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Xylariaceae , ;IR F B JB Xylaria F—FhE B, £ KA
WHEES PR EERE B RPN
RS, AANS SR LM 2l A R SYR SR
BB . (BALBARAEURL LR BE 2
BALZERS IR AL, BRIEIEEST HEA M AR |
B W A RS RRAHT TS R
RN B K AT E R R &P iRe T BAE DP-
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KEERMRE R 1 L ERFLRAE D101 A, KyERR
BrEEER WEKEEYIR, PR RRIRERE
BSg), THREEEHBEHRAEE2ZE (110
g) , FAED5-FEE(1: 1) FAEES 4R 3 IR, B 3FiR
B, EEREHEE(20g) , SABRBTHREER
I, mAKRE, AEERR B, BERR CBRZEBUH 4
(15 g) RATHRER A3 5388 (AR 1 200 g,200 ~
300 H) ,AMBE-NEE(6:1) YL, 73 A-E 453, B
HASRERA AL, AMBE-PIERN(15:1) YER, 184
AY1,3;C H 5 SRR, A MBE-FTER(5: 1)
Ve, BRI BB AEY2,4,5;D4
ARG, AMBE-EER R (4: 1) Y, 5
F4b&1 6,7 E oy B AT A3, Ep5-FF B (2:
1) YeRR, B35 8.9,
3 ke

WWEW1 kK, positive FAB-MS m/z 209
[M+1]*;'H-NMR(CDCI,,400 MHz) §:4. 54 (1H,
m,H-2),1.49(3H,d,J =6.2 Hz,CH,-2) ,2. 65(2H,
m,H-3),3.81(3H,s,7-0CH,) ,6.03 (1H,s,H6),
5.98(1H,s, H-8) ;" C- NMR (CDCl,, 100 MHz) §;
74.0(d,C-2),20.8(q,CH,-2),43.3(t,C-3),196. 3
(s,C4),103.0(s,C4a),164.1(s,C-5),55.6(q,7-
OCH,) ,94.8(d,C-6),167.8(s,C-7),93.9(d,C-8),
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163.0(s,C-8a) , LA EHEFNSCHR( S ] HE—3,
WRER S-FRE-T-H A 2 B4 R (5-
hydroxy-7-methoxy-2-methyl-4-chromanone) ,

e 2 WEEHK(CAMEE-NE), ESI-
MS m/z 194 M]* ;' H-NMR ( CDCl,, 500 MHz) &
4.47(1H,m,H2),1.42(3H,d,J =6.3 Hz,CH,-2),
2.59(2H,m,H-3),5.82(1H,s,H6,8) ;" C- NMR
(CDCL,,125 MHz) 5.:75.3(d,C2),22.0(q, CH,-
2),44.0(t,C3),197.9(s,C4),103.2 (s, C4a) ,
165.4(s,C-5),96.8(d,C6),168.2(s,C-7),96.0
(d,C-8),164.9(s,C-8a), LA L P %5 CHk
[SIIRB 3, HWEENS,7- 2R HE2-P AT
16 J5 A (5,7 - dihydroxy-2-methyl-4-chromanone) ,

EY3 WHEBH R (AMBE-FE), posi-
tive FAB-MS m/z 179[M +1] *;'H-NMR ( CDCL,,
400 MHz)5:4. 54(1H, m,H-2) ,1.49(3H,d, ] =6. 3
Hz,CH,-2),2. 68(2H,m,H-3),6.39(1H,d,J =8.2
Hz,H6),6.46(1H,d,J =8.2 Hz,H-8),7. 32 (1H,
t,J =8.3 Hz, H-7) ;" C-NMR ( CDCl,, 100 MHz) §:
73.7(d,C2),20.7(q,CH,2) ,43.7(t,C-3) ,198. 4
(s,C4),107.9(s,C4a),161.9(s,C-5),109.0(d,
C6),138.0(d,C-7),107.2(d,C-8),161.6(s, C-
8a), LALBOEBEEMICERI6] -3, BEERLE
Yk S-FR-2-F BH4-— F 4 JFF (5-hydroxy -2-
methyl-4 -chromanone) ,,

