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23 . (1R 45 9S) -
ethoxyoctahydro-5H 10H-dipyrrolo 1 2-a: 1 2°d pyrazine5 10-dione( 1) .threo N{ (4E) 4 3-dihydroxytetradec4-
en2-yl) acetamide ( 2) .3- ( 3-phenyl2E-propend 1) oxy - 2-propanediol ( 3) . 3 2-hydroxyphenyl) 4 -propanol
(4) .1 2-ethylphenyl) 4 2-ethanediol( 5) .2« 2-hydroxyethyl) benzoic acid( 6) .1-phenyld 2 3-propanetriol(7) .1-
phenyld 2—propanediol( 8) .1-phenyld -hydroxy acetic acid( 9) .3-hydroxy-3- 4-hydroxyphenyl) propanoic acid( 10) .
methyl 3-phenylpropanoate( 11) . methyl 3« 4-hydroxyphenyl) propanoate( 12) .ethyl 3« 4-hydroxyphenyl) propanoate
(13) 4-hydroxybenzoic acid ethyl ester( 14) .benzoic acid ester( 15) .( E) 4-methoxycinnamic acid( 16) .4-methoxy—

phenol( 17) .4-hydroxybenzaldehyde( 18) .4-methylphenol( 19) 4-methylacetophenone( 20) . (21) .
(22) (23) 1 2 .
1 ECD o
; ; ; ECD
:R93 TA DOLI: 10. 16333 /5. 1001-6880. 2017. 5. 001

Chemical Constituents from Tylotus bivittateinus
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Abstract: Two new compounds along with 21 known compounds were isolated from Tylotus bivittateinus. Their structures
were identified as ( 1R 4S 9S) 4 -ethoxyoctahydro-5H 10H-dipyrrolo 1 2-o:1 2°-d pyrazine-5 10-dione( 1) threo N—-
((4E) 4 3-dihydroxytetradec4-en2-yl) acetamide(2) 3— ( 3-phenyl2E-propend-yl) oxy 4 2-propanediol(3) 3-
( 2-hydroxyphenyl) 4 propanol(4) 1+ 2-ethylphenyl) 4 2-ethanediol(5) 2~ 2-hydroxyethyl) benzoic acid( 6) 1-phe-
nyld 2 3-propanetriol(7) 1-phenyld 2-propanediol(8) 1-phenyl--hydroxy acetic acid(9) 3-hydroxy-3- 4-hydroxy—
phenyl) propanoic acid( 10) methyl 3—phenylpropanoate( 11) methyl 3 4-hydroxyphenyl) propanoate( 12) ethyl 3 4—
hydroxyphenyl) propanoate( 13) 4-hydroxybenzoic acid ethyl ester( 14) benzoic acid ester( 15) ( E) 4-methoxycin—
namic acid ( 16) 4-methoxyphenol ( 17) 4-hydroxybenzaldehyde ( 18) 4-methylphenol ( 19) 4-methylacetophenone
(20) benzoic acid(21) 2-hydroxybenzoic acid(22) and 3-hydroxybenzoic acid( 23) respectively by spectroscopic
methods. The absolute configuration of 1 was assigned by ECD calculations. In addition compounds 3-23 were isolated
from T. bivittateinus for the first time.
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3 pH 1-~2
Tabanus bivittatus Mats. 3 . 1%
Tylotus bivittateinus Takahasi. . NaOH pH 10
3 ( ) (125 g) .
MCI gel CHP 20P - (20% ~
Tylotus bivittateinus Takahasi. 100%) 7 (Se.1~Sc. 7)o Sc.2
s (10.0 g)  MCI gel CHP 20P - (5% ~
100%) 4 (Sc.2.1~8c.2.4),
¥ N Sc.2.2(2.3 g)  Sephadex LH20( )

78

Shimadzu UV2401PC ;
Jasco P1020
Photophysics

; Agilent Applied
; Agilent G6230
; Xevo TQ-S
; UPLCAT-TOF -

: Bruker Avance Il 400
MHz.Bruker Avance 600 MHz  Bruker Avance 800
MHz ( TMS 5 ppm J Hz),

GF,s,( ) RP48(40 ~63 pum
Daiso) ; MCI gel CHP 20P( 75 ~ 150 wm

) ; Sephadex LH20( 25 ~ 100 pm Phar-

macia ) o Agilent 1200  HPLC

LC3000 HPLC Agilent Zorbax SB-C,,
(250 mm x 9.4 mmi.d 5 wm)  YMC-Pack-ODS-A
(250 mm x10 mm i.d 5 wm)
2012 9

