828 cm”'; HR-ESI-MS m/z:
165. 055 2 [M+H ", 43+ C,H,,0,. 'H NMR (400
MHz, CD,0D) §:7.00(2H,d, J = 8.4 Hz,H-2,6),
6.66(2H,d,J =8.4 Hz, H-3,5),2.78 (2H, t,
J=7.7Hz,H-7),2.49(2H,t,J =7.7 Hz,H-8) ;
BC NMR (100 MHz, CD,0D) &: 177.79 (C-9) ,
156.66 (C-4) , 133.11 (C-1) , 130.21 (C-2, 6) ,
116.16(C-3,5),37.65(C-7),31. 41(C-8) ., VA "%k
P 5 SCERL 12 [ B A — 3, e &9 8 X
FEIR IR (p-hydroxy-phenylpropionic acid)

a4 9 JTLEBARY ; UV (CH,0H) A,
210, 226, 299, 311 nm; IR (KBr) : 3 414, 1 687,
1604,1 515,1369,1276,1 170, 1 038, 984, 834
em; HR-ESI-MS m/z: 193.086 4 [M+H] *, 43 T 2
C,H,0,, 'H NMR (400 MHz,CD,0D) 8:7.61(1H,
d,J=15.9 Hz,H-7),7.46(2H,d,J = 8. 6 Hz, H-3,
5),6.81(2H,d,J=8.6 Hz,H-2,6),6.32(1H,d,
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J=15.9 Hz,H-8) ,4.23(2H,q,J =7. 1 Hz,H-1"),
1.32(3H,t,J = 7.1 Hz,H-2") ; °C NMR (100 MHz,
CD,0D) 8:169.33(C-9),161.25(C-1),146. 35(C-
7),131.11(C-3,5),127. 15(C-4),116. 81(C-2,6),
115.31(C-8),61.40(C-1"),14.61(C-2") . LA -4
P 5 SR 13 [ IE A — 35, e b B 9 M X
Xt FL L N EERR 4T (ethyl p-hydroxycinnamate )

A 10 TCEE IR f,mp 113 ~ 114 °C;
UV (CH,0H) A,,:221,284 nm; IR (KBr) : 3 208,
3172,1668,1602,1455,1289,1219,1 162,835,
604 cm™; HR-ESI-MS m/z: 123. 044 5[M+H ", 4> T
3 C,H0,. 'H NMR (600 MHz, CD,OD) §:9.76
(1H,s,-CHO),7.77(2H,d, J = 8.5 Hz, H-2,6) ,
6.91(2H, d, J = 8.5 Hz, H-3,5) ; *C NMR (150
MHz, CD,0D) &: 192.82 (C-7) , 165.39 (C-4) ,
133.43(C-2,6),130.20(C-1),116.92(C-3,5), LA
BRSSOk (14 ] HE A — 3, S ER G 10
X FEFER B (p-hydroxybenzaldehyde )

e 11 FEERES i, mp 157 ~ 158 °C;
UV(CH,0H) A,.:237 nm; IR(KBr) : 3 437,2 979,
1673,1 607, 1 447, 1 286, 1 276, 1 202, 1 171,
1 128,961,768 ¢cm™; HR-ESI-MS m/z:205. 085 1[ M+
H]*, 7> T C,H,,0,. 'H NMR (400 MHz, CD,0D)
8:7.78(1H,dd,J =8.4,2.0 Hz,H-2),7. 67(1H,d,
J=1.9Hz,H-6),6.76(1H,d, J = 8.4 Hz,H-3),
6.40(1H,d,/=9.9 Hz,H-1"),5.75(1H,d, J = 9.9
Hz,H-2"),1.43(6H,s, H-4",5") ; *C NMR (100
MHz, CD,0D) &: 169.87 (C-7) , 158.50 (C-4) ,
132.39(C-2"),132.26(C-2),129. 27(C-6) , 124. 38
(C-1),122.61(C-1"),122.08(C-5),117.05(C-3),
78.51(C-3"),28.52(C-4",5"), UL b4 5 ik
[ 15 JHlE FeA—24, %246 590 11 4 anofinic acid.

AH12  HEKA; UV(CH,0H) A, : 209,
231,257,343 nm; IR (KBr) : 3 442, 2 924, 1 725,
1637,1557,1408,1259,1154,1036,1 002 cm™;
HR-ESI-MS m/: 229.0851 [M+H] * , 4+ T =
C,,H,0,. "HNMR (600 MHz,CD,0D) §:7.44(1H,
d,J=16.1Hz,H-8),7.35 ~ 7.60(5H, m, H-10,
11,12,13,14),6.87(1H,d, J = 16.1 Hz, H-7) ,
6.25(1H,d,J=2.1Hz,H-5),5.63(1H,d,J=2.1
Hz,H-3),3.89(3H,s,-OCH,) ; ®C NMR (150 MHz,
CD,0D) 8:173.71(C-4),166. 65(C-6) , 160. 33(C-