&Y 4 T (AME-NER), ESI-MS
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m/z 196 M] " ;' H-NMR ( CD,0D,400 MHz)§:1.24
(3H,d,J =6.3 Hz,H4) ,3.28 (2H, m,H-2),4.36
(1H,m,H-3),6.34(1H,d, J =8.3 Hz,H3',5"),
7.20(1H,t,J = 8.3 Hz, H4') ;" C-NMR ( CD, OD,
100 MHz) §:163.5 (s, C2',6"),111.2 (s, C-1"),
108.4(d,C3",5"),137.2(d,C4") ,207.4(s,C-1),
54.8(t,C-2),65.3(d,C-3),23.6(q,C4), VI ¥
RS CRIT I, e RSP Hh 1-(2,6-
ZEEXE)3-RBE-TEI[1-(2,6-dihydroxyphenyl ) -
3-hydroxybutanone ] ,

e s FTAas S (CAMBE-NE). EL-MS
m/z 428 M]*,410[M -H,0)",396[M - 0,]";
'"H-NMR ( CDCl, , 400 MHz) §:0.81(3H,d,J =5.0
Hz,H-27),0.82(3H,d, J =5.0 Hz, H26),0. 88
(3H,s,H-18),0.90(3H,d,J =5.3 Hz,H28),0.99
(3H,d,J=6.6 Hz,H21),1.09(3H,s,H-19),3. 98
(1H,m,H3),5.15(1H,dd,J =15.1,7.5 Hz, H-
22),5.23(1H,dd, J =15.2,8.2 Hz, H23),6.25
(1H,d,J =8.5 Hz,H6) ,6. 52(1H,d, J =8. 5 Hz,H-
7) ;*C-NMR(CDCl, ,100 MHz)§:34. 6(t,C-1) ,30.0
(t,€2),66.3(d,C-3),36.8(t,C4),82.1(s,C-5),
135.4(d,C6),130.7(d,C-7),79.4(s,C-8),51.6
(d,C9),36.8(s,C-10),23.3(t,C-11),39.3(t, C-
12) ,44.5(s,C-13),51.0(d,C-14) ,20.6(t,C-15),
28.6(t,C-16),56.1(d,C-17),12.8(q,C-18),18. 1
(q,C-19),39.7(d,C-20) ,20.8(q,C21),135. 1(d,
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C-22),132.2(d,C-23),42.7(d,C-24),33.0(d, C-
25),19.9(q,C-26),19.6(q,C-27),17.5(q,C-28),
EREER S SCER [ 8 ] BB, ML RIS
Sa,8a-it EALE M 56 ,22-—45-38-E2 (5a, 8a-epid-
ioxyergosta-6 ,22-dien-38-0l)

fkEwe LAt (AMBE-FNE) o EL-MS
m/z 412[M = H,0]* ,394[ M - 2H,0]*,379[ M -
2H,0 - Me]* ;' H-NMR ( C,D,N,500 MHz) §:0. 66
(3H,s,H-18),0.85(3H,d,J =3.9 Hz,H-27),0. 86
(3H,d,J=3.8 Hz,H-26),0.95(3H,d,J =6. 8 Hz,
H-28),1.06( 3H ,d,J=6.6 Hz,H-21),1.53( 3H,
s,H-19) ,4.33(1H,d,J =4. 3 ,H6) ,4.85(1H,m, H-
3),5.21(1H,dd, J = 18.0,8.3 Hz, H-22),5.21
(1H,dd,J = 18.0,8.3 Hz, H-23),5.75 (1H,1,] =
2.5 Hz,H-7) ;" C-NMR (C,D4N, 125 MHz) §:32.6
(t,C-1),33.8(t,C-2),67.6(d,C-3),42.0(1,C4),
76.1(s,C-5),74.3(d,C-6),120.5(d,C-7),141.6
(s,C-8),43.8(d,C9),38.1(s,C-10) ,22.4(t,C-
11),39.9(t,C-12),43.8(s,C-13),55.3(d,C-14),
23.5(t,C-15),28.5(t,C-16),56.2(d,C-17) ,12.5
(q,C-18),18.8(q,C-19),40.8(d,C-20),20.1(q,
C-21),136.2(d,C-22),132.1(d,C-23) ,43.1(d, C-
24),33.3(d,C-25) ,21.4(q,C26),19. 8(q,C27),
17.8(q,C28) , ERBUHE5CHR[9 ] ME—B, 8
KBS Y AERE-T,22- " H-38-5a, 60- = FF
[ (22E,24R) -ergosta-7,22-dien-38,5a ,6f3-triol ] ,

