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Figure B4. The GC- MS spectrum of Compound



>.97 _ 
>9.8 ! 

>9.6 I 

>9.4 ! 

>9.2 j 

>9,0

9 8 .8  .

9 8 .6
9 8 .4

9 8 .2  ...

9 8 .0  ..

9 7 .8

9 7 .6  ...

9 7 .4  _

9 7 .2  ...

9 7 .0

9 6 .8

9 6 .6

96.4  
6 .3  I .........

4 0 0 0 ,0

2867,2

2966,8

2933,6

3 6 0 0  3 2 0 0  2 8 0 0

d:\spectres ir\azerad\somjinvJTianoyl 1 ,sp

1694.6

1453.2
1157,3

1 259. .1.
1377,8

912

1655,6 1076,0

2-100 2 0 0 0  1 8 0 0  1 0 0 0  1 4 0 0  12 00  1 0 0 0cin-1

Figure B5. T h e  I R  s p e c t r u m  o f  C o m p o u n d  2 .



C u r l e ft t  i;ar«É >r$*r3W 3 1 JSCS*} * L?!4m m 23?mCCMB i
?ไ! • A rx j i;  ไรf i t  แ !ท  Fa k w y îLç r ïî$ S 5 t  แ นV in si © m « ร fit. ri? « H T S -> ฒ * t f e i t i l Mï t o i w en > £ 4 3 4 iIC tW S ft e t c  11KS 1 r2X1 2î -พ ิ < * m ,  I H  HrF t c c r x 0 . 31$  2 9 9  HîAO ไ /m m < i  & k* e 3 *  3$w: c Î 3 . V!» « Î4Cท : l « 0 , 0  K2H J . {$ $ C 4 0 9 $  *»c?! *1,113 ÿ*.ië<*11*01 2 M U H 3 , 0 §  2fsfer*r j o .t o IH
T2 " F r o c t s si»" ?  p arajM J tsrs3 t 1 *3 *43F S S ft.L M & odd  m2X i* rySSB âLB 0 . 3 5  « Îc s <j
*■ I>m
1 0  เ พ  p i  CL ^ A r « n e t« r »c x 2 0 . 0 ?  Î2TSF IF â.MO:* « æf i 20tu.0i litÎ 2 F 0 .{ 'D 2  fp f:f  2 0.03 H»Î W « Il *0ท0? jÇ f . ’CHSCS Tto 0 5 2 0  2 i'ithxi

i ? r
4

•ใ........................2~
J 2

Figure B6. The 'H-NMR spectrum of Compound 2



Çu Tireur โ)Aะ4 ? a r * a c t c r f t
5. "เท<" < 1 i! ?

er?*R> • r ,J

f 2  - A fXpi.it. ะ t i  Cif P À. f &r** 1 «ะ-ร
«ร.;,„ 2 0 0 ร  120 7

'ร i n c ร . .ท
îr is tfc sm ร:!*!s e t
m e s s » I> r t s  M alL ifU î
rMUPtwoo sesperiâ
TC « i l  4
s o t v a w r C IC I i
K5 Th 1
US 2
c&ri 2 0 0 0 0 -  ■ ÔC'i
r i l l ! f l . i é s i i i H»
a û »«•€m 4 5 » sm ว ร , CCI « i» « r
พ 5 ร ่"ร ิโ « f  «te
TE 3 0 0 . ร
03 2 :  JHOCtë&ft ü e c
ühi 2 8 .5  ะ ■ >**
C i 2 ,.il-500£i&:c ร «c
C P T fW «น iL Z .H
m i f l ô . ô î «.ร«ร:
u n s . f l iû f l e o & î ït«c
SL s 2 ê . s * i s
n i *» .4 ï u s e r
s r o i V i .. 1 031  รร} « 4 2
เทท*!. KJS î  IC
F 2 - f * r o :€ s s i^  p o r* :r« K * rs
CI 3 J T I?
S f 1 2 . c m 2  H T ฒร่2
ฬ »* 121
s  SS •*
LS i  A û fix
Cî« 2
PC } . 4-2
3?  NK* p ia f .
e x ÏO  CO CT-
ท ? 2 4 0 . น พF l 1 5 8 9 4 . » Hz
ท ? O.flOfl พ *ท f c . f l f l Ht.
F fw p f .น '. 9 t t $ 0 โใ'pa ter*
พรÇH ไ*ร 4.14.:?,!» H t  t  a *

Figure B7. The l3C-NMR spectrum of Compound 2



Figure B8. The GC- MS spectrum of Compound 2.
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Figure Bll. The l3C-NMR spectrum ofCompcnind 3



Figure B12. T h e  G C -  M S  s p e c t r u m  o f  C o m p o u n d  3.
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Figure B13. The IR spectrum of Compound 4.
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Figure B14. The 1H-NMR spectrum of Compound 4.
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Figure B17. The IR spectrum of Metabolite la.
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Figure 1321. The gNOESY spectrum of Metabolite la.
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Figure B22. The gHMBC spectrum of Metabolite la.
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Figure B23. The gHSQC spectrum of Metabolite la.
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Figure B24. The LC-MS spectrum of Metabolite l_a



Figure B25. The IR spectrum of Metabolite lb.



