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lynoiresinol (11 ) (-)-(7R,7'R7"S,85,8'S,8"S)-4',4"-dihydroxy-3,3',3",5-tetramethoxy-7,9':7',9-diepoxy-
4,8"-0xy-8,8'-sesquineolignan-7",9"-diol (12) . 3',6-dipropyl apigenin (13) . Hr{b&¥ 6. 8. 912 K
EHIRMREBE T3 8), HRUEWI S RNER R o 238, IR AL &Yt 17 FLRR b 2088
(lactate dehydrogenase, LDH) BRI RMIR, 55ELM, &4 13 X LDH BRI aE LT,
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Abstract: The chemical constituents of aerial parts of Euodia austrosinensis were studied by various extraction
and isolation techniques, and their structures were established on the basis of 1D and 2D NMR spectra. Thirteen
compounds were obtained and identified as follows: limonin (1), 6a-acetoxy-12a-hydroxyevocorolactone (2),
12a-hydroxyevodol (3), 12a-hydroxylimonin (4), graucin A (5), S-allocryptopine (6) , rhetsinine (7), wildflowers
element (8), bis(2-ethylhexyl) benzene-1,2-dicarboxylate (9), bejolghotin G (10), lynoiresinol (11),
(-)-(7R,7'R,7"S,8S,8'S,8"S)-4',4"-dihydroxy-3,3',3",5-tetramethoxy-7,9":7',9-diepoxy-4,8"-oxy-8,8'"-sesquineolignan-
7",9"-diol (12), 3',6-dipropyl apigenin (13). among which compounds 6, 8, 9 and 12 were acquired from the genus
Evodia for the first time, the other compounds were isolated from this plant for the first time. The inhibition rate of
lactate dehydrogenase release of the compounds was tested. The results showed that compounds 13 had good

inhibitory activity on LDH release, which indicated that 13 had certain anti-inflammatory activity.
Key words: Fuodia austrosinensis Hand-Mazz; chemical composition; structure identification; anti-inflammatory

activity



RIRYL (Euodia rutaecarpa) NZEEFH RRFRHY), R—FFELKTLY. EALS5N
K7 BRI YT B E G« SR IR JE 0, AR AT 6 2 LR A .
FERMP TR, WRZEFE RS RI T 2R &8, O FiEs R, R0,
SACH YR, LA S Ho A 2 T AR MR i i A 2 S rh A BRI AT A R R A AR
P AR P I L 65 V75 47 P88 V1 D B 0 4% LR W PE D) 46 9 R B ( Ewodlia austrosinensis
Hand-Mazz) VFJ& T RKE, FHELM T AR —F R IRM G, 5RESEA
e AR o 28T M RZRBE Py B R A IME AL S, 1T H AT 6 T 1R R B4 2
J 5 R ARTE DR BE AR T 52 B P SR B8 (R A P38 23 AT A

FABR AL 2 A AR OB B RE VRS, B0 IE SRR RS G 2 A R S A
FEABLRA 51, AT AT A P38 AT 70 98 M AR S AR < 7L IR B %0 (lactate dehydrogenase, LDH)
PR E I MRS, AEE T AN . 440 S RE S I, RS T 4T FL, AL
P2 Jd e B T 52 457 10 0 L SRR JS B2 B s R . ERLE, ATl LDH 7E 4 R IR (R R i
KT, fERT ARAEZ P K47 ¢ B JJU0) . WO AN 70 B LDH VERAEA S 4 2808 1, LA
RIBEATARIEER AP, R IE A IR iR e 5%

