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1. Copies of 'H and *C NMR Spectra
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2. HRMS and IR spectra of the prepared thiourea catalysts 3 and new Michael
addition adduct
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3. Copies of HPLC data

e 1E A :
1% L dE 2
i 2008-7-25 11:08:27

e : 2008-7-25 10:37:33

(I F 51

5 0)

E 4

E 4

D:\CHEM32\2\METHODS\DEF_LC.M

D:\CHEM32\2 \}’IETHODS\DEFﬁLC M
85:15 AD-H 1ml/min

{vi

o B 1

VWDT A, 7L F.=254 nm (08-ZZH\AD5-9X-2.0)
mAU &
1 ¥
50 H |‘ -
| | 5
1 =
] | ('
40 o |‘
] NO, | ‘|
: ‘ | i
30| | \ |
: ‘ | |
20 ‘ \ | |
j | | “
] \ |
g ‘ I‘ ‘ |
10 \ |‘ | ‘|
i |
| | [
] RN
o4 — S A~ AN i
I IR s @ B a i
[Tz S v
i 7 : E5
P AT : 1.0000
i BT 1.0000

W b A 9 B TR T R ORE [T

f§5 1: vwpl A, # K =254 nm

[l R I = T U 1fij £1
# [min] [min] mAU *g
] e | ==
1 £.3595 VB 0.1995 6£92.60132
2 10.337 BB 0.2216 649.55426
58 1342.15558
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i ¥ F

X AR 07 ik
e I 5 o

fdy 2

2008-7-18 11:16:32 L7

D:\CHEM32\2\METHODS\DEF_LC.M

2008-7-18 11:11:46 L7
EREDER 18]

D:\CHEM32\2\METHODS\ DEF LC.M

95:15
daila

fr o FERRIH 1

VWD1 A,
mAU

350

300

250

200

150

100

50

£ 15=225 nm (08-ZZH\AD-6-5B6.D)

e

NO,

=8:935

o

7

Fe WA T

il ¥ 1A ¥

Wb P e LR

= B2
1.0000
5 1.0000
| 6 B T
t

{55 1: vwpl A, ¥ =225 nm

W B A

# [min]

0.2008 154.8685¢6 11.7138
0.2360 6198.44092 400.2125

U 1h) FR

0 2.4376
5 97.5624
5
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O

1 45 2 s o2 frE o FEMIE 1
HEFEH ) : 2008-68-26 4:24:17 T4
K 4 I7 : D:\CHEM32\2\METHODS\DEF LC.M

B JE 15 1 2008-8-26 4:20:03 4
(1 IG5 o)
53 Hf ik : D:\CHEM32\2\METHODS\DEF_LC.M
I 518 : 2008-10-9 7:40:26 F 7%
CRENERETS)
FE s B : 10:50 0.7ml/min 254nm
VWD A, i 15=254 nm (08-ZZH\AD-6-10E-1.D)
mAU ]
400
350
] o) CF;
300 NO,
] r~
250 2
4 o~
4 @© "*
200 = f
] e f
1 N l
150 4 \ ([
1 ‘
b a | |
100 [ (1
. I |
[ I‘ \
50 [ M
] |\ [\
03 PNV Y LY S N
T T T T T
0 2 4 6 8 10 12
[ S
5 ' 5g . “':' ‘.J-
e B H 1.0000
i BN T : 1.0000
M obR A R BT RN T
{5 1: vWpl A, ¥ K =254 nm
VDR R ) M I B e T £ e g TR
# [min] [min] mAU *5 [mAU ] %
] e | == \
1 10.783 BB 0.2910 3135.48657 167.61678 50.0802
2 12.187 VV 0.2282 3125.44263 214.49406 49.9193
Jo = 6260.92920 382.11084
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1 AR &

3 &% : fiLd 2 il s FERVIE 1
B H R : 2008-8-26 4:01:26 4
Fe AL 7T i : D:\CHEM32\2\METHODS\DEF LC.M
5 15 1 2008-8-26 3:59:49 T4
(i A 5 15 )
oy # 1 i : D:\CHEM32\2\METHODS\DEF_LC.M
I 5 1B B : 2008-10-9 8:07:58 K4
(i A 518 )
FE 5 B : 10:90 0.7ml/min 254nm

VWD1 A, ik 1=254 nm (08-ZZH\AD-6-9G-1.D)
mAU 7]
400 g
; ), :
i e} CFy ‘I‘I
300 (1
] (l
] /|
200 [
1 [ |
4 ‘ |
100 l‘ ‘l
] @ [
~ [
] A N - =] | \
. 1 R e v AN A D / \ o
- . .. ~ = =———-———-—-——
0 2 4 6 8 10 12
[T RS s e ey
il : F5
P f4 [H T g 1.0000
f B T : 1.0000
W bR AT A SR R R T A AR R T
fe's 1: vwplL &, #1&=254 nm
[ BN e~ R U i A9 I W T
# [min] [min] mAU *3 [mAU ] %
e e I e |
1 10.708 BV 0.1994  86.08102 6.57336  1.5587
2 12.162 BV 0.2483 5436.67334 344.30118 98.4413
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B AT
%

