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Abstract

stituents from water extract of Armillaria luteo-virens using reversed phase preparative liquid chromatography

A two-dimensional preparative liquid chromatographic method was developed for purification of con-

(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 # #

1.1 24 5iKA

BEREIN I B A ARG, PR B
A MBI 9 T R 22 WESE S E Ol Armillaria
luteo-virens [ F-S2M4 . IR Z it A €3 4l ( KL RR
FHEEAIABRA R  Hmidm 4 i o brati . 52
B 7K Jy 7&K, 28 Millipore 27K g IE TS o
.2 L F

A1204 BIF 5 KA (Mg 45 8-FE 7] 24048 E i
AFRAT]) s DPX400 kPR  Avance 300 # 1
PR (1% E Bruker 2\ #] ) ; FiiiE ] Autospec-3000
0I5 (36 [E Waters 23 w] ) 5 XT-4 B G 5 5000
ACCHUMI e R AL RS A R A 5 B35 HA 10 wm 2
1] C i 254 (250 mm x 50 mm) ( H AR E R 2
)5 10 pm 3% K 4 % £ XAmide (250 mm x
20 mm) ,Click XIon(250 mm x 20 mm) ( #&§% 57 61
FHEA R ) 5 il 28 BUR AR : DVT-DACS0 (D-
PLC601100) il 5 2l 4k 7 48 (VL I3 IR 7 A 2 B A%
FHE A w]) s FLEXATM BEHAL ] £ (1% (R4
BRRBHAR AW .

2 ERESE

PR R TE T SR 20 ke 2808 GHORY R I
40 Hf By AU 10 8 (6 A% i 2l 7K A4 B
3, B2 h, 53R B, 6 000 r/min B O
30 min, Y4E BV 2 2 L, INA 80% Joik &
e UAL BE, 6 000 r/min B0 5 9 s T 145 27K
FEIRE (7 440 g) o F 25% WK R, 42
0.45 pm AL 8 ek i o) 3 43 g A gk
17— el 55, LIK-HIEE (95: 551 95) BREEVE I,
Kl 254 nm , Fi i 60 mL/min , eI 4E 14 421
Zr(Fr.1 ~Fr.14) o Fr.5(190.5 g) 22 XAmide &%
FEHEAT 5 4kl 2%, K- (0: 1595 5) B Lk
JB A G 254 nm, i 20 mL/min, 734659 1
(82 mg), Fr.6(200 g) 2 XAmide (A5 T5E —
Y25, LUK- 215 (0 1-95: 5) B REVEI , A0 i3 <
254 nm, i # 20 mL/min, 546 &4 2 (158 mg) |
3(126 mg) 4(94 mg) . Fr.9(275 g) 4 Xlon A j¥%
FEHEA TS 4kl 2%, LIK- 5 (0: 1595: 5) B LR
JBE A G 254 nm, 358 20 mL/min, 734659 5
(105 mg) F16(96 mg) , Fr. 11(310 g) Z:XAmide 7,

TEREHEAT 495, LIK-Z i (00 15950 5) B BE ik
JBE, A 254 nm, i 20 mL/min, 1344654 7
(283 mg) .,

3 SEHERE

a1 o5y GHoNO, . et Rk
ft, 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,H-5),2. 11 (2H,t,/=8.2 Hz,H-3),
7.91(1H,s,NH),7.66(1H,dd,J =7.4,8.0 Hz, H-
10),1.93(1H, m,H48),12.6 (1H, br. s, COOH) ,
8.45(1H,dd,J =7.8,1.5Hz,H-11),2.30 (1H, m,
H4q), “C NMR(DMSO-d,,150 MHz) §:24.8(t,
C4),30.1(t,C-3),174.9(s,COOH) ,54.8(d, C-
5),178.0(s,C-2) . A4 LA E&E, I 5 3CHERLS ]
B IR e A 1 R IR .

a2 1A GHRN, 060 HERAR,
mp: 165 ~ 170 °C, ESI-MS m/z 245 [M + H]*,
'"H NMR(CD,0D,600 MHz) 5:8.00(1H,d,J =8.3
Hz,H-6),5.70(1H,d,J =8.3 Hz,H-5),5.90(1H,
d,J=5.0Hz,H-1") ,4.18(1H,t,J =5.0 Hz ,H2") ,
4.14(1H,m,H-3") ,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,H-5'b) ;" C NMR (CD,0D, 150 MHz) §:
163.1(s, C4),150.7 (s, C2),140.7 (d, C-6),
101.7(d,C-5),87.7(d,C-1") ,84.8(d,C4") ,73.5
(d,C-3"),69.8(d,C-2"),60.8(t,C-5"), Lk %k
P 530k A — BT MU R A 2 IR
WERERL T o

