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Chemical constituents of petroleum ether fraction of ethanol extracts from branches and leaves of Fissistigma

minuticalyx
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Abstract: Nine compounds were isolated and identified from petroleum ether fraction of ethanol extracts from branches and
leaves of Fissistigma minuticalyx (McGr. et W. W. Sm.) Chatterjee. They are luteolin (1), apigenin (2), lobetyol (3),
isolobetyol (4), lobetyolin (5), erythro-guaiacylglycerol-3-0-4'-coniferyl ether (6) , pinoresinol (7), loliolide (8), and
scoparone (9). All of them are isolated firstly from F. minuticalyx.
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Z 7 BBl ( Annonaceae ) JNEE AR J& ( Fissistigma Griff.) H £
Tl ) AT 25 AN AR, B TB) B ] TR YT R R (BRI TH05 X
VR TR RRA LR B K B A RBEA B A A
s R A R R KA LR B S A . R
BB /INENEEAK (F. minuticalyx (McGr. et W. W. Sm.)
Chatterjee ) EERWEA | FZ /340 T 2= g HFN 74 R A8 B 53
ZRE AR I E AR, /N REE AR A B A s A A 2
AR 53 B WG A3, 324 1 R DUAR SCHGE . At
YR X/ NN AR B QBRI B AR AL 64T T 0125 1Y
22 W ITSE, LA A 2R AL ) 1 14— 25 T AN ) P £t
ARk

1 MR 7

11wt

BER/NE AR T 2017 4F 4 AR A =/ 4 S 1
R B R R 2 B R B, 2 BRI TR 2 AR Bl SR
2P BE I R B E

FFALLS : Bruker Avance I HD #%# 4R 1Y (600 MHz)
(Fit: Bruker BioSpin 23 #]) , Agilent 1200 Series ¥ AH (741 1%
([ Agilent 245 ) , Agilent ZORBAX Eclipse XDB—C , {434

Wi EHA: 2019-10-22

XEHE . 1674-7895(2020)03-0072-03

(4.6 mmx250 mm,5 pm) ( FEE Agilent 22 F] ), LC3000 72 il
AR £ 3% A (b5 A 3 E R A FR S ), YMC - Pack
ODS-A {81445 (10 mmx250 mm,5 wm) ( HAS YMC AH]) .

FEHAH ; IF 17 B (100~ 200 H ,200~300 H ) Fl GF,,
HWEEN R (F 5\ THRAF), 0DS-C o K
(40~63 wm) ( 3E[E Pharmacia 23 7)) , BiEE (S04rat) G
TR TAHRAT) , Tk LB (A2l (R et R Ak 2=
FHFRAT ) ,MCI GEL CHP 20P #E3H} (75~ 150 wm) ( H AR
Mitsubishi Chemical /A 7] ) , Sephadex LH-20 #3208 (20 ~ 100
pm) (EE GE 2A]) .
1.2 FHik

B 10 kg /NEREIAKL 0T, AR KA TG B aE, AR T 4044
95% LB BN EREL 6 Y, BK 6 h, & IR IO , I8 Wk 4
JER BT 920 g; AIZE MK DR TR A KK SR
AUMBE LR CBRAE L 3 WK, ZE UK A I I G R 4R, 4350
S ENAIEEER Y 96.3 ¢ R TR LGRS 196.6 g, A1 ik 2>
ZTEIAE EHT, A MR- LR CERIE TR (AR 1: 0.5 ¢ 1,
300,010, 1:3.1:5.0: 1)BEERRBEASE Fr.l = Fr.8 3t 8
AE Gy, Hop  Fr5(5.3 ¢) @A RE R (A - 2R LR %
WRFRIE 12 1 & 0: 1)  MCI( F - K % W, IR AR 43 5
10% ~100% ) ,Sephadex LH-20 ( F i) 124 1l £ W AH €4 3% ( Y

ESTE: siAERAAHIRIH (KKSY201626035) ; [HFK [ AR 2434 B0 H (31500287)
EZEEN: R & (1993—) , 5 RN, B-E050 A, ERMNFRAYA R385 458 I it