L4 2 {7 FESRE 1
HEEH M 2008-8-8 7:48:16 |4
KA T D:\CHEM32\2\METHODS\DEF LC.M
5 J5 15 2008-8-8 7:47:09 |7
(1 5 iz )
55 W 75 i D:\CHEM32\2\METHODS\DEF_LC.M
Jo J5 B B 1 2008-10-6 4:11:26 T4
(1 IS 2 )
s B : 10:90 1.0ml/min 254nm 42bar
VWDI A, 1% [-=254 nm (08-ZZH\AD-6-10C D)
mAU |
80 CF3
| 0
] NO,
60
1 (<2
40 5
] ﬁ
4 I
I @
20 |\ ]
[ by
] [ ™\
j [ [N
[ [\
] I\ /AN
o+ S N s N o R 4 S
i T =T
--——_——————-— - - = = @ =@
10 12 14 16 18 20 22 24 min
1H AR E B A
F g 55

g B 7 : 1.

fils B 1R 7 : 1.0000

Wb Al A 3R B 7 R R R

&5 1: VWDl A, % K =254 nm

[ e D ) B R 3 ) Ueg T FH L = e T 2
i [min] [min mAU *s [mAU ] %

1 11.979 BV 0.3493 782.91608  34.67413 51.0240
2 21.978 BB 0.6447 751.49225 18.03920 48.9760
SIS 1534.40833  52.71333
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1% & : {XEE 2 f ¥ FERVI 1
HEEEH 1 1 2008-9-12 9:31:06 R4

PR WA : D:\CHEM32\2\METHODS\DEF LC.M

oo 1B 8 : 2008-9-12 6:48 R

(iR RE 4)
IR TS : D:\CHEM32\2\METHODS\DEF LC.M
I J5 B B : 2008-10-8 9:10:20 R4
(1 H Gz 20
BE A1 B : 10:90 AS-H 1ml/min  254nm
VWDT A, 1% 1-=254 nm (08-ZZH\AD-6-10C-3.D)
mAU ]
507 @fc’:a
] o
40 o &
1 ~..~NO2 b
] f\
30 (|
4 | |‘
] [
20 |
7 ‘ |
] I
1 [
10 = .
] A - ‘I‘ \
e b S Y AN . 3 / N
0] — N
e
0 5 10 15 20 it
(IS e i
7 : =)
qe fLIR T : 1.0000
i B4 1 : 1.0000
bR AT R 3 BR DR 5 R R RE AL S
{5 1: vwpl A, Jf1¥=254 nm
L e S I U ) I i A4 s U T A
# [min] [min] mAU *3 [mAU ] %
N L | = | |~ !
1 11.714 BB 0.2886  48.13490 2.62008  3.3101
2 21.060 BB 0.6366 1406.02673  34.21813 96.6899
SR 1454.16163 36.83821
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P AF &

i s 2 fir o FERNIN 1
HEEEH 1 2008-8-8 6:57:27 T4
K AR TT : D:\CHEM32\2\METHODS\DEF LC.M
et JE 15 o 1 2008-8-8 6:56:27 4
(8 F )5 1B o)
a3y M J5 : D:\CHEM32\2\METHODS\DEF_LC.M
e IG5 o : 2008-10-9 8:15:21 F 7
(A 5B
FE A B : 10:%0 1.0ml/min 254nm 42bar
VWD1 A, ik 15=254 nm (08-ZZH\AD-6-10F D)
mAU ]
80
1 ﬂ CF;
60 | J
1 |
] |o©
1 NO, 5
40 | S
4 |I
|
1 ) I
20 | [
1 [
1 / |
- / [
04 . N AN
- - - - >=—= = - -=--=@=—=—=—==-—-
0 5 10 15 20 mir
[N SN s
i : Bl
e B+ : 1.0000
i B R : 1.0000
W b R 9 R R T R R R T
{55 1: vwpl A, ¥ =254 nm
[ = ST U U 1y AR e U Jhy FR
# [min] [min mAUT *3 [mAU ] %
] R R | -===mmm !
1 10.867 VV 0.3152 725.36426 35.77193 49.9744
2 16.736 VV 0.4673 726.10773  24.34729 50.0256
BE 1451.47198 60.11922