fesin 3 1O CGH,N,O 0 FIEEE A TE
¥R, mp: 162 ~ 164 °C  ESI-MS m/z 229. 1 [ M +
H]*,'H NMR(DMSO-d,,600 MHz) §:11.27 (1H,
br.s,H-1),7.85(1H,d, J =8.2 Hz, H4),6.15
(1H,dd,J =6.5,7.2 Hz,H-1") ,5.63 (1H,d, ] =
8.2 Hz,H-5),4.23 (1H, m, H-3"),3.78 (1H, dd,
J=7.1,3.8 Hz,H4") ,3.55(2H,dd,J =12.1,3.8
Hz,H-5"),2.08 (2H, m, H-2") ;" C NMR ( DMSO-
dy,150 MHz) §:163.8 (s, C4),151.0(s,C-2),
141.1(d, C-6),102.2(d, C-5),87.9(d, C4"),
84.7(d,C-1"),71.0(d,C-3"),61.8(t,C-5"),40.0
(1,C2") o RS 5 semk Ao SeA — 5™, g
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b 4 S CLHN,O, iR A,
mp;334 ~ 338 C, ESI-MS m/z 113[M + H] ",
'"H NMR( DMSO-d,, 600 MHz) §: 11.02 ( NH,
br.s),7.43(1H,d,J=7.7 Hz,H-6),5.38 (1H,d,
J=7.5 Hz, H-5), 10.94 ( NH, brs ),
“C NMR(DMSO-d,, 150 MHz) §:142.5 (C-6),
151.8(C-2),164.7(C4),100.2(C-5), 55w
2( JRWERERZAT ) MBS A s b R Bt B 4
b — R, A H T . H UL EBIE S
SCHR L9 ] 28 i bR s e LU, i e ik & 4 IR
WENE

et s 50 CoHNsOs, H A JoE Y
¥R ,mp:240 ~243 °C ,ESI-MS m/z 282[M -H] ",
"H NMR ( DMSO-d, ,600 MHz) §:10.63(1H,s,H-1),
7.93(1H,s,H-8),6.52(2H,s,2-NH, ) ,5.69 (1H,d,
J=5.9 Hz,H-1") ; ”C NMR(DMSO-d, , 150 MHz) §:
156.7(C-6),153.6(C-2),151.3(C4),135.5(C-8),
116.7(C-5),86.3(C-1"),85.2(C4"),73.7(C-3"),
70.3(C-2"),61.4(C-5"), LA - %¥s 5 SCHk B —
S ER A 5 N AT,

et 6 43§ CoH,N,O50 HEKRK,
mp:212 ~ 213 °C, ESI-MS m/z 269 [M + H]*,
'"H NMR(DMSO-d, ,600 MHz) §:12.39 (1H,br. s,
H-1),8.34(1H,s,H2),8.07 (1H,s, H-8),5.86
(1H,d,J =5.6 Hz,H-1") ,4.49 (1H, m, H2"),
4.13(1H,m,H-3"),3.97(1H,m,H4") ,3.62(1H,
m,H-5"'a),3.54(1H,m,H-5'b) ;" C NMR ( DMSO-
dy,150 MHz) §:157.0(C-6),149.2(C-2),148.7
(C4),141.9(C-8),124.9(C-5),88.3(C-1"),
85.9(C4"),74.1(C2"),70.5(C-3"),61.6 (C-
5" RAEUA R, 2% S0k 11 - 12] B s
e ML

a7 o CoHEN;O, o HEKK,
mp:232 ~ 234 °C,ESI-MS m/z 268 [M + H] ",
'"H NMR( DMSO-d,, 600 MHz) §:7.64 (1H, s, H-
8),7.59(1H,s,H-2),6.59 (1H, br. s,NH,) ,5. 89
(1H,d,J=6.5 Hz,H-1") ,4.65(1H,d,J =5.2 Hz,
H-2"),4.17(1H,m,H-3") ,3.89(1H,d, J =3. 0Hgz,
H-5"),3.65(1H,dd,J =12.5,3.2Hz,H-5"a) ,3. 63
(1H,dd,J =12.5,3.2Hz,H-5'b) ;" C NMR ( DMSO-

d,,150 MHz) §:154.4(C6),151.9(C4),151.5
(C2),139.8(C8),116.6 (C5),89.3(C-1"),
87.9(C4"),75.1(C2"),72.5(C3"),62.6 (C-
5") o ARIEUL LB, % SCHR[ 13 - 14 ], 1k
EWT AT
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