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Isolation and identification of the racemic benzophenanthridine
alkaloids from Macleaya cordata

SAI Chunmei' ,HUA Huiming” ,WANG Jianan' ,WANG Qibao' , WANG Huiyun'
('School of Pharmacy , Jining Medical University ,Rizhao 276826 , China;
>Shenyang Pharmaceutical University ,Shenyang 110016, China)

Abstract: Objective To study the racemic benzophenanthridine alkaloids from Macleaya cordata. Meth-
ods Chromatographic methods were used for the isolation and purification,including opening silica gel, alu-
minium oxide ,ODS, Sephadex LH-20 column chromatography, preparative TLC, semi-preparative HPLC, and
chiral HPLC separation. Their structures were elucidated on the basis of 1D,2D NMR, UV, IRspectroscopic
analyses, single-crystal X-ray diffraction,and electronic circular dichroism calculation. Results Eleven com-
pounds were isolated from the ethanol extract of Macleayacordata. Their structures were identified as( + )-
macleayin A (1), ( - )-macleayin A (2), ( + )-macleayin B (3), ( - )-macleayinB (4), ( - )-6-aceto-
nyldihydrosanguinarine (5), ( + )-6-acetonyldihydrosanguinarine (6), ( - )-6-acetonyldihydrochelerythrine
(7),( + )-6-acetonyldihydrochelerythrine (8), ( + )-6-methoxyldihydrosanguinarine (9), ( = )-6-methoxy-
Idihydrochelerythrine (10), and ( + )-spallidamine (11). Conclusion =~ Compounds 1 ~ 4 were new com-

pounds.

Keywords : Macleaya cordata; Racemicbenzophenanthridine alkaloids;Chiral HPLC separation
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I3 KB oA, A TR 150 ~ 830m 1Y 5
AR bR b E A e A R (R P
98, K. HORE, B i, 1R, R L, iR —

w [FEGIUH ] ER A RPHEREE R BITH (81172958)
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(=) -T DB A(2) , ( - ) - DB C(3) ,
(+) - g C(4) o 7 AERLEY), B8N
(=) -6-PNRR%E S ULARGE(5) , ( +)-6-Pi%E —
AUMAR G (6) , (- )-6-P4 Hil 2k — & 1 i 3% %
(7)), (+)-6-NHEE S A AR (8) , ((+)-6-
AR SR B (9) , (£ )-6-H %2 —
KA (10) , ( £ ) -spallidamine (11) o LT o

1 LRMFSHH

1.1 3E

UV 5% 3% {%: Shimadzu UV-2201 spectrometer
(Bl E R A RS A, HA) . £0AMEIEL:
Bruker IFS-55 spectrometer ( A5 & 75 J& 13 2 v , 142
) ,KBr [E /. ECD:Bio-logic MOS 450 spectropo-
larimeter ( KIEHEFE TG BR A A, P E) o
W ALYR I %1% . Bruker AVANCE T HD NMR spec-
trometer A1 Bruker AVANCE-600 NMR spectrometer
(A& 5e By 22 w) 75 ), TMS fifd45r ., HRESIMS
S5/ A Bruker micrOTOF-Q mass spectrometer ( ffi
Gyt A ABE) o XSRS ATEX : Gemini
E X-ray single crystal diffractometer (72 £#48 5} 3
PR, SEIE) o o ROBORR £ 3543« i 4 5 ROBAR
3% (Shimadzu) (B EBARAA, HA),
i #% ( ShimadzuSPD-20A UV detector ) , & ( LC-
6AB pump) , &% ( YMC ODS-A, 5m, 250mm X
20mm) . 43 BT 5 A AR € 3% 4% : Shimadzu L.C-
20AB Kl 2E ( DAD detector SPD-20MA ) ( £ Ht 4
WAEBARAE, HA) o TR 635 : Dai-
cel Chiralpak IB,IC(250 x4.6mm) , HEY:{Y : Anton
Paar MCP 200 PolarimeterM [ Z 41 ( FiF) S A
BRAR] ],
1.2 XA