2),136.73(C-9) , 136. 62 (C-8) , 130.55(C-12) ,
129.98(C-11,13),128.62(C-10, 14) , 120. 01 (C-
7),102.80(C-5),89.40(C-3),57.02(-OCH,) . VA
RS SCEk (16 ] HE A — 3, eGP 12
h5,6-FE K LNEE (S, 6-dehydrokavain) o

e H13 Lk R; UV(CH,0H) A, :221,
252,265,289 nm; IR (KBr) : 3 426,2 925, 1 681,
1632,1479,1269,1219,1170,759,725 cm™; HR-
ESI-MS m/z:283.257 3 [M-H]~, /> 7= C,.H,,0;.
'H NMR (600 MHz, DMSO-d,) §:12.08 (1H, s, 8-
OH),12.01(1H,s,1-OH),7.49(1H,s,H-5),7. 16
(1H,s,H-7),7.12(1H,d, J = 2.2 Hz, H-4) , 6. 60
(1H,d,J =2.2 Hz,H-2),3.15(3H, s, 3-OCH,) ,
2.40(3H,s,6-CH,) ; *C NMR (150 MHz, DMSO-d,)
8:189.72(C-9) , 181.42 (C-10) , 165.62 (C-3) ,
164.43(C-1),161.40(C-8),148.24(C-6),135. 12
(C-12),132.85(C-13) , 124.12(C-7) , 120. 47 (C-
5),113.40(C-14),108.95(C-11),108.80(C-4) ,
107.94(C-2),48.57(3-0CH,) ,21. 50(6-CH,) . DX
AR S SR (17 [ il A 3 e A 13
K R ik (physcion) o

b 14 AL, mp 215 ~ 216 Cs[a )
+102. 3°(¢ 0. 65,CHCI,) ; UV(CH,0H) A,,.:250 nm;
IR (KBr) : 3 396,2 978,2 961,2 873, 1 710, 1 650,
1467, 1 385 cm™; HR-ESI-MS m/z: 439. 355 5 [ M+
H]*, % 1= C,H,,0,. 'H NMR (400 MHz,CDCL,) 8:
5.61(1H,s,H-12),2.95(1H, m,H-2),2. 63(1H,m,
H-2),2.42(1H,s, H-9), 1.35,1.25, 1. 16, 1. 09,
1.06,0. 89,0. 88,0. 86 (each 3H,s, CH,) ; °C NMR
(100 MHz, CDCI,) §:217.35(C-3),199. 65(C-11),
171.23(C-13),128. 14(C-12) ,61. 16(C-9) , 55. 57
(C-5),47.90(C-4) , 47.81(C-18) , 45. 41 (C-19) ,
45.39(C-14),43.66(C-8),39.91(C-1),36.84(C-
10),36. 64(C-22),34.57(C-2),34. 36(C-21),33. 17
(C-29),32.52(C-17),32.26(C-7),31.19(C-20) ,
28.93(C-28),26. 66(C-15),26. 57(C-23),26. 53(C-
16) , 23.62(C-27) , 23.50(C-30) , 21. 54 (C-24) ,
18.96(C-6),18.70(C-26),15. 80(C-25). LA L-%#s
5 SCHR 18 4B HeA — 3, S0 fh 5 1 14 1 5510
BR-12-9%-3,11- il (olean-12-ene-3, 11-dione) o

o155 BEAFARY (ol +128.9° (c
0.91,CHCL,) ; UV(CH,0H) Amax: 238,345 nm; IR
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(KBr) : 3 426,2 958,2 872, 1 660, 1 649, 1 458,
1373, 1 223, 974, 875 cm'; HR-ESI-MS m/z:
393.317 1[M+H]*, 43 7= C,,H,,0. 'H NMR (500
MHz,CDCl,) 8:6.60(1H,d,J=9.5 Hz,H-7),6.03
(1H,d,J =9.5 Hz,H-6),5.73(1H,s,H-4),5.20
(1H, m, H-22),5.20(1H, m, H-23), 1. 06 (3H, d,
J=6.7Hz,H-21),0.99(3H,s,H-19),0. 96(3H,s,
H-18),0.93(3H,d,J = 6.8 Hz,H-28),0. 84(3H,d,
J=6.8 Hz,H-26),0. 83(3H,d,J = 6.8 Hz,H-27) ;
“C NMR (125 MHz, CDCI,) §:199. 72(C-3) , 164. 60
(C-8),156.27(C-14) ,135.15(C-22) , 134. 20 (C-
7),132.69(C-23) , 124.60(C-6) , 124.57 (C-5) ,
123.12(C-4),55.85(C-17) ,44. 48(C-9) ,44. 14(C-
13) ,43.02(C-24) , 39.43(C-20) , 36.91 (C-10) ,
35.74(C-12),34.28(C-2),34.26(C-1),33.23(C-
25),27.86(C-16) ,25.52(C-15) ,21.37(C-21) ,
20.13(C-26),19.81(C-27),19.13(C-11),19. 10
(C-18),17.78(C-28),16.79(C-19) . LA F%i#i
SCHRL 19 4 HeA — 3, %8 16590 15 1 ergosta-
4,6,8(14),22-tetraen-3-one,

4 HR5HR

AHIFGE A FEZE 1) 95% £ B4R U A7 3 Bk
LAy B S E T 1S ML A, UL BBl
HIRMZAEY o8], 4 SCEkiiE k&Y
1.3.6 HA 21t ARG R il 0 15 1 A TR T BT 2R K
VBRI H TR AEAE s Ak B 1 5 BT IR YT I A
PRV 5 4051 9 RE I i I 2 BR it , 76 kol
it 4 AR TR 7 T ELAT ) R AT A 15
HA P MslE " . AR EE THRE A
Wrge SR, AR T & AR FH R A T R 2R
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