( CHYX-0583)

50 kg 70%

3 (Sc.2.2.1 ~Sc.2.2.3) . Sc.
2.2.2( 100 mg) HPLG( - 20%)
7(1 mg) 9(1 mg) .10(2.9 mg) . Sc.3(5.4

g) MCI gel CHP 20P - (10% ~
100%) 5 (Se.3.1~S¢.3.5) .
Se.3.2(1.1¢g)  Sephadex LH20( - 70%)

3 (Sc.3.2.1 ~Sc.3.2.3) .
Sc.3.2.2(80 mg) HPLC ( - 15%)

8(3.4 mg) \11(2.5 mg) .12(2 mg) .13
(8.6 mg) \15(7.9 mg) . Sc.4(4.0 g) MCI
gel CHP 20P - (10% ~100%)
7 (Sc.4.1 ~Sc.4.7), Sc.4.2(120
mg) HPLC( - 40%) 14
(1.6 mg) o Sc.4.5(1.8 g)  Sephadex LH20(
) 3 (Sc.4.5.1 ~Sc. 4. 5.
3) o Sc.4.5.1(800 mg) ( -
16:1) 9 (Sc.4.5.1 ~Sc.4.5.9) .
Sc.4.5.1( 100 mg) HPLC( - 45%)
1(3.3 mg) o Sc.4.5.4(40 mg)

HPLC( - 55%) 6(1.4 mg) .
Sc.4.6( 800 mg)  Sephadex LH20( )

5 (Sc.4.6.1~Sc.4.6.5) o Sc.4.6.3
(200 mg) ( - 7:1) 7

(Sc.4.6.3.1~Sc.4.6.3.7) Sc.4.6.3.6
(30 mg) HPLC( -  20%)

16(1 mg) o Sc.5(11.6 g) RP-C

— (5% ~100%) 8 (Se.5.1
~Sc.5.8) 5 Sc.5.3(1.4 g)  Sephadex LH20(

) 3 (Sc.5.3.1~8e¢.5.3.3)
Sc.5.3.2(300 mg) HPLC ( - 45%
( 5%o )) 4(4.9 mg) .5(7.1
mg) 17(1.8 mg) .18( 1.9 mg) .20( I mg) .23( 1.1
mg) - Sc.5.4(200 mg)  Sephadex LH20( )
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3 (Sc.5.4.1~Sc.5.4.3) . Sc. ROESY (1) . 1
5.4.2( 140 mg) HPLC( - 28%) ROESY H4/H9 H4/H=2’
HPLC( - 20%) 3(1 mg) o Sc. 1
5.5(1.1g)  Sephadex LH20( ) 1S® 4R° 9R" IR 4S5 95 .
3 (Sc.5.5.1~8S¢.5.5.3) . Sc.5.5.3(60 . L. B EE
mg) HPLC( - 40%) 7@2\1;);@2 . Ho HN\T]/AZ'E 6 8 10 1 1
19(1.6 mg) . Sc.5.6(1.9 g)  Sephadex LH20( o o o
) 3 (Sc.5.6.1 ~Sc.5.6. 1 2
3) . Sc.5.6.2(80 mg) HPLC ( - o P
28%) 21(18.6 mg) .22(1.1 mg) . Sec. Q@%%) HOT R o o
6(2.3 g)  Sephadex LH20( ) 3 b (b f
(Sc. 6.1 ~8c.6.3), Se.6.1(1.5 ¢g) 1 2
Sephadex LH=20( ) 5 ( Sc.6. N% 5\-0',.};
1.1~Sc.6.1.5) . Sc.6.1.2 HPLC( - OWN/W HOP IS S
60% ) HPLG( -  45%) 6 o~/ T tamcosy | N
2(34.4 mg) . ! 7 RoEsY z
3 1 1 2 '"HZHCOSY HMBC ROESY
1 UV( MeOH) A, Fig. 1 Key' HXHCOSY HMBC and ROESY correlations for
(log &) 277(2.49) 203(3.84) nm. o 2-82.9(c¢ 1 and 2
3.30 MeOH) CD( MeOH) A£277 +0.21 As203-
0.60. "“C NMR.DEPT m/z 1 ( B3LYP/6311 + G
261.1208 M + Na * ( caled for C,, H, NaN,O, (2d p) //B3LYP/6311G(d p) MeOH) 1S
261. 1210) 1 C,H4N,0, 4RO9R 1R 4S 9S ECD
( 5) . 1 'H NMR IR 45 9S ECD 1
(8645.49 d J = 4.9 Hz; 5,4.46 ( 2 1 IR 45 9S.
dd J = 9.5 2.4 Hz6,4.40 t J = 8.1 Hz) 1 1