1 R 575%
L1 #PREARnIR S

B LR (NMR) AVANCEIIIHD 400/600 MHz (¥ Bruker A &) ; Agilent 1260
G (HPLC) (3E[H Agilent BHE AR AR 5 PRSI (DAD) (£[H Agilent
BHEAIRAT) ; Zorbax SB-Cis (5 um, 9.4 mmx250 mm) &A% (£ EH Agilent BHLH
BT 3 Zorbax SB-Cis (5 um, 4.6 mmx250 mm) Zp#rkE (EE Agilent A7) ; IEMAE
JEHT FHEER 80~100. 100~200. 200~300 H: [AHIAFA4K} Lichroprep RP-18 (40~60 pm) ;
YRR SE SRR RR Sephadex LH-20; )2 ENTHER (GF254) 5 JEfil#& kK (HSGF254) ; %
P i v S AR s S [ I A 2 A SR A R 2R T e 2 M T 1 7 B WAL L o v BT
FSEEA kL NREAZ BRI (J774A.1) 5 Opti-MEM %5775 (Thermo Scientific USA,
31985088); J& H . % Nigericin (Invivogen USA, tirl-nig) ; 7L i ZBEH 877 £ (Promega
USA, J2381) ; i1l FBS (Thermo Scientific USA; 10091155) ; DMEM #5374 (Gibco,
C11995500BT)

1.2 EMEmKIR
FEYIT 2019 4R H = F v RUR AN, H b ERF B B AR IR 90 P R 46 78 4 g R
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(Evodia austrosinensis Hand-Mazz) , FRAAFIR T 2 F K2 30H H E AR BT 25 4 27 7 R s
=, bS5 N XWL2019020.
1.3 RS2 E

TR R R B A (7 k) i, =i N 95%HEE- /KB (25 L) B 24 h,
W PRBGRIR Rk 4 B BERE (2kg) , WG HIEMAEKER PR 2K, 53 %A PE.
EtOAc ZHUF BIMH N A HUAH. ¥ PE MR R IRAT, 1SRG REKIRY (613.1g) , #
EtOAc TR 4i, 1931 B EECRY (338.2¢) o BUAMBFFHARY (FrA) FHRKFLH
Jlg TR 2y P - 2K FE e B (AR 238 50%. 70%- 80%- 90%) , 15§ 4 N4 FrAl~4.
47y FrA3 (56.2g) Ak 2Bl (1001, 811, 61, 5210 421,311, 211,
1D BB, S@MlECEREESIFHERD, 515 M0 (1~15) o FrA3-14 45
ZELAEMEIMLEY 1 (1000.0 mg) . FrA3-8 4020 id i ikt J2 B AN 52 D4 7 S fise
Sephadex LH-20 7> 58L& 8 (8.0mg) + 3 (5.1 mg) . FrA3-17 4/l id ik 2
AR ENAEY 6 (12.6mg) « 7 (6.1 mg) 19 (30.6 mg) ; oMYl % & A it
i ZfE-7K (3 mL/min, 40 :60) SELE% 12 (43 mg, =8 min) . ZH4) FrA2 (45.0g)
DA S pE-FEE (1001, 80: 1. 60:1, 50:1, 40:1.30:1.20:1, 10:1, 5: 1.
3010 10D NERA, MBS EESIFHERS, 159 M (1~9) o 4145 FrA2-1
R R ENT . SRR AAF R AT 3 (3.2 mg) + BB & i ROBUAH (i
i ZfE-7K (3 mL/min, 35:65) BA2MLAY 4 (4000.0 mg, #=15.5min) . 204> FrA2-2 D\
AR (100 D 110 D NEBFISEEHEY 2 (129mg) 5 (123 mg) . W4
2 CBEARAHY) (FrB) FORFLA I E ARy, P R R/ FE e it CHAR 23 % 50% 70%.
80%- 90%) 75 4 N FrB1~4. #H4) FrB2 (34.0g) DL & FFke-FHEE (100 : 1. 80 : 1.
60:1.50:1.40: 1. 3051, 2014 1051 5214 320 15 1) NP, &E i
Kt J5 & AR5y, 3 9 M4 (1~9) o FrB2-3 4143 PRk o il i — & H fe- N
(100 : 1—>1: 1) FIZEHGE-FEE (100 : 1-1 : 1) EREETEIMEEY 11 (9.0 mg) ;
T2 H 5% B RO B R ] 2 55-/K (3 mL/min, 60 @ 40) 415 EI4L&4 10 (12.8 mg,
(=9 min) o
1.4 LDH TR0 2005

AW FE KA LDH 01, B 10%f8 25 i FBS 1) DMEM }; 77 525597 J774A.1 4Hi)f,
TEA FXT B KPS AR TE 24 FLARCH, A 1 X103 AL, R340 M 2 J5 DA