*er f G A
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s 2

VAN T 1
2008-8-8 7:22:34 [
D:\CHEM32\2\METHODS\DEF LC.M
2008-8-8 7:21:55 [ 4
(i 5 18 e
oy M Ji ik \CHEM32\2\METHODS\DEF_LC.M
g )5 18 0L 2008-10-10 10:42:59 k7
(I F 5 2 )
FEfh 15 B 10:90 1.0ml/min 254nm 42bar
VWD1 A, it =254 nm (08-ZZH\AD-6-11D.D)
mAU ]
80
| CF3 2
| b
T
i i
I
60 | |‘
i N02 ‘ |
| |
|
] I
40 [
1 |
| |
1 |
4 |
B
20 ‘ |‘
i |
] o [ |
g [
1 had | \
n [\
0 - _ - N SN AN
- - - -  — --—-—- - "> - .
0 25 5 75 10 12,5 15 175 20 225 min
[ N e
ik (57
e LR T 1.0000
i B 18 : 1.0000
W A AF 3 BRI RO R I T
fZ% 1: vwpl A, ¥ K =254 nm
W R W) A I 4 25 e T
# [min] [min [mAU ] %
=[S | [l | |
1 11.029 VB 0.2478  55.36341 3.43312 2.3998
2 16.630 BB 0.4978 2251.61743  70.22929 97.6002
SE 2306.98085  73.66241
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i fr s FER 1
2008-9-13 9:01:27 L4
D:? JHEMS:\D\METHODS\DEFiLC .M
2008-9-13 8:36:10 [ 4
RENENERET: 8
53 7 77 i : D:\CHEM32\2\METHODS\DEF_LC.M
515 : 2008-10-6 4:17:35 F 7%
IR
FE S B : 10:50 AS-H Iml/min  254nm

VWDT A, 7% =254 nm (08-ZZH\AD-6-10D-1D)
mAU ]
| cl
40
| o
1 NO,
20
20
] 5
10 2 9
I (+5]
| Al &
i [ N
4 I\ \ [\
4 /
|
04 / e
Y J -~ S
Twht———— : :
10 12.5 15 17.5 20 25 25 275 30 min
(I SN e
5 g Bt
e B A T : 1.0000
i B (M 7 : 1.0000
W b AT A 9 B DR 7 RRE R (R T
&% 1: VWDl A&, % K =254 nm
[ el D ) B R 3 ) U i AR [ = e Ty AL
# [min] [min] mAU *s3 [mAU ] %
Sl [ === [ | \
1 15.197 BB 0.4598 331.49066 11.03015 50.2783
2 24,985 BB 0.6370 327.82047 8.04587 49.7217
8 €59.31113  19.07602
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B 1F

13 1% s 2

i E s FEME 1
PEEEH 2008-7-30 2:02:11 14
K T7 i D:\CHEM32\2\METHODS\DEF LC.M
e ) 15 o 2008-7-30 2:01:18 L4
(1 5 & 2
53 W i D:\CHEM32\2\METHODS\DEF_LC.M
I J5 s B 2008-10-8 6:31 T4
(1 5 iz )
FEdh 5 R : 90:10 AS-H 1.0ml/min 254nm
VWDT A, 1% 1-=254 nm (08-ZZH\AD-6-9D D)
mAU ] Q
] %
1 cl
| ﬁ
254 [
] ‘ |
1 |
1 \
20 NO, | |
1 \
| |
154 |
] | |
] \
] B
10 \
] [
1 |
] ‘ i
B |
5 2 lo
) 3 ‘
] e |
4 - | \
0_-_ ""\'""— 7_1.{\-_,,-—— — _‘—_7_1:‘I_ _ '\_
S e e e e e e
0 5 10 15 20 25
[z S s
F i g =5
e 11 [ : 1.0000
fis B R T : 1.0000
P bR R SR AR TR R T
5% 1: vwpl A, ¥ =254 nm
[l I - (R ) T2 e e TN
# [min] [min] mAU *5 [mAT ] %
== e | == \
1 16.243 BV 0.4664  41.77210 1.39289  2.7710
2 26.153 BB 0.7687 1465.68787  29.65858 97.2290
SRy 1507.45997  31.05146
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fLa% 2 fir. Fhn 1
2008-7-29 7:53:05 T4
D:\CHEM32\2\METHODS\ DEF LC.M

2008-7-29 7:51:02 T4

LR T8

VORI D:\CHEM32\2\METHODS\DEF LC.M
I 5 s : 2008-10-6 4:30:56 [ 4
LR T8
FE A 5 R 90:10 AS-H 0.7ml/min 238nm
VWDT A, 7% =238 nm (08-ZZH\AD-6-10B-1.D)
mAU ]
175 F
150 o
] NO,
125
100 -]
75
50 3
4 ~
] o
4 [+r]
j N
25
] [
] [ |
1 3l i A \ ' -~
0_,_ NN o, A - _J N . \7‘ NG -
-—_————-——-— - ‘
15 20 25 30 35 40 45 50 min

T A2 Bl s

5
e B 1A 7

M s AT H

e 4 H TR R R T

&% 1: VWDl A, i

L <l ) | U = U T A5
i [min] [mAT ] %

Sl [ === [ | \
1 24.067 VV 0.7840 2155.69507  42.49733 50.7066
2 35.784 BB 0.8674 20985.61450 37.50423 49,2934
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fieds 2

(15 o)

