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Chemical constituents from water extract of Armillaria luteo-~virens

MA Lin' ,ZHANG Yaozhou' ,DANG Jun’

"School of Pharmaceutical Science and Technology , Tianjin University , Tianjin 300072;
? Northwest Institute of Plateau Biology ,Chinese Academy of Sciences , Xining 810008 , China

Abstract A two-dimensional preparative liquid chromatographic method was developed for purification of con—
stituents from water extract of Armillaria luteo-virens using reversed phase preparative liquid chromatography
(RPLC) coupled with hydrophilic interaction liquid chromatography ( HILIC) . Seven compounds were isolated
from fruit bodies of Armillaria luteo-virens, and their structures were identified on the basis of physicochemical
and spectroscopic analyses. These compounds were identified as pyroglutamic acid (1) ,uridine (2) ,2"-deoxyuri—
dine (3) ,uracil (4) ,guanosine (5) ,inosine (6) ,and adenosine (7). All the compounds were purified and identi—
fied from fruit bodies of Armillaria luteo-virens for the first time.
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1.1

Armillaria
luteo-virens o S (
);
Millipore
1.2
AL204 ( -
) ; DPX-400 +Avance 300
( Bruker ) Autospec-3000
( Waters ) ; XT4
( );
Cp (250 mm x50 mm) (
); 10 pm XAmide ( 250 mm x
20 mm) .Click XIon( 250 mm x 20 mm) (
) : DVT-DAC50( D-
PLC601100) (
) ; FLEXATM (

) o

10 pm

20 kg
40 10.8.6
3 2 h 6 000 r/min
30 min 2 L 80%
6 000 r/min
(7 440 ¢)
0.45 pm

25%

- (95:5—5:95)
254 nm 60 mL/min 14
(Fr.1 ~Fr. 14) . Fr.5(190.5 ¢g) XAmide
- (0:1—595:5)
254 nm 20 mL/min 1
(82 mg) o Fr.6(200 ¢g) XAmide
- (0:195:5)
254 nm 20 mL/min 2 (158 mg) .
3(126 mg) 4(94 mg) . Fr.9(275 ¢) Xlon
- (0:1595:5)
254 nm 20 mL/min 5

(105 mg) 6(96 mg) . Fr.11(310 g) XAmide

- (0:1-595:5)
254 nm 20 mL/min 7
(283 mg) o
3
1 CsH,NO; .

mp: 158 ~ 160 C EI-MS m/z 129 M * 101
(M -CO) 84(M - COOH) 56(101 — COOH) 46,
"H NMR( DMSO-d, 600 MHz) §:4.06(1H dd J=
8.8 4.3 Hz H5) 2.11(2H t J=8.2 Hz H3)
7.91(1H s NH) 7.66(1H dd J=7.4 8.0 Hz H-
10) 1.93(1H m H4B) 12.6(1H br.s COOH)
8.45(1H dd J=7.8 1.5Hz H41) 2.30(1H m
H4q) . "C NMR( DMSO-d, 150 MHz) &:24.8(t
C4) 30.1(t C3) 174.9(s COOH) 54.8(d C-
5) 178.0(s C2) . 5

1 .

2 CoH,,N,0, .

mp: 165 ~ 170 °C ESI-MS m/z 245 M +H *.
'"H NMR( CD,0D 600 MHz) 6:8.00(1H d J=8.3
Hz H6) 5.70(1H d J=8.3 Hz H5) 5.90( 1H
d J=5.0Hz H4") 4.18(1H t J=5.0 Hz H2")
4.14(1H m H3") 4.00(1H m H4") 3.73(1H
dd J=2.8 12.3Hz H-5"a) 3.83(1H dd J=2.3
12.3 Hz H5°b) ;" C NMR( CD,0D 150 MHz) §&:
163.1(s C4) 150.7(s C2) 140.7(d C-6)
101.7(d C5) 87.7(d C4") 84.8(d C4") 73.5
(d C37) 69.8(d C2°) 60.8(t C5),

6-7 2

3 CoH,,N, 0,

mp: 162 ~ 164 °C ESI-MS m/z 229.1 M +
H *.'H NMR(DMSO-d, 600 MHz) &:11.27( 1H
br.s H4) 7.85(1H d J=8.2 Hz H4) 6.15
(1H dd J=6.5 7.2 Hz H4") 5.63(1H d J =
8.2 Hz HS5) 4.23(1H m H3") 3.78(1H dd
J=7.13.8 Hz H4") 3.55(2H dd J=12.1 3.8
Hz HS5°) 2.08(2H m H2") ;" C NMR( DMSO-
dy 150 MHz) 8:163.8(s C4) 151.0(s C=2)
141.1(d C6) 102.2(d C5) 87.9(d C4)
84.7(d C4°) 71.0(d C3") 61.8(t C5°) 40.0
(t C27) . ’



47 3

293
3 2 - o ds 150 MHz) &:154.4( C-6) 151.9(C4) 151.5
4 C,H,N,0, (C2) 139.8(C8) 116.6(C5) 89.3(CH")
mp: 334 ~ 338 C ESIMS m/z 113 M +H *.  87.9(C4") 75.1(C2") 72.5(C3") 62.6(C-
'"H NMR( DMSO-d, 600 MHz) &: 11.02 ( NH 5) 13 - 14
br.s) 7.43(1H d J=7.7 Hz H6) 5.38(1H d 7 o

J=7.5 Hz HS5) 10,94 ( NH brs),
“C NMR( DMSO-d, 150 MHz) §&: 142.5( C6)
151.8( C2) 164.7(C4) 100.2(CS5) .

2( ) 4

5 C,,H,; N0,
mp: 240 ~243 °C ESI-MS m/z282 M -H -
"H NMR( DMSO-d, 600 MHz) §:10.63( 1H s HH)
7.93(1H s H8) 6.52(2H s 2-NH,) 5.69( 1H d
J=5.9 Hz H4"); "C NMR( DMSO-, 150 MHz) §&:
156.7( C-6) 153.6(C2) 151.3(C4) 135.5(C-8)
116.7( C5) 86.3(C4") 85.2(C4") 73.7(C3")
70.3(C2°) 61.4(C5)
10 5 .

6 C10leN405°
mp: 212 ~ 213 °C. ESI-MS m/z 269 M +H *.,
"H NMR( DMSO-d, 600 MHz) &:12.39( IH br. s
H4) 8.34(1H s H2) 8.07(1H s H8) 5.86
(1H d J=5.6 Hz H4") 4.49(1H m HZ2)
4.13(1H m H3") 3.97(1H m H4") 3.62(1H
m H-5"a) 3.54(1H m H-5°b);"”C NMR( DMSO-

d, 150 MHz) & 157.0( C6) 149.2( C2) 148.7
(C4) 141.9(C8) 124.9(CS5) 88.3(CH)
85.9(C4") 74.1(C2") 70.5(C3") 61.6(C-
59 11 -12
6 .
7 C,,H; N0, .
mp: 232 ~ 234 °C ESIMS m/z 268 M + H .,

'"H NMR( DMSO-, 600 MHz) §&:7.64(1H s H-
8) 7.59(1H s H2) 6.59(1H br.s NH,) 5.89
(1H d J=6.5Hz H4") 4.65(1H d J=5.2 Hz
H2°) 4.17(1H m H3") 3.89(1H d J=3.0Hz
HS5°) 3.65(1H dd J=12.5 3.2Hz H5a) 3.63
(1H dd J=12.5 3.2Hz H5°b) ; "C NMR( DMSO-
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