200 ng/mL HIIEZHE (LPS) i SIS 4HM 3 h, Jo A& ALEYAE TAEIKEE N 10 pmol/L12)
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NI E 4 30 min, 5 H 10 pmol/L J& H W & (nigericin) JIBMF E 1 h, #0& )54 LDH
Sy TR SR I 4T M B v P LR AR (LDHD BB EM 2R . Ks2 64y NIUd, 435
JEIEE A ORI 2 48 LPS A HE B R FIHD A Chn R 2 5 e H T 230350 |
PHE X BRZH (AEAAZH in N 30 umol/L % Co3E PR ) AISEIG A (FEAE AL o N Rr ik &
Y, DR T 3B % AL S ILE 10 umol/L ¥R FEE R 4 A 5 37 0h LDH R 30 ) %
2 SLIEHER
2.1 EEE

&1 AOTERMA, ESI-MS: m/z 471 [M+H], 40 T30 CaeHs00s: [a]’ -82.0
(¢ 0.05, MeOH) ; 'HNMR (400 MHz, DMSO-d¢) d: 7.72 (1H, d, J=1.6 Hz, H-21),
7.66 (1H, t, J=18Hz, H-23) , 6.51 (1H, d, J=19Hz, H-22) , 548 (1H, s, H-17),
492 (1H, d, J=13.0Hz, H-19b) , 449 (1H, d, J=13.0Hz, H-19a) , 4.11 (1H, d,
J=3.6Hz, H-1), 411 (1H, brs, H-15) , 2.78 (1H, d, J=16.3 Hz, H-2b) , 2.60 (1H,
dd, J=7.0, 3.6Hz, H-9) , 2.46 (1H, dd, J=15.6, 2.9 Hz, H-6b) , 2.29 (1H, dd, J=
154, 29 Hz, H-6a) , 2.28 (1H, dd, J=14.8, 3.1 Hz, H-2a) , 227 (1H, dd, J=15.,
29Hz, H-5), 1.19 (3H, s, H-28) , 1.11 (3H, s, H-29) , 1.03 (3H, s, H-18) , 1.01
(3H, s, H-30) ; 3CNMR (100 MHz, DMSO-ds) 6: 79.0 (C-1) , 36.2 (C-2) , 170.7
(C-3), 80.0 (C-4) , 58.6 (C-5), 36.7 (C-6) , 208.5 (C-7) , 50.8 (C-8) , 47.0 (C-9),
45.8 (C-10) , 18.0 (C-11) , 29.7 (C-12) , 38.1 (C-13) , 67.2 (C-14) , 54.2, (C-15),
167.8 (C-16) , 77.9 (C-17) , 20.2 (C-18) , 65.3 (C-19) , 120.7 (C-20) , 142.2 (C-21),
110.7 (C-22) , 143.8 (C-23) , 302 (C-29) , 21.9 (C-28) , 17.5 (C-30) . VA L%k S
SCERISIA R — 3, WS B E Y 1 AR &

a2 AL ERMAK, ESI-MS: m/z 545 [M+H]Y, 70T 3HN CasH3011: 'H NMR
(400 MHz, Pyridine-ds) d: 7.66 (1H, brs, H-23) , 7.56 (1H, d, J=1.6 Hz, H-21) ,
6.55 (1H, d, J=2.0Hz, H-22) , 5.77 (1H, d, J=7.5Hz, H-6) , 524 (1H, s, H-17),
5.04 (d, J=5.7Hz, H-128) , 473 (1H, d, J=13.0Hz, H-19b) , 4.66 (1H, d, J=13.0
Hz, H-19a) , 433 (1H, d, J=3.6Hz, H-1) , 3.34 (1H, s, H-15) , 3.09 (IH, d, J=
104 Hz, H-5) , 2.82 (1H, d, J=12.6 Hz, H-9) , 2.66 (1H, dd, J=15.7, 3.2 Hz, H-2a),
2.57 (1H, dd, J=14.6, 3.5Hz, H-2b) , 2.18 (3H, s, -OAc) , 133 (3H, s, H-29) ,
1.28 (3H, s, H-28) , 127 (3H, s, H-30) , 1.22 (3H, s, H-18) ; 3CNMR (100 MHz,