4y # 77 i

15 J5 A5 B 2008-10-6 4:08:04
(A R 10

B dn (s B 1 90:10 AS-H

2008-7-29 9:49:19

4

D:\CHEM32\2\METHODS\DEF LC.M

ICY =R Ad : 2008-7-29 9:48:04

o

D:\CHEM32\2\METHODS\DEF_LC.M

4

0.7ml/min 238

174

nm

FE I

1

VWDT A, 7% 12=238 nm (08-ZZH\AD-6-9B D)
mAU 7|
| F
80—
1 NO,
604
40|
|
1 |
20— ‘I
i |
i |
el |
1 3
[~}
,D_ o~
| ~ [ N R
L — : :
20 25 30 35 40 45 min|
(TR N = =
R : =%
e fH A T : 1.0000
Fii B 77 : 1.0000
W b AT o R8T R A RR (] T
fe5 1: vwpl &, i =238 nm
[ R I I e T AR I 2 I i
# [min] [min mAU *3 [mAU ] %
=[S | | | |
1 26.013 BB 0.5848  89.15659 2.20734 2.7358
2 37.866 BB 0.9702 3169.71973 50.26116 97.2642
Jul 3258.87632  52.46849
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Hi 1

{3 &% s 2 AN Eah i 1
HEFEH W : 2008-10-21 10:41:57 b4
e ATy ik : D:\CHEM32\2\METHODS\DEF LC.M
15 J5 15 ® : 2008-10-21 10:36:33 L7
(A A E B
a3 8 77 % : D:\CHEM32\2\METHODS\DEF_LC.M
I =R =g : 2008-10-21 6:25:15 | 4
(A R
FE G5 B : hex:15090:10 0.8ml/min AS-H 238nm
VWD A, % [-=238 nm (08-ZZH\AD6-31B.D)
mAU :
140 -
120 |
1 cl =
o~
i ™
100 | FI
1 0 cl !
| NO, \|
80
— | o
g I~
N
4 ‘ | ~
60 | ‘ o
] I\
] | ‘ A
40 ‘ |
1 \
] | |
20 [
] |
1 ||
I | \
[ I o NS | B SN .
1 T T T T T T T T T T T T T T T T T T T
0 5 10 15
AR g B R
P H IER]
Fe PUIH : 1.0000
M7 : 1.0000
WA AR 9 AR R RS (AT
f5% 1: vwpl A, K =238 mm
W L B 28R e 11 FH U 5 e 1fj 48
# [min] mAT *s [mAU ] %
== I I e v !
1 13.214 BB 0.3365 2246.92261 103.98386 49.6093
2 22.278 BB 0.5888 2282.27246  60.48099 50.3902
ol 4529,19507 164.46485
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1 1F A
{2 4%
R H
A 7 ik
Ig Je s B

4y B 77 i
g ) 15 B

A
o fE B

s 2
2008-10-21 3:21:38 F &
D:\CHEM32\2 \METHODS\DEFiLC .M
2008-10-21 3:02:41 F 4

(A J5 15 o)
D:\CHEM32\2\METHODS\DEF LC.M
2008-10-21 6 : R

(i R

hex:i3090:10 0.8ml/min AS-H 238nm

ETE )

1

VWO A, 3% [£=238 nm (08-ZZH\AD-B-15F-1.D)
mAU 7
400
350
1 cl
300
1 cl o
f =
250 NO, o
4 ™~
] f
2007 [
150
100
50 5
1 o
0] e
I T T T T T T T T T T T T
0 5 10 15
IIE N A =
e : 55
AT : 1.0000
i B 1R 7 : 1.0000
W b R 3 B R R R RE R T
5% 1: viWwDl &, W 1K=238 nm
LG IR (ETEA (6= e i A
* [min] [min mAU LIG] [mAU ] %
= = == |- \
1 13.687 BB 0.4451 342.36972  10.98537  3.2076
2 22.843 VB 0.7010 1.03314e4  230.28918 96.7924
o= 1.06738e4  241.27455
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B 4

1 #% {8 2 fir, FE O 1
B H 2008-10-22 10:30:56 L4
F AR5 % D: \CHEM32\2\METHODS\DEF LC.M
- 2008-10-22 10:05:16 4
(T8 H 5 15 8
oy ¥ T D: \CHEM32\2\METHODS\DEF_LC.M
Ie J5 A 2008-10-22 2:20:31 F &
(il H 51280
s B hex:is5095:5 0.7ml/min AD-H 220nm
VWD A, 7% [-=220 nm (08-ZZH\AD-6-36-2 D)
mAU ]
70
60? Cl 0
] -
503 o NO, ¥ g
] I
] |
40 Koy W\
1 N
] |
30 |\| i
1 M
] [
20 ‘\ll
] | |I‘ | %
] \o| T}
10 (Y| = %
] | \ 3 N
0_: I D A e A —~ 7\_71_
10
7"\""\""\""\""\""""I""\‘
20 30 40 50 60 70 80 90 min
N E Rl =
¢ ; & 5
I 1.0000
i F% R 1 : 1.0000
P b (E FH 3 AR R R R DT
9 1: VWDl &, =220 nm