Figure B27. The ,3C-NMR spectrum of Metabolite l_b



Figure B28. The DEPT spectrum of Metabolite lb.
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Figure B29. The gCOSY spectrum of Metabolite ljb.
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Figure B30. The gNOESY spectrum of Metabolite I_b.
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Figure B31. The gHMBC spectrum of Metabolite lb.
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Figure B32. The gHSQC spectrum of Metabolite lb.





Figure B34. The IR spectrum of Metabolite lc.
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Figure B35. The 'H-NMR spectrum of Metabolite l_c.



Figure B36. The l3C-NMR spectrum of Metabolite lc.



Figure B37. The DEPT spectrum of Metabolite J_c.



Ontfl Co 1 1«<: I «ชุ «•ไ: ni r r c II ••• y 4 Ci a - 111 ç r <. M r y 41! I)Archive directory': /RXfii:" !./honit'/vnini ’ifcfr/viiKi iys/tl.itn s.vtipie directory: toons .''ท'o.s-ofi-.se-î Ü1 9 ‘̂J f l i c :  SJCD3Y
Rjlse ficrjuence: JJCOSY solvent: CC30n lorp. I'tl.o c /  2S3.1 K
Relax. delay i.oco SRC Acq. t 1it<j 0.150 sec Width 3Ï3X.0 Hz *ขฺ Width 3337 . (1 Hrf »? jeÎMOM.OBSERVE HI, 399.«401)090 Mile ÜAIA PROCCSSIMU รฤ. Kino bell O.OS'j sec F i DATA PROCESSING Sq. Si no bell 0.0.3? see FT size 1024 X 1324 Totrtl t Imo 3 .1»1 ก

4
5

;

G I

7 6 5 4 3 2 1
F i  ( p p m )

Figure B38. The gCOSY spectrum of Metabolite lc.
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Figure B39. The gNOESY spectrum of Metabolite lc
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Figure B40. The gHMBC spectrum of Metabolite lc.
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Figure B41. The gHSQC spectrum of Metabolite lç.





Figure B43. The IR spectrum of Metabolite Id
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Figure B44. The 'H-NMR spectrum of Metabolite Id.
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Figure B45. The 3C-NMR spectrum of Metabolite Id.
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Figure B46. The gCOSY spectrum of Metabolite Id.
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Figure B47. The gHMBC spectrum of Metabolite IdL
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Figure B48. The gHSQC spectrum of Metabolite Id.



ใ I :•Ppirrt ' of vlindow 80: MS Spectrum
M S  S p e c t r u m^ ..' *MSD1 SPG. tirm*ïï8?224̂ 'MÎ̂ MK3SO00Ï3..Â'pi-E's','pd's7'Sĉ'nrF/ÿgï"90'
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Figure B49. The LC-MS spectrum of Metabolite Id
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Figure B51. The 'H-NMR spectrum of Metabolite le.
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Figure B52. The l 3C-NMR spectrum of Metabolite le,
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Figure D53. The gCOSY spectrum of Metabolite le.



PK.
Pa t น Co I le ft  oil on :m«r eu r y .‘รุ 0 0 -ma r eu r y .1 c c Arthlvf Ijhnctory:/CXItor t/hwe/viisrutcr /v Sr»-up 1 iu ฝ 1 rectory : tai03_2004-Ol-3C-

Temp. 20. c  /  2 3 3.6
Relax. onlay I.nco Kite Act). time 0* ISO see width dOiiS.ft II7 20 width 1134 . ร HZ. ft r npet tt.lonr.400 1 ncremeius0fcXERVE Hi, »9l>.8460080 MHrDATA PROCESSING Sine bell 0.063 see n  PATA PROCESSING ร<nn bell 0.008 see FT size  J024 X 204S Total time 1 hr. 10 mill

c ppm)

Figure B54. The HMBC spectrum of Metabolite le.
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Figure B55. The gHSQC spectrum of Metabolite le.
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Figure B56. The LC-MS spectrum of Metabolite le.
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Figure B57. The IR spectrum of Metabolite if.
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Figure B58. The 'H-NMR spectrum of Metabolite If.
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Figure B59. The l3C-NMR spectrum of Metabolite If.