Pyridine-ds) 6: 80.2 (C-1) , 36.8 (C-2) , 170.7 (C-3) , 80.8 (C-4) , 55.2 (C-5) , 73.6
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(C-6) , 2082 (C-7) , 51.9 (C-8) , 48.8 (C-9) , 47.0 (C-10) , 30.8 (C-11) , 60.7
(C-12) , 39.2 (C-13) , 67.7 (C-14) , 552 (C-15) , 168.1 (C-16) , 78.6 (C-17) ,
18.4 (C-18) , 66.1 (C-19) , 121.6 (C-20) , 142.4 (C-21) , 111.0 (C-22) , 144.1 (C-23),
22.4 (C-28) , 30.6 (C-29) , 18.1 (C-30) , 171.0 (C-31) , 209 (C-32) . FHIEE L
BROO—FL, S E A 2 N 60- LA FE-120- 2 55 520 B0 A G I

&M 3 AETERKAK, ESI-MS: m/z 501 [M+H]", 23§ RA CaeHasOm0: [a]?’ -136.4
(¢ 0.05, MeOH) ; 'HNMR (400 MHz, CDCly) §: 7.50 (1H, brs, H-23) , 7.26 (1H,
d, J=15Hz, H21) , 635 (1H, d, J=2.0Hz, H-22) , 543 (1H, s, H-17) , 4.71~4.57
(2H, m, H-19) , 4.11 (1H, s, H-15) , 4.10 (1H, s, H-1) , 3.92 (1H, d, J=4.9 Hz,
H-128) , 1.56 (3H, s, H-18) , 1.50 (3H, s, H-28) , 126 (3H, d, J=5.2Hz, H-29),
1.10 (3H, s, H-30) ; *CNMR (100 MHz, CDCl3) §: 78.9 (C-1) , 34.6 (C-2) , 169.3
(C-3) , 81.7 (C-4) , 139.6 (C-5) , 140.0 (C-6) , 195.1 (C-7) , 48.0 (C-8) , 42.1
(C-9) , 47.1 (C-10) , 31.7 (C-11) , 68.0 (C-12) , 43.0 (C-13) , 64.7 (C-14) , 51.2
(C-15) , 165.9 (C-16) , 76.4 (C-17) , 17.7 (C-18) , 68.3 (C-19) , 119.7 (C-20) ,
141.4 (C-21) , 109.4 (C-22) , 144.4 (C-23) , 25.8 (C-29) , 25.1 (C-28) , 13.3 (C-30).
DA b3 5 S0 — 8, i e A Y 3 4 120-hydroxyevodol.

a4 AT AR, ESI-MS: m/z 487 [M+H]", 7 F2A CaeHi000; [a]}” -124.5
(¢ 0.05,MeOH) ; 'HNMR (400 MHz, CDCl3) §: 7.52 (1H, d, J=1.5Hz, H-21) , 7.49
(1H, t, J=1.7Hz, H-23) , 645 (1H, d, J=1.5Hz, H-22) , 544 (1H, s, H-17) ,
481 (1H, d, J=13.0Hz, H-198) , 440 (1H, d, J=13.1Hz, H-19a) , 4.07 (1H, s,
H-1) , 3.94 (1H, d, J=5.3Hz, H-128) , 3.78 (1H, s, H-15) , 2.98 (1H, dd, J=17.0,
3.9Hz, H-2f) , 2.86 (1H, m, H-2a) , 2.74 (1H, m, H-5) , 2.62 (1H, d, J=12.1 Hz,
H-68) , 2.48 (1H, dd, J=14.1, 3.2 Hz, H-6a) , 2.25 (1H, dd, J=15.9, 3.3 Hz, H-5),
2.13 (1H, ddd, J=14.0, 12.4, 5.5Hz, H-9) , 1.30 (3H, s, H-29) , 1.18 (3H, s, H-28),
1.15 (3H, s, H-30) , 0.98 (3H, s, H-18) ; BCNMR (100 MHz, CDCl3) d: 78.9 (C-1),
35.7 (C-2) , 169.6 (C-3) , 80.2 (C-4) , 61.1 (C-5) , 36.4 (C-6) , 205.9 (C-7) , 52.4
(C-8) , 449 (C-9) , 457 (C-10) , 30.4 (C-11) , 68.5 (C-12) , 43.5 (C-13) , 64.3
(C-14) , 52.1 (C-15) , 166.1 (C-16) , 76.6 (C-17) , 16.7 (C-18) , 65.7 (C-19) ,
119.9 (C-20) , 141.5 (C-21) , 109.4 (C-22) , 144.4 (C-23) , 30.1 (C-29) , 21.4 (C-28),