W R B R ) Ieg i FA
# [min] 3
-l |
1 47.175 BV 1.1385 3568.66431 45.46€941 36.6485
2 49.417 VB 1.2515 3%65.72119 47.60372 40.7260
3 59.575 BB 3.9942 1024.16028 3.62595 10.517¢
4 B86.969 BB 2.3783 1179.00916 7.56115 12.1079
i 9737.55493 107.26024
*rk g BN T ewx
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5

{3 4% 45 2 fir. FEfmoil 1
HEEEH B : 2008-10-22 12:16:46 T 7
K AR T7 % D:\CHEM32\2\METHODS\DEF_LC.M
I J5 15 2 2008-10-22 12:16:12 T4
(iR A 5 18 &)
a3 Mt 77 ¥ D: \CHEM32\2\METHODS\DEF LC.M
I J5 5 2 : 2008-10-22 2:10:22 F4
(iR A 5 18 &)
SR = '._,' : hex:is095:5 0.7ml/min AD-H 220nm
VWD A, 7k 1-=220 nm (08-ZZH\AD-6-15A-1.0)
mAU ]
7 o
400 ]
1 @
4 [fs]
] [
300 | NO, |||
] NO, |
] ‘ |
200 ‘ ||
] \
1 |
] R
100 | ‘.
: B .
, n R 3
i fl I\ | A\ [
S VPV Y, W J\ Y AN N bl
: : : : : : : : : : : . : :
0 20 40 B0 80 min]
AR g B
" ‘.'i H illi- "JIV
e £ (R 7 : 1.0000
i B 5T : 1.0000
W b R R IR R R R T
f§%5 1: VWDl A, =220 nm
[ U N G~ R Ueg 11 FH s I Ty A
# [min] [min mAU * g [mAU ] %
R || I B |
1 59.750 BB 1.4264 3.4046924  357.24890 98.6636
2 87.546 BB 2.3035 461.16180 2.94662  1.3364
S 3.45080e4  360.19552

F :H} ’[l[- /‘ |,‘l * & *
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b
% : L o2 fir Fedm i 1
i} il : 2008-8-8 4:38:29 [
IR7A : D:\CHEM32\2\METHODS\DEF_LC.M
5 M : 2008-8-8 4:36:58 4
(R H 5 15 )
43 W 753k D:\CHEM32\2\METHODS\DEF_LC.M
et JE 15 o 08-10-9 8:09:52 [ 4
(1 F )5 12
A B : 10:%0 1.0ml/min 254nm 42bar
VWD1 A, % [-=254 nm (08-ZZH\AD-6-4C D)
mAU ]
50
40 0 OMe
] NO, 9
30 2 %
1 T =
] I I
20 I I
] \ I
] | I
10 \ |
] f J o8
4 | | =} ~
04 | [\ ] ~
— = = W) 1 v N S
-10
1 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 25 5 75 10 125 15 175 mir|
[E NS =
i H (E=)
e fHIH T : 1.0000
fFE T : 1.0000
bR AR 3 AR R 7 R R R A
f§5 1: viwD1 A&, % K =254 nm
UE A B I ] 25 U T X U U h AR
# [min] [min] mAU [mAU ] %
—————————— |=====-—-1
30.75567 46.5181
28.34374 46.4071
1.98841  3.4075
1.83970  3.6673
A 1438.28395 62.92752

*xx i 4
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i 4% 2 fir, B
2008-8-8 4:59:52 T4
D:\CHEM32\2 \METHODS\DEFiLC .M

2008-8-8 4:59:04 T4

Fefboi 1

(1 R B0
a3 #r 4j ik : D:\CHEM32\2\METHODS\DEF_LC.M
e e s M : 2008-10-10 10:34:55 L%
(A R o)
Fefh fE B : 10:90 1.0ml/min 254nm 42bar
VWD1 A, 7% 1-=254 nm (06-ZZH\AD-6-11B.D)
mAU ]
80 —
4 w
p
] o] OMe 2
1 NO; il
60 M
, | |
\
1 [
4 ‘ |
40+ | |
] ‘I
i |
|
] |
20 [
] [
|
] [
™~ | I‘
] 5 [
0-| o |
| o VAN LN / NG |
-—--—-—-—- - - > - - - -
0 2 4 6 8 10 12 14 16 18 min
[1TE N e s
i 55
e fLIA T 1.0000
W T : 1.0000
W bR TR R R T
% 1: vwpl A, ¥ 1=254 mm
L 7 1 I 1 I T A I B I T F5
# [min] [min] mAU *3 [mAU 1 3
| |==—= | [l | \
1 13.517 BB 0.3273  53.92971 2.55998  2.9826
2 15.318 BB 0.3818 1754.24060 71.99871 97.0174
BAE . 1808.17031  74.55869
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R (A
{4 : fed 2 s FERVE 1
HEFE H : 2008-8-8 8:43:58 F7F
i% : D:\CHEM32\2\METHODS\DEF LC.M
;I 4% i : 2008-8-8 B:42:48 T