57 BEHG(E)-BE), EILMS m/z
440[ M]* ;' H-NMR (CDCl, 400 MHz)§:4. 71 ( 1H,
s,Ha-31),4.66(1H,s,Hb-31),3.49(1H,s, OH-3),
3,23(1H,dd,J =11.5,4. 3 Hz,H-3),0. 98 (3H,s, H-
19),0.92(3H,d,J =6.3 Hz,H-21),0. 88 (3H,s,H-
30),0.81 (3H,s,H29),0.69 (3H, s, H-18) ;" C-
NMR (CDCl,;, 100 MHz)§:35.6(t,C-1),27.8(t,C-
2),79.6(d,C-3),38.9(s,C4),50.4(d,C-5),18. 3
(1,C6),28.2(t,C-7),134.4(s,C8,C-9) ,37.0(s,
C-10),21.0(t,C-11),30.8 (t,C-12),44.5 (s, C-

13) ,49.8(s,C-14),31.0(t,C-15),26.5(t,C-16),

50.4(d,C-17),15.7(q,C-18),19. 1(q,C-19) ,36.5

(d4,€-20),18.7(q,C-21) ,35.0(t,C-22) ,31.3(t,C-

23),156.9 (s, C-24),33.8 (d, C25),22.0 (g, C-

26),21.9(q,C-27),28.0(q,C-28) ,15.4(q,C-29)

24.3(q,C-30),105.9(t,C-31), FRFIZEEIEE L

BR[ 10 ] 4238 — 2, M4 8 9 KR BZ (euphorbol) .

EW8 L4 & (FEE) . & TLC 5855

HEg L BB AL S YR B-A K BE(B- sitosterol)

&9 Bk (PR H #M°C-NMR ¥

WEAEFSCER 11 ] — 3, XL s WEE N 2-(4-

R -2, [ 2-(4-hydroxyphenyl ) -ethanol ] ,

[ &% 3#k]
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Chemical constitutents in fermental mycelium of Xylaria nigripes

GONG Qing-fang' , ZHANG Yu-mei’, TAN Ning-hua’, CHEN Zuo-hong'
(1. College of Life Science, Hunan Normal University, Changsha 410081, China;
2. State Key Laboratory of Phytochemistry and Plant Resources in West China, Kunming Institute of Botany,
Chinese Academy of Sciences, Kunming 650204, China)

[Abstract] Nine known compounds, 5-hydroxy-7-methoxy-2-methyl-4-chromanone (1), 5, 7-dihydroxy-2-methyl-4-chro-
manone (2), S-hydroxyl-2-methyl-4-chromanone (3), 1-(2, 6-dihydroxyphenyl) -3-hydroxybutanone(4) , 5a, 8a-epidioxyergosta-6,
22-dien-38-ol (5), (22E,24R)-ergost-7, 22-dien-38, 5a, 6a-triol (6), euphorbol (7), B-sitosterol (8) and 2-(4-hydroxyphenyl) -

ethanol (9) were isolated and identified in Xylaria nigripes for the first time, and their structures were mainly determined by MS and

NMR methods. Compounds 1 and 2 were isolated as the natural product for the first time.

[Key words] Xylaria nigripes; mycelium; chemical constitutents
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