O3 (EVEH E-mail ; jsyjsybt@ 126.com
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- TRV, AR AL B 50% ) 4y B AR 3L A1) 6(8.2 mg, 14
IFE] 12.4 min) A6EH 7(2.7 mg, {3 BB IS 13.4 min) FiLE
Y 8(2.8 mg, {4 B If 6] 18.2 min) ,Fr.6(4.2 g) % MCI( /i)
TR 4] 3 VRAR €033 (P I — ARV, R B 3R 45% ) 4 5 45 3
AW 1(2.2 mg, {5 BEILE] 18.6 min) A& 2(2.3 mg, 1484
B ] 19.4 min) FIfL A4 9(4.3 mg, {5 8 BFA] 21.6 min) , Fr.7
(3.1 g) £ ODS-C o ( B BE—7K I, IR FR 344 10% ~ 100% ) F1I
A 1 (P B - KR, R BR A B 42% ) 43 515 B4k
AH3(4.2 mg, BB 15.5 min) LAY 4(2.1 mg, (£ 8
1] 16.8 min) ,Fr.8(2.4 g) £ ODS-C ,( FEE- /KRR, (KT
B 10% ~ 100% ) F1=- il £ 10 AH (0335 ( BB — K T, A R A8
35% ) 4y B3R A 5(2.6 mg, (f B I [E] 16.4 min) . DL I
&% 1D NMR REHE 5351 B 500 D6 225 SCRR LG VA% R 500
JEWE S E YA,

&Y 1. EEOITELHAE;C H, 04 T2 EM (TLC) £
TRFSM B 10% B R - £ BV W 55 10 €04 3% €6 568 45 ;' H-NMR
(CD,0D,600 MHz) 6:6.54(1H,s,H-3),6.21 (1H,d, J=2.1
Hz,H-6),6.44(1H,d,/=2.1 Hz,H-8) ,7.38-7.40(2H, m,H~
2',6"),6.90(1H,d,J=8.3 Hz,H-5") ;»C-NMR( CD,0D, 150
MHz) 8:166.1(C-2),103.9(C~-3),183.9(C-4),163.2(C~
5),100.2(C-6) ,166.4(C-7),95.0(C-8) ,159.4(C-9) ,105.3
(C-10),120.3(C-1"),114.2(C-2") ,147.1(C-3") ,151.0( C-
4'),116.8(C-5"),123.7(C-6") , &5A3CHk[3], £ LS
YR A R FZE (luteolin) ,

&Y 2. HOTELHA; CsH, 05; TLC ZAKFL 53 %L
10% B iR — £ BV T W 25 3. €6k 5 (A B 45 ;' H-NMR ( CD, 0D,
600 MHz) 6:6.60( 1H,s,H-3),6.21(1H,d,J=1.6 Hz,H-6) ,
6.46(1H,d,J=1.6 Hz, H-8),7.86(2H,d,/J=8.8 Hz, H-2',
6'),6.93(2H,d, J=8.8 Hz,H-3',5") ;> C~-NMR( CD,0D, 150
MHz) 6:166.3(C-2),103.8(C-3),183.9(C-4),159.5(C~
5),100.2(C-6) ,166.3(C~7),95.1(C-8),163.3(C-9) ,105.3
(C-10),123.3(C-1'),129.5(C-2"),117.1(C-3") ,162.8(C~
4"y ,117.1(C=5") ,129.5(C-6") , &Ea3CHk[4], LE XS
WM K EK (apigenin) .

&Y 3. B AN ; C  H 0, ; TLC £ KT8 10% 4
- C B W W55 W 0 B AAEE & ;' H- NMR ( CDCL,, 600
MHz) §:1.82(3H,dd,J=6.9,1.7 Hz,H-1) ,6.35(1H,dq, /=
15.8,6.9 Hz,H-2),5.52(1H,brd, J=15.8 Hz,H-3) ,4.29( 1H,
d,J/=6.5 Hz,H-8) ,4.12(1H,t,/=6.5 Hz,H-9),5.56 ( 1H,
ddt,/=15.4,6.9,1.4 Hz,H-10),5.87(1H, m,H-11),2.18
(2H,q,J=7.2 Hz,H-12) ,1.68(2H,m,H-13) ,3.67(2H,t,J =
6.5 Hz,H-14) ;* C-NMR ( CDCL,, 150 MHz) 6:18.9(C~-1),
144.6(C-2),109.4(C-3),79.2(C-4),78.0(C-5) ,71.4(C~

6),71.2(C-7),66.7(C-8) ,75.4(C-9),127.5(C-10) ,135.1
(C-11),28.8(C-12),31.6(C~13),62.2( C~14) ., %54 Xk
[5], % EZALEWIN 3 S (Lobetyol )