HE 3% IR (200 ~ 300 H (100 ~200 H) Fil
WO AR GF254 (35 Bl vefb L)) s ik
A L5 (200 ~300 H, EigRG#ARE10R ) s ODS
A TEEFOR(100 um, H A YMC 23 7)) ; Sephadex
LH-20( GE Healthcare) , & ¥ FIRFN M A AR 2
10% B2 CBEE I AL B B0 1 0] 2442 rp
LA BUN ST BRI B9 Ty e
1.3 #H#

T I 256 W T b 2 E 258 K 7, 283k
BHZG R v 2425 Bt v 24 B IR BT 28 B 4 A 2U4%
U Ry B SERH VK 18] J@ A ) 1Y% 81 [ Macleaya cor-

data(Willd. ) R. Br. | FEB45 -
2 REESEH

B S e AL By 500, 28 i JB AL (535 R AT
A, P T EE-PI R & 48 (100: 5,100: 10,100: 20,
100:50,100: 100,0: 100, v/v) HEF7 84 P, 15 3]
6 Ny Fro A ~F, Fro A B2t b Bk i 1740
B, LA £ TR £ 48(100: 0,100: 3,100: 5,
100: 8,100: 20, v/v) #ATHE BEBENL, 153 5 A3
3 Fr. Al ~ A5 Fr. AS 2850 S AL AR AT 3%, il -
LR C TR R GRS Ve, 15 49 Mixture [ H1 Mix-
ture I, Mixture T Ff37 Sephadex LH-20 4% &%, X
CH,Cl,: MeOH = 1: 1 B9 I PE M, F45 515 Bk &
s M6 KRS Y(8. Smg) , FH& i T4 HPLC il
# L, 1FEME A 5(0.95mg) ,6(0.95mg) , T 45 )
AT it P 2R AT (3%, 7 k- £ R L TR - TN R
RO VR, A (S 7 M8 IR G,
9.0mg) f5 i HI T HPLC # 4%, 15 2159 7
(0.97mg) ,8(0.97mg) , Fr. D1 ~ Fr. D5 F #8455
413t Sephadex LH-20 4 £6, 3% , MeOH 5§ CH,Cl,:
MeOH = 1: TR RIVEI , Wiy 23 sl id 2k TLC, Mg i
R ALAL B AR A TH A W, 6 h B R 3
A8 B E YR &) 23. 9, AR Wi
Sri4 0t ODS #E i, 60% MeOH VLB Fr. 41
~45 28 1b il £ WO 35 AL 5 HPLC 24k, 754 3]
L&Y 3(1.8mg) ,4(1.8mg) , 65% MeOH PR HY
Fr.67 ~77 WEEARE MR ALO, #EAE, 4
k- R CTs R GEME FE R, #53 Sephadex LH-
20,CH,Cl,: MeOH = 1: 1R PE R, 45 (fb o
P12 BER G ,25mg) alifl )5 P2 TP
ik &, 25 1(0. 8mg) ,2(0. 8mg) .
Fr. E 23 i e B4t 3% , L CH, Cl,-MeOH R 48
(100:0,200:1,100: 1,100: 2, v/v) £f JF¥EM , 153
4 MY Fro E1 ~ E4, Fr. E1 JB-4853 ODS #E {4
1, MeOH-H,0 G 2 R, il 4 WA (535 4l
B2kE9 11(4.0mg) ,E1 2858 Sephadex LH-20,
CH,Cl,: MeOH = 1: 1 I R e , 45 &, P48 T
P HPLC i &, 25 % 9 (1. Omg), 10
(4.5mg)
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a1 FE W 2 AL G W) macleayin A
AR, e R B R ARG A, D A i
{44, HRESIMS 24 HiE 4> T B T 1§ m/z 701.
2489[ M + H] + (3H5{E Ky 701. 2494) , i 7E 1% 4k
EW T Cy HygN, Oy, ORI Oy 25, %
AN R K IR IS A, :230,288nm, ZL AN
(KBr) H & I (1668em™ ) (7 F — 4 3k (2792,
939cm™) F A FF (1619, 1485, 1463cm™ ) W UK
& .'"H NMR (600MHz,CDCl,) b /"4 3 4~ AB
HiRRGEWM ST HEMHES 8, 7.68(1H,d, ] =8.
5Hz),7.46(1H,d,J =8.5Hz) ,7.12(1H,d,J =7.9
Hz) ,6.57(1H,br s);7.50(1H,br s),7.07 (1H,d,
J=8. 1Hz) , RIFX L 2 PN I5 & A5G 8, 7. 01
(1H,s),6.61(1H,s) ,3 AW —EIFE 55 8,
6.11(1H,d,J=1.5Hz),5.95(1H,brs) ;5.92(1H,
d,J=1.4Hz),5.90(1H,d,J =1.4Hz);5.91(1H,
d,J=1.2Hz),5.89(1H,d,J =1.2Hz) ,2 | H 4 KL
RFEE5,3.95(3H,s),3.46 (3H,s) f12 4~ N-
CH, i F15% 6,2.49(3H,s),1.52(3H,s) ., C
NMR ( 100MHz, CDCL, ) ( 32 1) 454 HSQC & 5~
40 NiAF S, Horp g 28 A5 e 3 AN AR
f% 8. 101.7,101.4 F1100. 9,2 4~ H 4 L Hk 8, 60.
9,56.1,2 4~ N-CH, %% 5, 41.6,40.9,3 /7 FH 5L
8.57.3,48.4,33.9,2 /> sp’ WK HIFERK 5, 57.3,52.
7. SHIAERE AW A %A A T e