13.4 (C-30) - PAEHIRE CHRISI—2, S EUEY 4 8 120-FEITBE R R .
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WEM S AR A, ESI-MS: m/z 503 [M+H], 4 F2N CaeH30010; [a]h°-36.9
(¢ 0.05, MeOH) ; 'HNMR (400 MHz, DMSO-ds) d: 7.77 (1H, d, J=1.5Hz, H-21),
7.66 (1H, t, J=1.7Hz, H-23) , 6.53 (1H, d, J=19Hz, H-22) , 5.75 (1H, d, J=4.6
Hz, H-7) , 5.51 (1H, s, H-17) , 4.85 (1H, d, J=42Hz, H-128) , 427 (1H, s, H-1),
421 (1H, s, H-198) , 3.93 (1H, s, H-15) , 391 (IH, s, H-19a) , 2.96 (1H, dd, J
=159, 2.7Hz, H-28) , 2.88 (1H, s, H-5) , 2.82 (1H, d, J=12.1 Hz, H-9) , 2.58 (IH,
dd, J=15.8, 2.7Hz, H-2a) , 1.27 (3H, s, H-18) , 1.16 (3H, s, H-28) , 1.12 (3H,
s, H-29) , 0.55 (3H, s, H-30) ; 13C NMR (100 MHz, DMSO-ds) 6: 82.4 (C-1) , 36.4
(C-2), 1712 (C-3) , 81.9 (C-4) , 65.1 (C-5) , 207.7 (C-6) , 82.3 (C-7) , 48.5 (C-8),
41.6 (C-9) , 462 (C-10) , 31.6 (C-11) , 66.4 (C-12) , 433 (C-13) , 66.3 (C-14) ,
51.0 (C-15) , 167.3 (C-16) , 77.5 (C-17) , 15.2 (C-18) , 70.5 (C-19) , 120.3 (C-20),
1422 (C-21) , 111.1 (C-22) , 143.6 (C-23) , 29.2 (C-29) , 24.2 (C-28) , 14.6 (C-30).
PRS0 5 SR — 8, BUS R A Y 5 NSRBI AE R A

&Y 6 A, ESI-MS: m/z 370 [M+H], 773N C2iHasNOs; [a]3° -13.0 (¢ 0.05,
MeOH) : SR RK IR EH IR/ #4335 'THNMR (400 MHz, CDCl3) d: 6.95
(1H, s, H-1) , 691 (1H, d, J=6.4Hz, H-11) , 6.79 (1H, d, J=6.6Hz, H-12) ,
6.63 (1H, s, H-4) , 594 (2H, s, OCH,0) , 3.85 (3H, s, 9-OCH;) , 3.77 (3H, s,
10-OCH3) , 3.76 (2H, m, H-8) , 3.40 (2H, m, H-13) , 2.89~2.27 (4H, m, H-5, H-6),
1.86 (3H, s, N-CH3) ; 3CNMR (100 MHz, CDCl3) ¢: 109.3 (C-1) , 146.1 (C-2) ,
148.1 (C-3) , 1104 (C-4) , 1359 (C-4a) , 323 (C-5) , 57.5 (C-6) , 50.2 (C-8) ,
128.5 (C-8a) , 151.6 (C-9) , 60.8 (9-OCH;) , 147.3 (C-10) , 55.7 (10-OCH3) , 110.6
(C-11) , 127.7 (C-12) , 129.5 (C-12a) , 46.2 (C-13) , 193.1 (C-14) , 132.8 (C-14a),
101.2 (C-15) , 41.2 (N-CH3) . VA E#ds 53CHRUO—3, e a6 up-ml ke bbb