Figure B60. The DEPT spectrum of Metabolite If.
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Figure B66. The IR spectrum of Metabolite 2a.
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Figure B67. The 'H-NMR spectrum of Metabolite 2a.
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Figure B68. The l3C-NMR spectrum of Metabolite 2a
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Figure B69. The DEPT spectrum of Metabolite 2a



Figure B70. The gNOESY spectrum of Metabolite 2a



Figure B71. The gHMBC spectrum of Metabolite 2a.



Figure B72. The gHSQC spectrum of Metabolite 2a.
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Figure B75. The 'H-NMR spectrum of Metabolite 2b.
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Figure B77. The DEPT spectrum of Metabolite 2b.
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Figure B80. The gHMBC spectrum of Metabolite 2b.
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Figure B81. The gHSQC spectrum of Metabolite 2b.
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Figure B82. The GC-MS spectrum of Metabolite 2b.



Figure B83. The IR spectrum of Metabolite 2c.
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Figure B84. The 'H-NMR spectrum of Metabolite 2c.
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Figure B85. The l3C-NMR spectrum of Metabolite 2c.
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Figure B86. The DEPT spectrum of Metabolite 2c.
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Figure B87. The gNOESY spectrum of Metabolite 2c,
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Figure B88. The gHMBC spectrum of Metabolite 2c.



Figure B89. The gHSQC spectrum of Metabolite 2c.



Figure B90. The GC-MS spectrum of Metabolite 2c,



A P P E N D IX  c

Table C1. Crystal data and structure refinement for metabolite 1c.

Empirical formula C"20 3̂0 O4

Formula weight 334.44
Temperature 293(2)K
Wavelength 0.71073 À
Crystal system, space group orthorhombic, P2(1) 2(1) 2(1)
Unit cell dimensions a =  7.8825(10) À alpha = 90 deg. 

b = 11.1507(15) À beta = 90 deg. 
c = 21.621(3) À gamma = 90 deg

Volume 1900.4(4) À3
z, Calculated density 4, 1.169 Mg/m3
Absorption coefficient 0.080 mm"1
F(000) 728
Theta range for data collection 2.05 to 26.37 deg.
Index ranges -9 <  h <9, -13 <  k <13, -27 <  I <26
Reflections collected / unique 15283/3877 [R(int) = 0.0202]
Completeness to theta 26.37 100.0%
Refinement method Full-matrix least-squares on F2
Data / restraints / parameters 3877/ 0 / 330
Goodness-of-fit on F2 1.056
Final R indices [I > 2sigma(l)] R1 = 0.0431, wR2 = 0.1129
R indices (all data) R1 = 0.0452, wR2 = 0.1148
Absolute structure parameter 0.00
Extinction coefficient 0.0033(15)
Largest diff. peak and hole 0.285 and -0.244 e. À'3



T a b le  C 2 . B o n d  l e n g th s  (Â) fo r m e ta b o l i t e  I s .

Bond lengths (À)

C (1 )-C (2 ) 1.536 (2)
C (1 )-C (3 ) 1.5611 (19)
C (1)-C (9 ) 1.566 (2)
C(1) - C(13) 1.575 (2)
C(2) - H(21) 1.00 (2)
C(2) - H(22) 0.92 (2)
C(2) - H(23) 0.99 (2)
C (3 ) -0 (1 ) 1.4355 (19)
C(3) - C(4) 1.519 (2)
C(3) - H(3) 0 .985 (1 7 )
C(4) - C(5) 1.506 (3)
C(4) - H(41) 0.93 (2)
C(4) - H(42) 0.92 (2)
C(5) - C(6) 1.530 (2)
C (5 )- H(51) 0.99 (2)
C(5) - H(52) 0.96 (2)
C(6) - C(8) 1.526 (2)
C(6) - C(7) 1.544 (2)
C(6) - C(9) 1.558 (2)
C (7)-H (71) 1.02 (2)
C(7) - H(72) 0.98 (2)
0 (7 ) - H(73) 0.93 (2)
C(8) - 0 (3) 1.214 (2)
0(8) - 0 (2 ) 1.297 (2)



T a b le  C 2 . B o n d  le n g th s  (Â) fo r m e ta b o l i te  l e .  ( c o n t in u e d )

Bond lengths (Â)