(6,1.17 t J = 7.1 Hz) ,

1 “"CNMR DEPT ( 1) 1
1 6 3 2
(2 ) ’
1
. 1
2D NMR ( 1)

'"H-HCOSY H-4/H2/H3/H4 H-6/H-
7/H8/H9 HA/H=2’ c4-C-
2-C3C4 C6-LCTIC8CH c4C2°

. HMBC H4 C3 (4 H=2

C4 H3 C5 H4  C5(5.168.5)

H6 C8 C9 H7 C9 H-8

C40(5.169.9) H4- c4 H2° C-

1 . 1 1
- . 1

(IR 4S 9S) d -ethoxyoctahydroSH
10H-dipyrrolo 1 2-a: 1 2°-d pyrazine-5 10-dione.
1

— Exptl of(-f-l
104 === Caled of 1R,45,9S
s == Caled of 1S4R,9R
—TE\ 54 ulir\/ \\
04 .
= 20 E 200
< -5 Wavelength(nm)
~104
~154
2 1 ECD

Fig. 2 Calculated and experimental ECD for compound 1
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1 1 2 ( )
Table 1 'H and "C NMR data of 1 and 2( methanol-d,)
1 2
Position Position
Sy 8¢ Sy 3¢
1 5.49(d 4.9) 87.6d 1 3.69(dd 11.6 4.5) 62.11
2 1.89( m) 31.51¢ 3.66(dd 11.6 6.0)
1.80( m) 2 3.87(m) 56.9 d
3 2.51( m) 25.0 1 3 4.07( tike 7.0) 73.6 d
2.34( m) 4 5.48(dd 15.4 7.0) 131.14d
4 4.46(dd 9.5 2.4) 60.2 d 5 5.70(dt 15.4 7.0) 134.6 d
5 168.5 s 6 2.04( m) 33.4 1
6 3.50( m) 46.4 d 7 1.38( m) 30.3 ¢
7 2.01(m) 24.2 ¢ 8 1. 30( overlap) 30.4 t¢
1.95( m) 9 1.30( overlap) 30.5 v
8 2.28( m) 28.3 1 10 1.30( overlap) 30.6 t¢
2.14( m) 11 1. 30( overlap) 30.7 t¢
9 4.40( ike 8.1) 61.2 d 12 1.30( overlap) 33.11t
10 169.9 s 13 1.30( overlap) 23.7t
1? 3.67( m) 65.3 t 14 0.90(t 7.0) 14.5 q
3.62( m) 1? 173.3 s
27 1.17(1 7.1) 15.5¢ 2?2 1.95(s) 22.8 ¢
1-OH° 4.49( brs)
2-NH¢ 7.51(d 8.5)
3-OH° 4.83(brd 2.7)

Note: “800 MHz for ' H NMR and 200 MHz for ' C NMR; Y600 MHz for ' H NMR and 150 MHz for '*C NMR; ‘Recorded in DMSO-d,; *Signals that might

be interchanged.

LC-MS 1 2 9 4 1 (
. ) N 10 p)
1 . 2
1 2D NMR (1)
. "H-HCOSY H4/H2/H3/H4/HS5/H-
2 UV(MeOH) A,,,  6/HF HA3/HA4 Cc4-C2-
(log &) 203(3.75) nm. o« 532.9(c 2.85 C3-C4-L5-C6-CH Cc43-C4
MeOH) CD ( MeOH) A£2032.24. " C NMR. oy1.30 o
DEPT m/z:308.2202 M +Na *  HMBC H2 Cc4- H3 C4
( caled for C,s H;, NaNO,; 308. 2196) 2 H4 C-6 H5 C3 CH H-6
C,6 Hy, NO, ( 2) . 2 C8 H44  CH2 8,1. 30
'"H NMR (5,5.48 5.30.4 ~33.1 c8 C-
dd J = 15.4 7.0 Hz; 8,5.70 dt J = 15.4 7.0 12 o
Hz) J =15.4 Hz 2 . C2 C3
0 (6,0.90 t J = H-3 7.0 Hz threo
7.0 Hz; 5,1.95 s) o 2 ROESY