&Y T ORI AR, ESI-MS: m/z 320 [M+H]", 20 T34 CioHi7N302; [a]3° -12.9 (¢ 0.05,
MeOH) ; 'HNMR (400 MHz, CDCl;) 6: 7.63 (1H, d, J=8.1 Hz, H-19) , 7.44 (1H,
dd, J=8.0, 1.6Hz, H-9) , 7.36 (1H, ddd, J=8.6, 7.0, 1.6 Hz, H-18) , 7.30 (1H, m,
H-11) , 726 (1H, s, NH) , 7.17 (1H, d, J=7.6 Hz, H-17) , 7.13 (1H, m, H-16) ,
6.77 (1H, d, J=8.5Hz, H-12) , 6.52 (1H, t, J=7.5Hz, H-10) , 420 (2H, t, J=6.5
Hz, H-5) , 321 (2H, t, J=6.5Hz, H-6) , 2.95 (3H, d, J=4.7Hz, N-CH3) ; '3C NMR

(100 MHz, CDCl3) d: 124.7 (C-2) , 161.8 (C-3) , 47.26 (C-5) , 20.9 (C-6) , 115.6
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(C-7) , 1226 (C-8) , 1144 (C-9) , 120.5 (C-10/18) , 126.0 (C-11) , 111.0 (C-12),
138.2 (C-13) , 150.8 (C-15) , 112.8 (C-16) , 134.4 (C-17) , 132.2 (C-19) , 120.3 (C-20),
175.6 (C-21) , 29.7 (N-CH3) . LA EXdE 53CERI7—3, MUEEEEY 7 Nt 1.

a8 EAMRYY, ESI-MS: m/z 263 [M+H]", 2+ 13N CisHigO4: [a]3” -13.5 (¢ 0.05,
MeOH) ; ZWEWEREE R &R AK . 'THNMR (400 MHz, CDCl3) §: 7.33 (2H,
d, J=83Hz, H-2/6) , 6.93 (1H, d, J=5.7Hz, H-2") , 6.85 (2H, d, J=8.3 Hz, H-3/5),
6.56 (1H, d, J=158Hz, H-7) , 625 (1H, dt, J=15.8, 6.0Hz, H-8) , 4.72 (2H, d,
J=59Hz, H-1) , 431 (2H, d, J=59Hz, H-9) , 3.76 (3H, s, 6-OCH3) , 1.93 (3H,
s, 5-CH3) ; BCNMR (100 MHz, CDCl3) ¢: 130.0 (C-1) , 64.9 (C-1") , 127.8 (C-2/6),
136.7 (C-2") , 114.8 (C-3/5) , 13.0 (C-5') , 129.9 (C-3") , 158.0 (C-4) , 167.7 (C-4"),
52.0 (6'-OCH3) , 130.8 (C-7) , 126.7 (C-8) , 63.9 (C-9) . L bl 5 CmkUS—5k, #h
KENAEY 8 NITTEMF .

WA 9 EOMRYY, ESI-MS: m/z 391 [M+H]', 7373 A CaaH3304; [a]3° 9.7 (¢ 0.05,
MeOH) ; ZA& e R0 8 b ki K. 'THNMR (400 MHz, CDCly) d: 7.70 (2H,
dd, J=5.7, 33Hz, H-2/5) , 7.52 (2H, dd, J=5.7, 3.3 Hz, H-3/4) , 4.26~4.17 (4H,
m, H-1/1") , 1.72~1.60 (2H, m, H-2'/2") , 1.38~1.27 (16H, m, H-3Y4'/5'/7/3"/4"/5"/7"),
0.93 (6H, d, J=7.5Hz, H-6/6") , 0.89 (6H, d, J=3.0 Hz, H-8/8") ; 3C NMR (100 MHz,
CDCl3) §: 132.5 (C-1/6) , 167.7 (C=0) , 167.7 (C=0) , 128.8 (C-2/5) , 130.9 (C-3/4),
68.2 (C-171") , 38.8 (C-2'2") , 30.0 (C-3/3") , 28.8 (C-4/4") , 23.0 (C-5/5") , 11.0