T NRIHAERE S E YR R AR o
BRIZAG Y78 41 Ak, BT DU e —
NRAE S o

7£'H NMR {55, 2 SR A 105 B A
5,7.68(H-11),7.46(H-12) f17.12(H-10),6.57
(H9) .2 MY I5 A& 8, 7. 01 (H-1) Fi16.61
(H4),2 HWH A 5, 6. 11 (1H,d, ] =
1.5Hz),5.95(1H,brs);5.91 (1H,d,J =1.2Hz),
5.89(1H,d,J =1.2Hz),1 4~ N-CH, 8, 2. 49 (3H,
s)o 7E"C NMR J HSQC ¥ s th 77 76 5 |- A A%t
MBS, HMBC 3% 1 777 H-1/C-3, C4a, C-
12;H4/C2,C4b, C-12a; H-10/C-6a; H-11/ C4b,
C-10a,C-12a; H-12/ C-1,C4a, C-10b;5-N-CH,/C-
6,C4b;2 41 - CH,0-/C-2,C-3,C-7,C-8 A= (&
2). LB gE'H-"H COSY ¥ 17 1£ H-9/H-10 Al
H-11/H-12 [#H5= (& 2) ., HRESIMS/MS o i
RT m/z 332.0969 ( C,y H,, NO, ) I HR A #5 H- 1 .
DL EAE BIEIZ — RAR AR 6- IR A AR
B . RAH NMR (554 3 M5 FAGS
8,7.50(1H ,brs),7.07(1H,br d) ,6.23(1H,s) ,1
P —AIEE[ES 6, 5.92(1H,d, ] =1.4Hz)
5.90(1H,d,J =1.4Hz) ,2 MHEH(EE 5 ,3.46
(3H,s),3.95(3H,s),3 W H H(ZE 5, 2. 56
(1H,brs) ,1.96(1H,d,J =15.0Hz) ;2.39(1H,d,J
=10. 3Hz), 1. 81 (1H, br s);3. 07 (1H,d, J =
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13.2Hz) ,2.32(1H,br s) , Wi d 25 W 4B N B Bk (5
o UEHERS BRI AR, BR T C NMR %
Hfgte b %%G%JHMB e b — AN R A
e FE AT B E W R A o B A% AL A
AT i S by AR R 1 L R — R AR
HAE C-6 A1 C-13' {3 58 #of BR-B 52 B #5240 3%,
7E'H-"H COSY i 71 H-6/H-13"f{)H1 €, iif B
TI%AEN