o 2 "CNMR DEPT ( 1) ( DMSO-d,) H4/H3 H4/3-OH H-
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1/H4 H3/H-5 C=2 6 'H NMR ( 400 MHz
C3 . MeOD) 8:7.61(1H d J = 8.1 Hz H-6) 7.45(1H
dJ =81Hz H3) 7.27(1H t J = 7.5 Hz H-
2 4) 7.10(1H t J = 7.5Hz HS) 3.66(2H t J =
7.1Hz H2") 3.04(2H t J = 7.1Hz HA");"C
a 1'32.9(c¢2.85 MeOH) 2 NMR( 150 MHz MeOD) §:171.8( C4") 142.3( C-
. 13 2) 134.5(C<4) 131.6(Cd) 131.2(C6) 128.4
2 threoN-  (C3) 126.1(C5) 62.3(C2") 36.1(Cd") .
((4E) 4 3-dihydroxytetradec4-en2-yl) acetamide . s
3 '"H NMR (400 MHz 6 2+ 2-hydroxyethyl) benzoic acid.

MeOD) 6:7.41(2H d J = 7.4 Hz H2" H%6")

7.30(2H t J = 7.4 Hz H3" HS") 7.22(1H t J
= 7.4 Hz H4") 6.64(1H d J = 15.9 Hz H-
39 6.33(1H dt J = 15.9 6.0 Hz H2") 4.18
(2Hd J = 6.0Hz H4) 3.79(1H m H2) 3.57
(2H m H4) 3.49(2H d J = 6.0 Hz H3);"C

NMR( 150 MHz MeOD) 6:138.2( C4") 133.6( C-
39 129.6(C2" C-6") 128.7(C=2") 127.5(C-
3" C5") 127.1(C4") 72.9(C4d") 72.7(C3)
72.3(C2) 64.5(CH) .

]4 3 3-
( 3-phenyl 2 E-propen- 1) oxy - 2-propanediol »

4 '"H NMR (400 MHz
MeOD) 6:8.21(1H d J = 8.0 Hz H6") 7.80
(1Ht J = 8.0 Hz H4") 7.63(1H d J = 8.0
Hz H3") 7.50(1H t J = 8.0 Hz HS5") 4.19

(2HtJ =7.9Hz H4) 3.19(2H t J = 7.9 Hz
H3) 2.30(2H m H2);" C NMR ( 150 MHz
MeOD) &: 156.3( C27) 132.1(C-6") 128.9( C-
1) 128.5(C4") 122.3(C57) 117.3(C3") 63.7
(Cd) 34.7(C=2) 26.8(C3),
15 4
hydroxyphenyl) 4 -propanol.
5 '"H NMR ( 400 MHz
MeOD) 6:7.08 ~7.27(4H m H3° H4° H5" H-
6) 4.66(1H t J = 6.0 Hz H2) 3.60(2H d J
= 6.0 Hz H4) 2.63(2H q J = 7.6 Hz H4")
1.22(3H t J = 7.6 Hz H2");"” C NMR( 150
MHz MeOD) §:145.5(C4") 143.2( C2°) 129.3
(C37) 128.0(C4") 126.9(C-5) 124.8( C-6)
76.1(C2) 68.8(Cd) 29.9(C4d") 16.2(C2"),
16 5
1 2-ethylphenyl) 4 2-ethanediol .

3{2-

7 '"H NMR ( 400
MHz MeOD) &6:7.41(2H d J = 7.5 Hz H2" H-
6) 7.34(2H t J = 7.5 Hz H3" HS5") 17.26
(1H dd J = 7.5 Hz H4") 4.63(1H d J = 6.3
Hz H4) 3.76(1H td J = 6.3 4.0 Hz H2) 3.64
(2H d J = 4.0 Hz H3);"” C NMR( 150 MHz
MeOD) §:141.6(C47) 129.0( C3" C57) 128.7
(C2° C67) 127.1(C4") 77.4(C4) 74.1(C=2)
63.8(C3) . ¥

7  1-phenyld 2 3-propanetriol.