(C-6'6") , 23.8 (C-7Y7") , 14.0 (C-8/8") . VA LHl 5 3CHRII—5, M ED 9
°A bis(2-ethylhexyl) benzene-1,2-dicarboxylate »

A 10 ALK A, ESI-MS: m/z 597 [M+H]", 43 T3 CaaHseOn: [a]2® +30.3 (¢ 0.05,
MeOH) ; 'HNMR (400 MHz, CD;OD) ¢: 7.47 (1H, d, J=15.9Hz, H-7") , 7.08 (1H,
d, J=2.0Hz, H-6") , 6.95 (1H, dd, J=8.2, 2.0Hz, H-2") , 6.70 (1H, d, J=8.2 Hz,
H-5") , 6.51 (1H, s, H-2) , 6.34~6.28 (1H, m, H-6") , 6.26 (1H, s, H-8") , 4.81 (6H,
s, 3/3"-OCH3) , 3.61 (6H, d, J=9.6 Hz, 3'/5-OCH3) , 3.24 (3H, d, J=2.2Hz, 5-OCH3);
13C NMR (100 MHz, CD;0OD) d: 128.6 (C-1) , 106.3 (C-2) , 147.4 (C-3) , 137.4 (C-4),
146.1 (C-5) , 58.7 (5-OCH3) , 124.5 (C-6) , 39.3 (C-8) , 65.0 (C-9) , 137.7 (C-1"),
1052 (C-2") , 148.0 (C-3") , 1333 (C-4") , 147.7 (C-5") , 105.2 (C-6") , 41.9 (C-7"),

444 (C-8") , 64.7 (C9Y , 1262 (C-1") , 110.2 (C-2") , 147.7 (C-3") , 149.4 (C-4"),
7



113.96 (C-5") , 122.9 (C-6") , 145.7 (C-7") , 115.1 (C-8") , 168.0 (C-9") , 55.2 (3-OCH3),
55.3 (3-OCH3) 55.1 (3"-OCH3) , 55.3 (5-OCH3) . VI E¥¥E 5 CmkR0—5, #M%Elk
%) 10 A bejolghotin G

AW 11 AR, ESI-MS: m/z 421 [M+H]", 43 7R CaoHogOs: [a]3° -14.2 (¢ 0.0,
MeOH) ; 'HNMR (400 MHz, CDCly) 6: 6.33 (1H, s, H-2) , 6.27 (2H, d, J=11.6 Hz,
H-2'/6') , 3.90 (3H, d, J=1.6Hz, 5-OCH3) , 3.85~3.77 (9H, m, 3/3'/5'-OCH3) , 3.49
(2H, s, H-9) , 2.75~2.53 (2H, m, H-7) , 2.06 (1H, dd, J=18.4, 1.6 Hz, H-8") ,
1.66 (1H, s, H-8) ; '3C NMR (100 MHz, CDCl3) 6: 130.8 (C-1) , 105.3 (C-2) , 146.7
(C-3) , 1327 (C-4) , 146.7 (C-5) , 124.7 (C-6) , 354 (C-7) , 393 (C-8) , 67.4
(C-9) , 1369 (C-1") , 105.3 (C-2 , 146.6 (C-3") , 1312 (C-4) , 146.7 (C-59 ,
104.9 (C-6') , 42.8 (C-7") , 47.5 (C-8") , 64.5 (C-9") , 59.7 (5-OCH3) , 56.4 (3-OCH3),
56.2 (3'/5'-OCH3) o DL E¥AR 5 SCERP—%L, #UEE &4 11 24 lynoiresinol.