WA (=) -macleayin A f)HE X} 4 7 23 aof

BHBCN 9. 3Hz, Ui BH X > SUAL T AH S A T
o AR, T B GRS S (C-14") VEE S
(H-17) LA B350 43 B i) HMBC A1 615 5, ANRESE
%@%VWA%E‘J%*’J SEB R RA T R T
BB AT I A, SR Cu BRI, R
Flack parameter & N, 0 KRR B4 25 (8] B (p2,/¢) ,
2 S 2% WAL A R AN AT, L ' S i
[a]} (¢ 0.2,CH,CL) 4 0, E W &M e
f BT B SR AT, 45 SR R WM A4 45 (6R , 137

KA ) NOESY SEIGHfiE I (B 2) o 76 NOESY A R) F1(6S * ,13'S* ) —Ffy sl Sekbyfk, LK 3.
KhFAR H-6 F1 H-13" By AH5E, Hix HA~ S A8
#1 M#EEHMA G HF"C NMR #3% (in CDCL,)
Position Sy (multi, J,in Hz)§, Position 8y (multi, J,in Hz)§,

1 7.01(s) 104.0 6’ 2.39(d,10.3)

2 147.5 1.81(brs) 57.3
3 147.8 8’ 3.07(d,13.2)

4 6.61(s) 100.8 2.32(brs) 48.4
4a 127.8 8'a 130.8
4h 139.2 9’ 147.0
6 4.81(d,9.3) 57.3 10’ 150.6
6a 115.3 11’ 7.07(brd,8.1) 110.8
7 144.8 12/ 7.50(br s) 125.4
8 147.0 12'a 131.5]
9 6.57(brs) 107.2 13’ 4.51(brs) 52.7
10 7.12(br d,7.9) 116.6 14’ -a
10a 125.6 14'a 135.1
10b 124.5 5-N-CH, 2.49(s) 40.9
11 7.68(d,8.5) 119.8 7'-N-CH, 1.52(s) 41.6
12 7.46(d,8.5) 124.0 2,3-0CH, 0- 5.91(d,1.2)

12a 130.8 5.89(d,1.2) 101.4
1 a 111.6 7,8-0CH, O- 6.11(d,1.5)

2’ 145.6 5.95(brs) 100.9
3’ 148.6 2’,3'-0CH, 0- 5.92(d,1.4)

4’ 6.23(s) 110.2 5.90(d,1.4) 101.7
4'a 130.4 9'-0CH, 3.46(s) 60.9
5’ 2.56(br s) 10'-OCH; 3.95(s) 56.1

1.96(d,15.0) 33.9

»~ " ANOESY «==COSY

~—HMBC

B2 HEwe#si A ey HMBC 1H-1H COSY .NOESY #g % B
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( +)-macleayin A(6R,13'R) ( - )-macleayin A(6S,13'S)
B3 HEe#asA e RS iraE

AN R B TR 72 R ] HPLC a3,
JH Daicel Corporation [ 4 # CHIRALPAK IB
(250mm x4. 6mm) , RS A IEC hi: LB L
B =40:60:0. 1,33 K 1.0 ml/min, 5531 LR
L1 LA 2, PR o0 A9 HPLC (b E L 4.

PR3 0 AR e S Al (A e o 11 ECD
SE LA XA B ST S A 42 R 1
ARG, 1.2 W GARIEAT & I %5 B2z ok R v 1 [
3% (TDDFT ECD) 3455, 452 F50i i1 1155 ECD
P K H 5 ECD B RS2 56 45 /9 ECD 18135
HEAT O, 8 A XA Y, 525 K5 ECD i
EIVLE S, 1 Ry ECD &% 5 (6R,13'R) THEE 1Y
ECD [ —%,2 il ECD &3 5 (6S,13'S)
A ECD [B3g—2, KB 1 4 X #4810 6R, 13
R,2 (L XTF B 6S,13"S, il i He L e o't B hy
1:[a]y(c0.05,MeOH) +254,2:[a]} (c 0.05,
MeOH) - 230, fL&% 1 H12 Dy ok W SCHRHE fr
B a4 1o+ ) - G AL +)-
macleayin A],2 Jy( - ) -1 FHHK AL( - ) -ma-
cleayin A7,