C (9 )-C (1 0) 1.533 (2)
C(9) - H(9) 0.97 (2)
C(10) - C(11) 1.511 (2)
C (10)-H (101) 1.01 (2)
C(10) - H(102) 0.94 (2)
C (11) - 0 (4 ) 1.417 (2)
C (11) - C(12) 1 .519(2)
C (11) - H(11) 0.94 (2)
C(12) - C(17) 1.547 (3)
C(12) - C(18) 1.545 (3)
C(12) - C(13) 1.559 (2)
C(13) - C(14) 1.550 (2)
C (13)-H (13) 0.96 (2)
C(14) - C(15) 1.533 (4)
C(14) - H(141) 0.94 (3)
C(14) - H(142) 0.96 (3)
C(15) - C(16) 1 .524(4)
C(15) - H(151 ) 1.06 (3)
C(15) - H(152) 0.95 (3)
C(16) - C(19) 1.511 (5)
0 (16 ) - C(17) 1.517 (4)
C (16)-H (16) 1.04 (3)
C(17) - H(171) 0.92 (2)
C(17) - H(172) 0.92 (2)



T a b le  C 2 . B o n d  l e n g th s  (A) fo r m e ta b o l i t e  l e .  ( c o n t in u e d )

Bond lengths (A)

C(18) -C (19) 1.516 (4)
C(18) - H(181) 0.93 (3)
C(18) - H(182) 0 .9 7 (3 )
C(19)- C(20) 1.318 (4)
C(20) - H(20A) 0.93 (2)
C(20) - H(20B) 0.93 (2)
0 ( 1 ) -H (1) 0.72 (2)
0 (2 ) - H(2) 0.87 (3)
0 (4 ) - H(4) 0.76 (2)



T a b le  C 3 . B o n d  a n g l e s  ( d e g . )  fo r m e ta b o l i t e  l c .

Angles (deg.) Angles (deg.)
C (2 )-C (1 )-C (3 ) 108.48 (12) C(4) - C(5) - C(6) 114.01 (14)
C (2 )-C (1 )-C (9 ) 112.79 (12) C (4 )-C (5 )-H (5 1 ) 109.50 (12)
C (3 )-C (1 )-C (9 ) 105.90 (12) C(6) - C(5) - H(51) 112.90 (11)

C(2) - C(1) - C(13) 114.35 (13) C(4) - C(5) - H(52) 109.10 (12)
C (3 )-C (1 )-C (1 3 ) 108.72 (12) C(6) - C(5) - H(52) 103.90 (13)
C(9) - C(1 ) - C(13) 106.21 (11) H (5 1 )-C (5 )-H (5 2 ) 107.00 (16)
C(1 ) - C(2) - H(21 ) 112.10 (14) C(8) - C(6) - C(5) 113.22 (13)
C (1 )-C (2 )-H (2 2 ) 111.80 (14) C(8) - C(6) - C(7) 105.00 (15)

H(21) - C(2) - H(22) 107.50 (19) C(5) - C(6) - C(7) 107.43 (15)
C (1 )-C (2 )-H (2 3 ) 110.90 (11) C(8) - C(6) - C(9) 113.17 (13)

H(21) - C(2) - H(23) 111.30 (17) C(5) - C(6) - C(9) 107.81 (13)
H(22) - C(2) - H(23) 102.90 (19) C(7) - C(6) - C(9) 110.04 (14)

0 (1 ) - C(3) - C(4) 108.42 (12) C (6 )-C (7 )-H (7 1 ) 110.10 (17)
0 (1 ) - C(3) - C(1) 112.57 (13) C(6) - C(7) - H(72) 109.20 (15)
0(4) - C(3) - C(1 ) 113.99 (12) H(71) - C(7) - H(72) 113.00 (2)
0 (1 ) - C(3) - H(3) 103.80 (10) C(6) - C(7) - H(73) 113.90 (16)
0(4) - C(3) - H(3) 108.30 (9) H (7 1 )-C (7 )-H (7 3 ) 101.00 (2)
C (1 )-C (3 )-H (3 ) 109.20 (10) H(72) - C(7) - H(73) 109.00 (2)
0(5) - C(4) - C(3) 113.21 (13) 0 (3 ) - C(8) - 0 (2 ) 123.13 (17)

C (5 )-C (4 )-H (4 1 ) 109.30 (13) 0 (3 ) - C(8) - C(6) 120.87 (16)
C(3) - C(4) - H(41) 106.90 (13) 0 (2 ) - C(8) - 0 (6 ) 115.97 (15)
0(5) - 0 (4) - H(42) 110.60 (11) C(10) - C(9) - C(6) 114.23 (13)
C(3) - C(4) - H(42) 109.90 (12) C(10) - C(9) - 0(1 ) 111.13 (13)