(R 12 20)

g # D:\CHEM32\2\METHODS\DEF_TLC.M
e e s ok : 2008-10-6 4:40:27 4

(I A JE 12 20
A E R : 10:90 1.0ml/min 254nm 42bar

VWOT A, 3% I2=254 nm (08 ZZH\AD 6-12A 2.0)
mAU i
154 OMe
1 0
o~
! NO, 8 3
] @ g
: ‘l"\l I\KI
| I
5| '
] | |
] [
, |
] |
0 [
1 ) [
] L~ [\
, M _ A\
— — -— e N
5
-10 — i —— - — — ——
0 5 10 15 20 25 30
[T o s
fE B . =2
Fe BLIH T 1.0000
fi B R T : 1.0000
PN b A 3 RN R R R N R
5% 1: VWDl A&,
W G BB R OGERY U e i 5 U W 1Hi 77
# [min] [min] mAU *3 [mAU ] %
e e I e |
1 26.938 EB 1.0182 753.69202 11.53973 50.7034
2 35.242 BB 0.9553 732.77948 12.02916 49.2966
S 1486.47150 23.56889
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i 2% : e 2 s PRSI 1
ik FE H W : 2008-8-8 9:23:39 T

K4k 7 ik : D:\CHEM32\2\METHODS\DEF LC.M

5 i H . 2008-8-8 9:22:04 F4

(W A s 12 20
a3 #7 77 ik : D:\CHEM32\2\METHODS\DEF_LC.M
It Ja 1 TR : 2008-10-10 10:40:23 E4F

(1 A R 12 20

Fefh (5 B : 10:90 1.0ml/min 254nm 42bar

VWD A, 7% =254 nm (06-ZZH\AD-6-11A-2.0)
mAU ]
OMe
80+
NO
60| 2
40 -
204
3
N\ N \
A ~
m ) o .
0 N A N _ VAN S VA N
e e 8 il e e 8 (e (e ( mn mn
0 5 10 15 20 25
[ e e
ik : (R
e BLA T 1.0000
i B 1A : 1.0000
W AR AE 3 R I A R I T
{4 1: vwpl A, K =254 nm
[ 1 I 1 I i U 55 I TH R
# [min] [min] mAU o [mAU ] %
e R ] | === !
1 27.433 BB 0.7543 177.09096 3.23915  3.7756
2 35.480 BB 1.1796 4513.32129  61.17681 96.2244
S 4690.41225 £4.41596
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1 1F &

1 2 Ay 2 frE : FEMIE 1
R H W : 2008-7-30 2:37:47 L4

D:\CHEM32\2\METHODS\DEF LC.M
2008-7-30 2:36

(i H 5
a3y ¥ 77 i : D:\CHEM32\2\METHODS\DEF LC.M
Ig J5 18 B : 2008-10-9 7:35:50 F 4
(1 R 5 15 2y
s B : 50:10 AS-H 1.0ml/min 254nm
VWD1 A, 3% 15=254 nm (08-ZZH\AD-6-4E D)
mAU ]
] Me
25(]—_
1 o]
200_, N02
150 2
1 <]
7 o
100 { ‘I"\I
] |
] | N
i | _
50 I
N 1 i
4 / \
f |
(]; — / \7
T T T T
0 5 10 15 20 mil
[ = e
1 ': \"' : "': ‘-J‘-
e fL D 5 : 1.0000
fils B 1R 7 : 1.0000
P bR A T 9 B IRD T R RR IR

UEg iy R
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B 1E
% &% {2 e FESVE 1
HEFEH : 2008-7-30 3:04:56 |7F
£ i : D:\CHEM32\2\METHODS\DEF_LC.M
15 J5 1 B : 2008-7-30 3:02:05 L7
(M A A 18 20
o ¥ 77 ik : D:\CHEM32\2\METHODS\DEF_LC.M
e 5 15 ok : 2008-10-9 11:09:23 L4
(M A A 18 20
R E R : 90:10 AS-H 1.0ml/min 254nm
VWD A, 3% [-=254 nm (08-ZZH\AD-6-GE D)
mAU 7_
1 Me
80—
1 NO.
50 2 2
1 r~
] ‘,"‘I
404 | ‘,
] Al
| i
20— | |‘
4 i 4 | |
| I ‘I‘I é [
] ";.‘l[ . ‘I‘l 9 I\I |
04— NN L AN NS B
e
0 5 10 15 20
[ e sy
P : (=
Fe BUIA T : 1.0000
i B K+ : 1.0000
W b AR 9 R8I R R DA
{59 1: VWDL A, ¥ K =254 nm
W R B R A 2 e 1] R I 75 UEE 1
# [min] [min] mAU Wi [mAU ] %
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e 2 fir
2008-9-12 6:57:26 T4
D:\CHEM32\2\METHODS\DEF LC.M