&Y 3 ka4 4659 ( £ ) -macleayin C
A (AR be g =1:1) , HRESIMS %3
HYE T B T4 m/z 596. 1892[ M + Na ] * (caled.
506. 1891) s el 4440 T2 Coy M, NO, , 3
AN RE Sy 18, 58 AP G35 Hh g5 K g0 A,
227,281, 320nm, Z£L Ak 563 (KBr) Ho 45 Y i
(1659 em™ ) FIZE A (1605, 1492, 1464 cm™ ) W i

I

mAU

~ 6.44(¢
3

AD1:230nm

2

1=y
4
3 ?19.130

O_IOII”5_‘0““10‘,0"“15{0‘" pps ..,m_n

<Column Performance Report>

Peak No. Time Area Area % Plate number Tailing Resolution
1 6.440 2660883 49.4180 8024.853 1110 -
2 19.130 2723563 50.5820 6797.390 1.436 20.877

B4 ()-MEEHmA6GFRRMEER

calcd-S,S of macleayin A

calcd-R,R of macleayin A

——expti-1

Ag

25 wavelength-(nm)
H5 fbodpl A2 ey EBfeit 5 ECD A%

“C NMR ( 100MHz, DMSO-d, ) 3t i 7R 32 /Ml
B (R2), My XA 4 R ERNES (8 60.5,
55.8,55.3mp2) 1 NEMPEMRIE S (641.6);1 4
FRH RS9 8 61.8(C9") ,2 MR H HEIKAE 5 6
49.5(C-8") F158.4(C-6) ;iR XA 14 1 I5 2
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W E (5 151.7,146. 8 ,146.8,146. Twp 2,145.9,
140.3,138.9,130. 1,128.8,126.5,125.9,124. 2,
123.0) ,8 35 &R BLm A5 (8 123.6,119. 4,

119.2,112.3,105.5 w2,103.3,99.6) , 34 22 4
5GP AL S Y N A 4 SRR T
HA 2 MARPEE L IAMKI X R 45 1 A
T AR5 S (5 100.9) Fl 1 ANBILMR(E S 6
201.0(C-7") . W#E?2,

2 WEwe#rak C o9 NMR 44 ( DMSO-d6)

Positon ~ BCNMR  "H NMR(J in Hz) HMBC(HC)
I 103.3 7.12(s) €3 4a,12
2 146.8
3 146.8
4 9.6 6.44(5) C2,4b,12a
4a 126.5
4b 138.9
6 58.4 4.57(d,11.0) C4b,7,10a,7',8',9' N-CH,
6a 125.9
7 145.9
8 151.7
9 112.3 7.14(d,8.6) €7,8,10a
10 119.2 7.66(d,8.6) (6a,8,10b
10a 124.2
10b 123.0
1 119.4 7.85(d,8.6) C4b,10a,12a
b 123.6 7.53(d,8.6) C-1,4a,10b
12 130.1
K 128.8
2.6 105.5 6.58(s) C2 46T
3,5 146.7
Iy 140.3
7 201.0
8 9.5 3.54(ddd,11.0,10.6,3.6) C6,6a,7',9'
9 61.8  3.16(ddd,10.4,3.7,3.6)
3.82(ddd, 10.6,10.4,7.4) ¢ 8
2,3-0CH,0-  100.9  6.07,5.81(each d,1.0) 2,3
N-CH, 41.6 2.33(s) C4b,6
7-0CH, 60.5 3.84(s) 7
8-0CH, 55.8 3.90(s) o
3,5-0CH;  55.3 3.41(s) €35
4"-0H 8.96(br s)
9"-0H 4.21(dd,7.4,3.7) 89

"H NMR recorded at 600MHz,"*C NMR recorded at 100MHz.