8 '"H NMR ( 400 MHz
MeOD) &:7.36(2H d J = 7.4 Hz H2" H¥)
7.31(2H t J = 7.4 Hz H3" HS5") 7.23(1H dd
J = 7.4 Hz H4") 4.49(1H d J = 5.2 Hz HH)
3.85(1H m H2) 1.11(3H d J = 6.4 Hz H-
3);”C NMR( 150 MHz MeOD) &: 141.2( C4”)

128.7( C3- C57) 128.1(C2" C-6") 126.8( C-
47) 76.4(CHd) 70.1(C2) 19.4(C3),
0 8  1-phe-
nyld 2-propanediol .
9 "H NMR ( 400

MHz MeOD) &:7.48(2H d J = 7.2 Hz H2" H-
6) 7.36(2H t J = 7.2 Hz H3" HS5") 7.30
(1Ht J = 7.2 Hz H4") 5.01(1H s H4);"C
NMR( 150 MHz MeOD) &:178.9( C2) 139.2( C-
1) 128.5(C3" C57) 127.8(C2° C6°) 127.3
(C4) 75.0(CH) . !

9  1-phenyld-hydroxy acetic
acid mandelic acid,

10 '"H NMR ( 400 MHz

MeOD) &:7.02(2H d J = 8.4 Hz H2" H¥)
6.69(2H d J = 8.4 Hz H3" H5") 4.29(1H t J
=4.9Hz H3) 2.95(2H d J = 4.9 Hz H2);



728

Vol. 29

“C NMR( 150 MHz MeOD) &:178.1( Cd) 157.8
(C47) 136.7(CH") 117.1(C2" C6") 116.8( C-
3 C57) 72.1(C3) 46.0(C=2).
2 10
3 4-hydroxyphenyl) propanoic acid.
11 '"H NMR (400 MHz
MeOD) &:7.33(2H d J = 7.2 Hz H2" H*$)
7.30(2H d J = 7.2 Hz H3" H5") 7.25(1H t J
=7.2Hz H4) 3.60(2H t J = 5.8 Hz H3)
3.30(2H t J = 5.8 Hz H2) 3.53(1H s H-
1");"C NMR( 150 MHz MeOD) &:173.6( C4)
140.8( C47) 128.7(C3" C57) 127.1(C2" C-
6°) 126.3(C4") 34.1(C3) 31.5(C2) 52.4(C-
1" . =
11  methyl 3-phenylpropanoate .
12 '"H NMR (400 MHz
MeOD) 6:7.00(2H d J = 8.4 Hz H2" H#$)
6.68(2H d J = 8.4 Hz H3" H5") 3.63(3H s
H4") 2.81(2H t J = 7.6 Hz H3) 2.56(2H t
J = 7.6 Hz H2) ;" C NMR( 150 MHz MeOD) &:
173.5(C4) 156.8(C4") 135.7(CH") 129.8( C-
2° C6°) 116.2(C3° C5°) 34.5(C3) 32.0(C-
2) 52.3(¢C4") . 2“
12 methyl 3« 4-hydroxyphenyl)

3-hydroxy—

propanoate o

13 '"H NMR (400 MHz
MeOD) &:7.01(2H d J = 8.4 Hz H2" H¥)
6.68(2H d J = 8.4 Hz H3" HS5") 4.08(2H q
J =7.1Hz H4") 2.80(2H t J = 7.6 Hz H3)
2.55(2Ht J =7.6Hz H2) 1.19(3H t J = 7.6
Hz H2") ;"“C NMR( 150 MHz MeOD) §&:173.4( C-
1) 156.7(C4") 135.6(C4") 129.6(C2" C6)
116.1( C3° C5°) 34.3(C3) 29.8(C2) 60.8(C-
1") 13.8(C2") . »

13 ethyl 3{ 4-

hydroxyphenyl) propanoate

14 '"H NMR ( 400 MHz
MeOD) 6:7.87(2H d J = 8.8 Hz H2 H-6) 6.82
(2Hd J = 8.8 Hz H3 HS5) 4.31(2H q J =
7.1 Hz HA") 1.37(3H t J = 7.1 Hz H2");"C