S 4. 8 EHARY) 5 C H 5O, s TLC 2R B3 4L 10% 57
Bl — LBV T W 25 W €6 R B BE 05 ;' H-NMR ( CD, OD, 600
MHz) §:1.89(3H,dd, J=6.9,1.7 Hz,H-1) ,6.21(1H,dq, /=
10.9,6.9 Hz,H-2) ,5.55(1H,brd,J=10.9 Hz,H-3) ,4.25(1H,
d,J=6.7 Hz,H-8) ,4.00(1H,dd,J=6.9,6.7 Hz,H-9),5.58
(1H,ddt,J=15.4,6.9,1.4 Hz,H-10),5.82( 1H, dtd, J=15.4,
6.9,0.9 Hz,H-11) ,2.16(2H,q,/=7.3 Hz,H-12),1.65(2H,
m,H-13),3.58(2H,t,/=6.5 Hz,H-14) ; "C-NMR(CD, 0D,
150 MHz) 8:16.5(C~1),144.1(C-2),109.7(C-3),75.8(C~
4),78.5(C-5),70.9(C-6) ,83.0(C-7) ,67.8(C-8),76.6( C~
9),129.6(C-10),135.2(C-11),29.8(C-12),33.1(C-13),
62.3(C-14), 4iaXHR[6], % & B H 5745 S b
(isolobetyol)

&Y 5 5 MR ; Gy Hoyg Og s TLC ZARFRA 4 10%
BRlR - C TR T WE 2% 06 BB 05 ;' H-NMR ( CD, 0D, 600
MHz) 6:3.58(2H,t,/=6.5 Hz,H-1),1.66(2H,m,H-2) ,2.18
(2H,q,J=7.2 Hz,H-3) ,5.91(1H,dt,/=15.4,6.9 Hz,H-4) ,
5.46(1H,ddt, J=15.4,8.3,1.2 Hz,H-5) ,4.27(1H, brdd, J =
8.0,6.2 Hz,H-6) ,4.43(1H,brd, J=6.2 Hz,H-7) ,5.58 (1H,
dqd,J=15.8,1.8,0.6 Hz,H-12) ,6.33( 1H,dq,/=15.8,6.9 Hz,
H-13),1.81(3H,dd,/J=6.9,1.8 Hz,H-14) ,4.31(1H,d, /=
7.7 Hz,H-1") ,3.26(1H,dd, J=9.0,7.7 Hz,H-2") ,3.32( IH,
dd,J=9.0,8.8 Hz,H-3") ,3.28( 1H,dd,/=9.4,8.8 Hz,H-4") ,
3.18(1H,ddd, J=9.4,6.0,2.2 Hz,H-5') ,3.85(1H, dd, J =
12.0,6.0 Hz,H-6a’) ,3.65(1H,dd, J=12.0,2.2 Hz, H-6b') ;
C-NMR(CD,0D,150 MHz) 6:62.3(C~1),33.0(C-2),29.8
(C-3),138.9(C-4),126.6(C-5),81.2(C-6),66.6(C-7),
81.8(C-8),71.2(C-9),72.5(C~10),78.1(C~11),110.5( C~
12),145.4(C-13),18.9(C-14),100.7(C-1') ,74.9(C-2") ,
78.0(C-3"),71.7(C~-4") ,78.0(C=5") ,62.7(C~-6") , HEE X
B 7], % A E Y 5 S BT (Lobetyolin)

a6 8 GHRY ; C,Hy, 0, TLC KT EL 10% 55
15— 2 BV W W 55 0 (0 45 (A BT 4 ;' H- NMR ( CD, 0D, 600
MHz) §:7.01(1H,d,J=1.8 Hz,H-2),6.72(1H,d, J=8.0 Hz,
H-5),6.82(1H,dd,/=8.1,1.8 Hz,H-6) ,4.82(1H,d, J=5.7
Hz,H-7),4.35(1H,td,J=5.7,3.7 Hz,H-8) ,3.83(1H,dd, J=
12.0,5.7 Hz,H-9a) ,3.76 (1H,dd, J=12.0,3.7 Hz,H-9b) ,
6.99( 1H,brs,H-2") ,6.86(2H,brs, H-5,H-6") ,6.50(1H, dt,
J=15.9,1.4 Hz,H-7") ,6.23(1H,dt,J=15.9,5.8 Hz,H-8') ,
4.19(2H,dd,J=5.8,1.4 Hz,H-9') ,3.79(3H,s,0CH,) ,3.80
(3H,s,0CH,) ; *C-NMR(CD,0D, 150 MHz) §:134.1(C-1),
111.8(C-2),148.7(C-3),147.0( C-4),115.6(C-5),121.0
(C-6),74.1(C-7),86.2(C-8),62.2(C-9),133.0(C-1"),