2008-9-12 6:45:27 T4

(U F 4B B0

FEME 1

a8 7 : D:\CHEM32\2\METHODS\DEF_LC.M
I 5 1B B : 2008-10-9 6:47:17 N4

(il H
FE g R : 2:98 AS-H 1ml/min  254nm

VWD1 A, 3% [£=254 nm (08-ZZH\AD-6-16C-5 D)
mAU i
80— OMe
60 — (o] OMe
] NO;
404 o
— %o
4 =]
o
n o~
] 0 g
204 [\ o
i | w
4'/\\
| \ /N c
0 S — ﬁ, A \+/ .
-—
30 40 50 60
[T S v |
HE 57 :
Fe BLH T : 1.0000

i B 1M

g 1.0000
W b AR 3R BLIRD T RR R IR T

f§%5 1: vwpl A, # K =254 nm

W O BB E) OZER U Tl W 5 (ERTTEA
# [min] [min mAU ES [mAU ] %
el B | === |-~ e | === |
1 38.810 BB 1.0096 1722.99390 26.78585 37.1851
2 58.392 BV 1.8364 1732.04331 14,.38280 37.3933
3 61.862 VB 1.5925 601.19330 5.50092 12.9747
4 66.837 BB 1.5451 576.73450 4,58821 12.4469
‘b 4633.56500 51.25778

wxk /I \,'l *
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P 4F &

{3 2% A o2 fr s FERIM 1
HEEEH M : 2008-9-12 8:12:22 [ 4
% D: CHEMBZ\D‘\HETHODS\\DEF73C.M
Iet JE 15 ok 1 2008-9-12 8:10:55 R4
(1 H )5 1B o)
a3 M 05k : D:\CHEM32\Z\METHODS\DEF_LC.M
Ie Jri 1% B : 2008-10-9 6:54:25 R4
(I F )5 1B )
FEA A B : 2:98 AS-H Ilml/min  254nm

VWD1 A, i#1:=254 nm (08-ZZH\AD-6-15C-3.D)
mAU

70

OMe
60

5 o ome

NO
40 s

30

oy
0
<
w
w

1 J)38.051
)

20 30 40 50 60

U T FR
|-===——= \

3.5160

96.4540

*rx {35 4
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1 4E A :
1% #% : L a2 fr 8 o M L
it # 2008-10-8 7:00:41 T4
D: \CHEM32\2\METHODS\DEF LC.M

I A 15 ™ : 2008-10-8 6:55:36 7

(i 5 &0
4r 8 77 i : D:\CHEM32\2\METHODS\DEF LC.M
I 5 1 B : 2008-10-8 8:09:42 T4

(1M 5 15 e

R A : 90/10 AD-E  0.5ml /min 254nm

VWDT A, 1% [-=254 nm (08-ZZH\AD-6-10A D)
mAU ]
1754 OBn
15
125 o 9
] NO; b
104 g ?
1 N\ It}
: 1 |
75 [ ‘."‘,‘
] [ Il
59 I
] [
] | I‘
254 |
] | \ !
o4 e s . o
254
- @ "> - - -
20 25 30 35 40 45 50 55
[T S e
;; 58 : "";' ‘.J—
P A T : 1.0000
BN 2 1.0000
W bR AT R 9 B8R F R R R (R T
fe% 1: vWaDl &, ¥ =254 nm
W O B S R e T A e e T
# [min] [min mAU *3 [mAU ] %
Il Bt |-——————— el e | ——————= \
1 44.89¢ BB 0.8231 543.06714 10.13670 38.154
2 52.467 BV 0.9324 168.40962 2.80899 11.831
3 55.140 VB 0.9912 542,57703 8.47836 38.11
4 59.414 BB 1.0750 169.29428 2.44721 11.894
B 1423.34807 23.87125

wxr LA orn
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et a
{2 #% o 2
HEFEH : 2008-10-8 8:08:10 F 7
PR W D:\CHEM32\2\METHODS\DEF_LC.M
I5 I 5 o 2008-10-8 8:06:27 FZF
(A A G 520
D:\CHEM32\2\METHODS\DEF LC.M
2008-10-8 9:30:05 T4

(1 A )5 12

90/10

AD-H

L)
0.5ml /min 254nm

fir B FESRE 1

mAU

35

30

25

20

OB

VWD A, % =254 nm (08-ZZH\AD-6-9A.D)

n

NO,

)
o

i &

e f K 1.0000

Tl B 1A 1 : 1.0000

W bR AT A 9 AR T R R ORR (T

&% 1: VWDl A&, K =254 nm

O =R I U ) I T 2 I B I i
# [min] [min mAU * 3 [mAU ] %

== [Se=———— [ !
1 45.665 BB 0.8388  55.64682 1.01310  3.8271
2 55.999 BB 1.0428 1398.36389  20.89658 96.1729
h 1454.01071 21.90968

e it 3 8
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$5: 1

& s feds 2 MW FEani 1
HEAE H 1 : 2008-9-11 3:34:56 K4

I S : D:\CHEM32\2\METHODS\DEF LC.M

I i 1% 2 1 2008-9-11 3:29:08 [

(I F )5 12 20)
5r M T ik : D:\CHEM32\2\METHODS\DEF_LC.M
e 5 15 ok 1 2008-10-9 5:44:01 T4
(l\‘J H & 1‘} P )
R : 85:25 0.5ml/min  254nm AD-H