WEM 12 A A, ESI-MS: m/z 585 [M+H]", 20T 3N C3iHie0n; [a]3°-5.5 (¢ 0.05,
MeOH) ; ZMEVEZRZEHEBETH XM AD; '"HNMR (400 MHz, CDCl3) §: 6.96 (2H,
s, H-2'2") , 694 (1H, d, J=18Hz, H-6") , 6.91~6.83 (2H, m, H-5/5") , 6.73 (1H,
d, J=8.1Hz, H-6") , 6.62 (2H, d, J=3.2Hz, H-2/6) , 5.05~4.96 (1H, m, H-7") ,
478 (2H, d, J=3.9Hz, H-7/7") , 3.96 (4H, dd, J=9.5, 3.2 Hz, H-9a/9b/9'a/9'b) , 3.92
(7H, s, 3/5-CHs, C-8") , 3.89 (6H, d, J=2.0Hz, 3'3"-CHs,) , 3.60~3.49 (1H, m,
H-9"a) , 3.32 (1H, dd, J=12.7, 2.6 Hz, H-9"b) , 3.11 (4H, s, H-8) , 2.95 (2H, q,
J=73Hz, H-8) ; BCNMR (100 MHz, CDCl3) d: 137.6 (C-1) , 102.8 (C-2) , 153.5

(C-3) , 131.9 (C-4) , 153.2 (C-5) , 102.8 (C-6) , 859 (C-7) , 54.1 (C-8) , 72.6
(C-9) , 133.7 (C-1") ,109.8 (C-2") 146.7 (C-3") , 1455 (C-4") , 1143 (C-5") , 120.3
(C-6") , 85.7 (C-7") , 54.5 (C-8") , 72.0 (C-9) , 1313 (C-1") , 108.4 (C-2") , 146.5
(C-3") , 1454 (C-4") , 1142 (C-5") , 118.8 (C-6") , 74.1 (C-7") , 89.1 (C-8") ,
60.6 (C-9") , 56.7 (3/5-OCH3) , 56.5 (3'-OCH3) , 56.0 (5-OCH3) , 42.2 (3"/5"-OCH3).
Lok & Ol 5 w2 — %o, WMo% o A YW 12 N
(-)-(7R,7'R,7"S,85,8'S,8"S)-4' 4"-dihydroxy-3,3',3",5-tetramethoxy-7,9":7',9-diepoxy-4,8"-oxy-8,8's
esquineolignan-7",9"-diol.

WA 13 H KA, ESI-MS: m/z 355 [M+H]", 203N CaHnOs; [a]2”-77.8 (¢ 0.05,

MeOH) ; 'HNMR (400 MHz, CDCl3) §: 12.01 (1H, s, -OH-5) , 8.34 (1H, dd, J=38.0,
8



1.5Hz, -OH-4") , 825 (1H, d, J=7.8Hz, -OH-7) , 7.71 (1H, d, J=8.6 Hz, H-5") ,
738 (1H, d, J=8.8Hz , H-6" , 7.36 (1H, d, J=8.8Hz , H-2") , 6.13 (1H, s, H-3),
6.03 (1H, s, H-8) , 2.94~2.84 (2H, m, H-11) , 2.81 (2H, dd, J=13.5, 6.8 Hz, H-7"),
1.52 (4H, brs, H-12/8") , 1.04 (6H, t, J=7.1 Hz, H-13/9") ; 3C NMR (100 MHz, CDCl3)
J: 166.5 (C-2) , 107.5 (C-3), 187.2 (C-4) , 1572 (C-5) , 108.1 (C-6) , 163.1 (C-7),
102.1 (C-8) , 161.6 (C-9), 116.0 (C-10) , 24.6 (C-11/7") , 24.1 (C-12/8") , 14.1 (C-13/9"),
124.0 (C-1'") , 128.0 (C-2") , 1245 (C-3") , 1582 (C-4") , 128.2 (C-5") , 125.2 (C-6"),
T A B ST AR A S 2T SAR 3T it b &2, B VEAR IR B 4
1. (HIZAL BV HE 4HE 55 SCHRPYHIE (1) apigenin 45 F 5088 K7 AHABL, PRt 2 iz &
Y s 2R A &) apigenin BIRTAEY) . AW B X455 IDNMR. 2DNMR 1 MS &£ R %}
AL ST VEAIRZ EEE A8, Bk &9 13 %52 N 3',6-dipropyl apigenin
& 1~13 {2250 WWE 1.

1 R4=H, Ry=H
2 Ry=a-OAc, Ry=a-OH
4 R4=H, Ry=a-OH

B 1 L& 1~13 g

Fig. 1 Structures of compounds 1-13
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