"H NMR (600MHz, DMSO-d6) (3 2) 3 [ i a]
PIWEER| 8 Iy A 'S 6 7.85(1H,d, J =8.
6Hz) ,7.66(1H,d,J =8.6Hz) ,7.53(1H,d, ] =8.
6Hz),7.14(1H,d,J =8.6Hz) ,7.12(1H,s) ,6. 58
(2H,s),6.44 (1H,s), WIHM A2 L' H-'H
COSY , #Eiil] 6 7. 85 (H-11) 1 7. 53 (H-12) ,6 7. 66
(H-10) F17. 14 (H-9) 43 51| 2 A AR FR _E PR 2 AH 4B
SEE,67.12(1H, s, H-1) f1 5 6.44(1H,s,H4)
] — R ER X AN 556 6. 58 (2H, br
s,H-2",6") AR IR EXTHRI 2 A& IR Xk A
1 NS S 58.96(1H, br s,4’-OH) , 1 41 H!
TAEHEAES 56.07(1H,d,J =1.0Hz),5. 81
(1H,d,J =1.0Hz) , 7E&X,FALE 2 DIRH LS
=45 §3.54(1H,ddd,J =11.0,10.6,3. 6Hz, H-8")
M 64.57(1H,d,J=11.0Hz,H-6) ;1 4~ F 31 2
AE (52 53.82(1H,ddd, ] =10.6,10.4,7. 4Hz,
H9'a),3.16 (1H,ddd, J =10.4,3.7,3. 6Hz, H9'
b) ;4 MHE LN E (S5 8 3.90(3H,s) ,3.84(3H,
s),3.41(6H,s) ;1 MAH M EA(EE §2.33(3H,
s);1 MREAES64.21(1H,dd,J =7.4,3.7THz,
9'-OH) . AR LA_EA5 B HEMZ AL &9 2R - JE e
W0

1t HMBC &, 5 /(55 6 7.67(H-10) &
FFE R 6 123.0( C-10b) ,125. 9 (C-6a) £ 4HK;
FEAGS67.14(H9) 555 FFM 6 124.2(C-
10a) . 145. 9 (C-7).151. 7 (C-8) A #1 %, H
7E'H-"H-COSY & .8 7.67,7. 14 1E1EA X, A
HA[ES 63.90 Fl63.84 AR 5350 8 151.
7(C-8) \145.9(C-7) A AR, Bt 4544 B | 4%
. W6,

HEAGES 87.85(H-11) 575430k 6 124.
2(C-10a),130.1(C-12a),138. 9 ( C4b) f£#E HM-
BC HHG; R A5 6 7. 53 (H-12) 55 %% 6
103.3(C-1) .123.0(C-10b) .126.5(C4a) A H%,
HAE'H-"H COSY 1,6 7.85,7. 53 fEAE MK 75
FAEE67.12(1H,s,H-1) 5758 § 123.6(C-
12) [126.5(C4a) 146. 8 (C-3) H A E; FH AL
56 6.44 (1H,s, H4) 535 %&F &k 6 130. 1 (C-
12a) 138.9(C4b) .146.8( C2) A A ; W B — 4,
HMEA(FS 86.07(1H,d) \5.81(1H,d) 55 Z
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Tk 6 146.8(C-2,3) HAHHIC, MM 5 R B 1T .
WK 6,

AR EEXRFRAY 2 SE S8 6.58(2H, s, H2',
6') 5357w 8 128.8(C-1"),140.3(C4"),146.7
(C-3") T KEm 6 201. 0(C-7") FEAEAH G, H 48 2k
Af5'583.41(6H,s) 55 EFW (S 146.7) fF7EAH
K, RUALETE 3,5- I E S-SR H IR SE B B
RHEIAES 62.33 SKH ILmK 6 58.4(C-6) FlI
J5 BNk 6 138.9(C4b) fAAEAH &, IR LA M55
854.57(H-6) 5K 6 41. 6(N-CH, ) (Y FH LGk 6
49.5(C-8") i HH 3EHk 8 61.8(C9") FI A F =tk &

~—~ HMBC

124.2(C-10a) ,125.9(C-6a) ,138.9(C4b) ,145.9
(C-T)FAAEAH G I A 8 3. 54 (H-8") 5k &
58.4(C-6),61.8(C-9'),125.9(C-6a),201.0(C-
T ) HAEAR G W B (55 6 3.82(H9a) ,3. 16
(H9'b) 5i(=52 5 49.5(C-8"),201.0(C-7") {71
PG BRI A 55 6 4.22(9'-0H) 5% 6 49.5(C-
8'),61.8(C-9") fE7E A4 H7E 1H-1H COSY i
H1,84.57(H-6) fil 3. 54 (H-8") fF{EAI X, 6 3. 54
(H-8')F13.82(H9'a) 3. 16 (H9'b) fF1EM X, 8
3.82(H9'a) 1 3. 16 (H9'b) FF 4L AH K , W ifi i€ 45
R B, W6,