NMR( 150 MHz MeOD) &:165.9( C4d") 163.1( C-
4) 132.1(C2 C-6) 123.4(CH) 116.1(C3 C-
5) 60.5(CA") 14.2(C2") . %

14  4-hydroxybenzoic
acid ethyl ester.
15 '"H NMR (400 MHz
MeOD) 8:7.30(2H d J = 7.1 Hz H2 H-6) 7.25
(2Ht J = 7.1 Hz H3 H5) 7.23(1H dd J =
7.1 Hz H4) 3.51(3H s H4");"”C NMR( 150
MHz MeOD) §&:167.8( C4°) 133.4(C4) 131.2
(C4) 129.5(C=2 C-6) 129.0(C3 C5) 52.1(C-
1..) N 27
15  benzoic acid esters
16 '"H NMR (400 MHz
MeOD) &:7.63(1H d J = 15.9 Hz H4") 7.47
(2H d J = 8.6 Hz H2 H#$6) 6.82(2H d J =
8.6 Hz H3 HS) 6.34(1H d J = 15.9 Hz H-
2) 3.77(3H s H4");"C NMR( 150 MHz MeOD)
8:172.2(C37) 160.3( C4) 145.4(C4") 131.2
(C2 C6) 128.5(C4) 117.1(C2") 114.9(C3
C5) 56.3(C4) . o
16 ( E) 4-methoxycinnamic
acid.
17 "H NMR ( 400
MHz MeOD) &:7.86(2H d J = 8.7 Hz H2 H-
6) 6.81(2H d J = 8.7 Hz H3 H-S5) 3.84(3H
s H4°);"C NMR( 150 MHz MeOD) §&:154.2( C-

4) 151.0(C4d) 117.2(C2 C6) 116.1(C3 C-
5) 56.7(C47) . »
17 4-methoxyphenol .
18 '"H NMR ( 400 MHz

MeOD) 8:9.74(1H s H4°) 7.76(2H d J = 8.6
Hz H2 H6) 6.90(2H d J = 8.6 Hz H3 H-
5);"C NMR( 150 MHz MeOD) §:191.2( C4")
164.8( C4) 133.9(C2 C6) 116.7(C3 CS5).
30

18  4-hydroxybenzaldehyde.

19 '"H NMR ( 400 MHz
MeOD) 8:7.03(2H d J = 8.6 Hz H3 H-S5) 6.67
(2Hd J = 8.6 Hz H2 H#6) 1.59(3H s H-
1) ;”C NMR( 150 MHz MeOD) &: 156.5( C4)
131.6( C4) 130.1(C3 C5) 116.2(C2 C-6)
21.7(C47) . !

19  4-methylphenol.

20 '"H NMR (400 MHz
MeOD) §:7.86(2H d J = 8.6 Hz H3 H-5) 6.89
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(2H d J = 8.6 Hz H2 H-6) 2.58(3H s H2")
2.54(3H s H4");"”C NMR( 150 MHz MeOD) §&:
193.2(C4") 143.8(C4) 133.9(C4) 128.7( C-
3 C5) 128.0(C2 C6) 25.7(C2") 21.4(C-
1..) N 32
20  4-methylacetophenone.

21 "H NMR ( 400
MHz MeOD) &6:7.89(2H d J = 7.5 Hz H2 H-
6) 7.44(1H t J = 7.5 Hz H4) 7.32(2H t J =
7.5 Hz H3 H-5);"”C NMR( 150 MHz MeOD) §&:

169.8( C4) 134.2(C4) 130.7(C2 C-6) 128.0
(C3 C35) ., ?

21 o

22 '"H NMR ( 400

MHz MeOD) 6:7.83(1H d J = 7.5 Hz H$6) 7.26
(1HtJ =7.5Hz H4) 6.78(1H d J = 7.5 Hz
H3) 6.74(1H d J = 7.5 Hz H-S5) ;”C NMR( 150

MHz MeOD) §:172.5( C4d") 163.2( C2) 136.1
(C4) 131.7(C6) 122.1(CS5) 117.7( C3)
112.8(CH) . 3
22 .
23 '"H NMR ( 400

MHz MeOD) 8:7.46(1H d J = 7.5 Hz H-6) 7.40
(1H s H2) 7.23(1H t J = 7.5 Hz HS) 6.94

(IHd J = 7.5 Hz H—4);13C NMR ( 150 MHz
MeOD) 6:170.5(Cd") 160.2( C3) 131.9( CH)
129.7( C5) 121.9(C-6) 120.8( C4) 116.8( C-
2) 34
23 o
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