VWD A, 0% 1-=254 nm (08 ZZH\AD-6-13A-2.0)
mAU 7:
70
] 0
60 - ’%
50 o
] NO,
40
304
20
10
0_:_ S e — = - L
7 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0 5 10 15 20 25 0
i AR E o B R
HE 5 . Ee
Fe L H T 1.0000
ik P S e 1.0000
W b AT o R8T R A RR (] T
fe%5 1: vwol &, W1 =254 mm
1 = 1 T U < e T I 2 W T 52
# [min] [min mAU *5 [mAU ] %

1 27.680 BV 0.7038 1513.94519  31.72317 51.3355
2 29,365 VB 0.6884 1435.17346  31.26842 48.6645
i 2949.11865 62.99159

oo L EH <
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i 2008-9-11 4:10:56 4
> D:\CHEM32\2\METHODS\DEF_LC.M
ICY R T 2008-9-11 4:10:12 F4
(I H 2 80
a8 BT i ik D:\CHEM32\2\METHODS\DEF LC.M
e 5 15 B 2008-10-9 5:37:12 F 4
(I H A2 80
i fE B 85:25  0.5ml/min  254nm AD-H
VWDT A, % [-=254 nm (08 ZZH\AD-6-14A-1.0)
mAU ]
35 O/B
30 &
] S
] ]
257: NG, I‘r‘l
q |
20 1
] I
] [
154 \
1 I
b |
10 [
] |
4 |
54 ‘.‘
] 8 \
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— — - ey A
¥ ——
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IR NER i
ik 7 (]
e fL R ¥ 1.0000
f B T : 1.0000
P A AT AR R R T AR TR T
fe's 1: VWDl &, < =254 nm
W I ) 2 U 92 U i A9 I W T
# [min] [min] mAU *3 [mAU ] %
]| |S=——|S=——— = | |
1 27.706 BV 0.498% 26.86157 6.41230e-1  2.0690
2 29.022 VB 0.6890 1271.41919 27.89%341 97.9310
= 1298.28076  28.53464
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mAU
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fiF 7 : (E
Fe BUIA : 1.0000
Fi B 7 : 1.0000
A b AE AR IR N R ORE IR T
ff% 1: vwpl A, #1=238 nm
W f RS SR U R U 1T FR [ ENTE A
# [min] [min] mAU *3 [mAU ] %
e e I e |
1 11.346 VB 0.3328 6433.50293 302.21408 49.7652
2 15.8l8 Vv 0.4691 6494.20557 218.44804 50.2348
= 1.29277e4  520.66212
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W b A 3R R A R R R
f% 1: vWDl A, ¥ K =238 nm
W G BRI EA U e 11 I 15 I Tij 1
i [min] [min] mAU  *s [mAU ] %
R R B R I = |
1 11.475 EB 0.3266 275.73618 13.12440 2.8760
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4 922 BB 0.6846  80.09606 1.46469 50

71



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2009

B
e £ 2% 2 fr o FERW 1
R H M 2008-9-26 3:38:11 F4
# D:\CHEM32\2\METHODS\DEF_LC.M
I J5 s 2008-9-26 3:19:48 [ 4
(8 R IS 15 &)
o b 75 1 D:\CHEM32\2\METHODS\DEF_LC.M
55 15 i 2008-10-9 &: [
FE R 1ml/min 220nm
VWDT A, J% 1-=220 nm (06-ZZH\AD-6-18B D)
mAU ]
200
l o -
150 4
] NO, E
1 e
4 fl
4 ‘I‘
100 4 "
l |
4 | | g
| (o]
50 ‘ 8
— |
4 | ‘I ‘-‘r\
] \ [\
] I [\
1 \ |
o] N B R N N
N ——
0 5 10 15 20 25 miry
1 e H R
ik 7 & 9
e A 1.0000
i B A : 1.0000
Wb Al A 3R B 7 R R R
55 1: vWwDl A, # K =220 nm
U {4 B % U 1fj AR g 5 I Th) 4

Boh 7853.92334 175.95641
*** j(‘} 2 4k |,‘=\ d % d

[=]2]

72



Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2009

Ig e fE B

oy B 77 i

I J5 i B

Bedhim 1

e 2 fir B
2 9-26 4:10:53 T4
D: \CHEM32\2\METHODS\DEF LC.M
2008-9-26 4:09:57 F4
(M H I 120
D: \CHEM32\2\METHODS\DEF_LC.M
:31 T4

18—

VWD1 A, I 1-=220 nm (08-ZZH\AD-6-17B.D)
mAU 7]
200 + @
o ¥
150 | NO,
100 | =
=
(=3
50
D_ T T T
e
0 5 10 15 20 25 mir
RN i
ik 7 (]
e LA 1.0000
RN : 1.0000
W b A A R R T R R T
fe's 1: vwpl A, ¥ =220 nm
W R ) A U i THT AR W 15 WA T A5
* [min] [min] mAU &S [mAU ] %
]| = = [S=——— |
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