H(41) - C(4) - H(42) 106.70 (17) C(6) - C(9) - C(1) 116.56 (12)
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T a b le  C 3 . B o n d  a n g l e s  ( d e g . )  fo r  m e ta b o l i t e  1 c . ( c o n t in u e d )

Angles (deg.) Angles (deg.)
0(10) - C(9) - H(9) 105.40 (12) C(14) - 0(13) - H(13) 107.30 (12)
C(6) - C(9) - H(9) 103.30 (11) C(12) - 0(13) - H(13) 103.00 (12)
C(1) - C(9) - H(9) 104.70 (11) C(1) - C(13) - H(13) 104.10 (12)

C (1 1 )-C (1 0 )-C (9 ) 111.08 (13) C(15) - C(14) - C(13) 116.40 (2)
C( 11 )-C( 1 ๐)-H( 101 ) 109.60 (14) 0(15) -C(14) - H(141 ) 108.40 (15)

C(9) - C(10) - H(101 ) 111.50 (13) C(13) -C(14) - H(141 ) 105.60 (16)
C(11)-C(10)-H(102) 110.30 (12) C(15) -C(14) - H(142) 104.70 (16)

C (9 )-C (1 0 )-H (1 0 2 ) 108.50 (13) C(13) -C(14) - H(142) 114.10 (15)
H( 101 )-C( 1 ๐)-H ( 102) 105.60 (17) H(141)-C(10)-H(142) 107.00 (2)
0 (4 ) - C (11) - C(10) 110.46 (14) C(16) - C(15) - C(14) 112.00 (2)
0 (4 ) - C (11) - C(12) 113.38 (14) 0(16) -C(15) - H(151 ) 111.00 (16)

C (1 0 )-C (1 1 )-C (1 2 ) 111.66 (14) C(14) -C(15) - H(151 ) 109.10 (15)
0 (4 ) - C (11) - H(11) 103.20 (13) C(16) -C(15) - H(152) 110.10 (17)
C(10) - C (11) - H(11) 110.80 (12) C(14) -C(15) - H(152) 104.20 (16)
c(1 2 ) - C (11) - H(11 ) 107.00 (12) H(151)-C(15)-H (152) 110.00 (2)
C (11) - C(12) - C(17) 111.38 (16) C(19) - C(16) - H(17) 101.30 (2)
C (11 ) - C(12) - C(18) 110.44 (15) C(19) - C(16) - 0(15) 110.00 (3)
C(17) - C(12) - 0(18) 100.82 (18) C(17) - C(16) - C(15) 108.00 (2)
C (11) - C(12) - C(13) 111.94 (13) C(19) -C(16) - H(16) 111.60 (18)
C(17) - 0 (12 ) - c (1 3 ) 111.72 (15) C(17) -C(16) - H(16) 115.70 (17)
0 (18 ) - C(12) - 0(13) 110.01 (16) C(15) -C (16)-H (16) 109.90 (19)
C(14) - C(13) - C(12) 108.10 (14) C(16) -C(17) - C(12) 102.40 (2)
C(14) - C(13) - C(1) 116.38 (13) C(16) -C(17) - H(171) 110.10 (14)
C(12) - C(13) - C(1) 116.64 (13) C(12) -C(17) - H(171) 113.90 (14)
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T a b le  C 3 . B o n d  a n g l e s  ( d e g . )  fo r m e ta b o l i t e  1 c .  ( c o n t in u e d )

Angles (deg.) Angles (deg.)
C(16)- C(17) -H(172) 109.40 (14) C (2 0 )-C (1 9 )-C (1 6 ) 126.20 (3)
C (12)-C (17) -H(172) 108.40 (14) C(20) - C(19) - C(18) 125.50 (3)
H(171)-C(17)-H(172) 112.00 (2) C(16) - C(19) - C(18) 108.30 (2)
C (1 9 )-C (1 8 )-C (1 2 ) 104.80 (2) C(19) -C(20)- H(20A) 120.00 (0)
C(19)-C(18)-H(181) 110.30 (16) C(19) -C(20)- H(20B) 120.00 (0)
C( 12)-C( 18)-H( 181) 111.60 (17) H(20A)-C(20)-H(20B) 120.00 (0)
C(19)-C( 18)-H(182) 107.90 (17) C(3) -0(1 ) -H (1) 110.00 (2)
C(12)-C(18)-H(182) 110.70 (17) C(8) -0 (2 ) - H(2) 107.40 (18)

H( 181 )-C( 18)-H( 182) 111.00 (3) C (11) -0 (4 ) - H(4) 112.00 (18)
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