— 'H-'HCosYy

B6 MEw#aC e HMBC,'H-'H COSY 48 &

48 H-10 5 C-10b, H-11 5 C-10a /iy HMBC
FHOC, eSS B T 1Y A i (C-10a) 5454 7 Bt
1 C ¥ (C-10b) A5 %, BY 2 — & (1 Jm 38 5
4381 N-CH, {555 C4b tH,H-6 5 C4b, C-
6a,C-7,C-10a fF7EAHSC, RULEHM B 1 19 B i
(C-6a) 5458 B LAY E % ( C-6) A% , 4544 F Bt
L i D 3 (C4b) 5458 7 Be Y F o (N J5i+) 48
%o LR LR TS T IS5 1 o ARy A
(R S Sl i H-6 f1 H-8' B &% %k J = 11.
OHz, H.7 NOESY i Wi il H-6 F1 N-CH, .H-9'b
A A, H-8"F1 HO a A (& 7) , i H-6 F1 H-8'
A TFARRC T Lo BOZAE G P2 BRI IEE 2 AR
VIR AR N R 2T C-C S AHIE R 24 A4

&Y macleayin C W HHEEEE N[ ol 0(c
0.16,CHCLy) , #:Iiz b5 Yl Ag 2 SN IE i . H
F£ HPLC ( Chiralpak IC ¥ A (250mm x 4.
6mm) ) 3T, WS A N IE O ke oK L Lk

=35:65:0. 1, 1. Oml/min, £ ] ¥ K 280nm,
rMTa R (B 8) sy 2 MIETIA Y 1 TH £
U, JE— 2D UEW] macleayin C ZAMHEBEMAR, I H 1
FAFHIE 2 XTI IR 3 F 4,

|7 % w=#ras C e NOESY Ak A
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—T T
15.0  min

T T T
0.0 5.0 10.0

W REARTIE WA WL % HERERY ERET HEE
1 6928 3939053 206751 50.6081  3383.710  1.509
2 8529 3844387 151671 493919  2779.782 1333 2.850

B8 (=)WMAw#mCeFametn

3 H14 2 i Bl i T ECD J7 ik (K
O) WhE R, &Y 3 52 ECD [&l3% 5 (6R,8'R) -
macleayin C {315 ECD EiEEA—2, L&) 4
sEi ECD & 3% 5 (6S,8'S) -macleayin C {15
ECD &5 3EA— 2, Fr AT E AL &9 3 (2 x4
B 6R,8'R,4 (LR AE B 6S,8'S, HUHEL
SR 3:[aly = - 85.6(c0.18,MeOH) Fl4.
[a]}) = +94.4(c 0.18,MeOH) , fL&W) 3 F14 Ny
R SCERAGE B &, ar e a i 3 (- )-
& B CL( - ) -macleayin C],4 5 ( +)-1H7%
mHH8 C[ ( + ) -macleayin C]

20 = === calcd for (6R,8'R)

= = == calcd for (65,8'S)
e exptl for (-)-3

exptl for (+)-4
Ae 0

-10
-15

20 wavelength(nm)
B9 b3 Fedehsiy +H ECD B

3.2 T AhEChibhig e
APREL XS 7350 T SRS it 7%
E AR (- ) -6-INEREE A AR (5) , ( +)-6-
PN ASE — S AR B (6) , (- )-6-PN R — A H
SRR (T ), ( +)-6-PY R I — A SR AR (8)
(+)-6-F L SR (), ((£)-6-F A"
SR (10) , ( £ ) -spallidamine(11)

4 INgg

NI 7 o] v 73 S5 7 X AR W BB e AR
oAy 4 XS e A PR -1 HPLC 35 2047
TR, IR ECD (ECD 175 1 %8 T HoAa
XL, 5 A = XF i B A 4R B 5 1 75 1 0 H A
Oro HNHBEMAR R BRI , X IR S G W R I 1k
WS R A A B IR AR —E 948 308 3, i [ul
BRI — I R BEE T RS L]

S 3k
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