74 EIE7/ B R SRS R N e

5529 %

111.3(C-2"),151.9(C=-3"),148.9(C-4") ,118.8(C-5"),
120.6(C-6'),128.5(C-7"),131.5(C-8') ,63.8(C-9'),56.5
(OCH,),56.3(0CH,) . 56 3CHk[8-9], % ZEY Ik
H - AIARIEH M -B-0-4' - FAFAFE ( erythro-guaiacylglycerol 8-
0-4'-coniferyl ether) ,

&Y 7: FHETEEIE B AR ; CyyHyy O s TLC 2R P £
10% B iR - 2, S W 55 %5 0 {6 A 3% (A BT 45 ;' H-NMR ( CDCl,,
600 MHz) 6:3.10(2H,m,H-1,5) ,4.74(2H,d,J=3.9 Hz,H-
2,6),3.87(2H,dd,/=9.2,3.8 Hz,H-4a,8a) ,4.24(2H,dd, J=
9.2,6.8 Hz, H-4b,8b),6.89 (4H, m,H-2',5',2",5"),5.59
(2H,brs,H-4',4") |6.82(2H,dd,/J=8.1,1.9 Hz, H-6',6") ,
3.91(6H,s,2x0CH,) ; *C-NMR( CDCI, , 150 MHz) &:54.1( C~
1,5),85.9(C-2,6),71.6(C-4,8),132.9(C-1',1"),108.6
(C-2',2"),146.6(C-3",3"),145.2(C-4',4") ,114.3(C-5',
5"),118.9(C-6,6") ,55.9(2x0CH, ) , Z5&CHR[10], %%
A Y1 FA IR TE ( pinoresinol ) ,

&Y 8. AEEVNIR;C, H, 0, ; TLC 2RS4 10%
BRR— C TR T WG 25 0 6 A B BB 05 ;' H-NMR ( CD, 0D, 600
MHz) 6:1.99( 1H,m,H-2a),1.53(1H,m,H-2b) ,4.22( 1H,
m,H-3),2.42(1H,m,H-4a) ,1.74(1H,m,H-4b) ,5.75( 1H,
s,H-7),1.76(3H,s,H-9) ,1.47(3H,s,H-10) ,1.28(3H, s,
H-11);*C-NMR(CD,0D,150 MHz) 8:37.2(C~1) ,46.5(C~
2),67.3(C-3),48.0(C-4),89.0(C-5),174.5(C~6),113.4
(C-7),185.7(C-8),31.1(C=9) ,27.0( C-10) ,27.5(C-11) ,
56 3CHRL 1], S A G R T 22 B N R (Loliolide )

a9 HEITLEIL B K C\ H, 0,; TLC Z K555
10% B R - £ B TR 5T 55 5 €68 15 (5 B 25 ;' H-NMR ( DMSO -
d,,600 MHz) 6:6.30(1H,d,J=9.4 Hz,H-3),7.96(1H,d, J=
9.4 Hz,H-4),7.26 (1H,s,H-5),7.08 (1H,s,H-8), 3.86
(OCH,),3.80 (OCH, ) ;* C~NMR ( DMSO —d, , 150 MHz) &:
161.0(C-2),109.3(C=3),144.8(C~-4),113.1(C-5),146.3
(C-6),149.9(C-7),100.5(C-8),153.0(C=9),111.6 (C-
10),56.6(OCH, ) ,56.3(OCH,) . #i33CHk[ 12] , 8 xfe &
W) RV 5 N TR ( scoparone ) o

ARBIFSE /N TR AR I 2 T4 B0 1) A TRk k8 43 v 43
BIOFSE M 2 AN EERA G (LG 1 F12) 3RS
WEY 3 4MS) 2 MARIBRBMED (LEW 6 A1 T) |

I ARG (LEY 8) Fl I DMEERELEGY (LEY
9),1X 9 MEA YT E U/ IVEEA 23 B KA
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