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1. 'H NMR, *C NMR and *'P NMR Spectra of Catalyst 3a-h
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2. HPL.C Spectra for the Morita-Baylis-Hillman Products
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1 15008 30354973 2al3811 250 146935
2 19532 179372 469 15175131.000 253065
Total 2187327 441 177EER42.250 100.0000
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120

110

100 O8N
0 Br
30 o
70
60
50
40
30
20
10

Rl ()

Peak Mo, Peak ID

Eet Time

32 a4 36 38 40 42 44 48

Avea

43

Cone.

1 32932
2 39732

24444 TR
74435242

1323050%9.000
13224276.000

j0011%
4298382

Total

120

168270031

26454785.000

100.0000

110
100
a0
a0
7o
&)
a0
40
30

B (o)

20
10

u]

222324252627 2629 30 31 3233 34 35 36 37 35 33 40 41 42 43 44 45 46 47 45 43 50 51 5253 54 53

Peak INo. Peak ID Ret Time

Titre(rain)

Results

Heizht Area

Cone.

1 33382
2 39815

21189 031
104151 617

2959736 250
18022208.000

141061
358939

Total

125340 442 20981944.250
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Peak MNo.

280

260
240
220
200
180

180

E 140

% 120
100

&0
£0
40
20

0

10 11 12 13 14 15 16 17 18 19 20 21 22 25 24 25 26 27 25 29 30 3
Tirne(tin)

Results
Peak ID Ret Time Height Atea

32

Cone.

17648 236411 328 18130110.000
22643 173465 962 18495516.000

49 5287
04713

Total

Peak Mo.

402877 297 36645626.000

140

100.0000

130

22450

120 CO-Bn
110 HO

A
100 o
a0 Br N

g0 e
70
&0
a0
40
30
20

B (o)

u
o Y
w
P
10 /\
0

10 41 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 25 29 30 31 32 33 34 35

Tirne{ruin)

Results
Peak ID Ret Time Height Area

Cone.

17 603 15442 903 1125423 873
22.450 117371 563 12163828.000

34487
915313

Total

132814 468 13289251875
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220
&
20 =] C0-En
180 HO
o
160 = 0
140 )
Br e
=120
B
%mn
50
B0
40
20
0
3 § 9 10 11 12 13 14 15 18 17 18 18 20
Tirnerin)
Results
Peak No. Peak ID Ret Time Heighi Area Cone.
1 10.457 186050 813 7147032000 49 7175
2 13032 145308 656 T228251 500 502825
Total 331359 469 14375290.500 100.0000
120 -
=t
10 pad
100
a0
&0
70
e
% =0
40
30 -
4
20 =
0
5 5 9 10 11 12 13 14 15 18 17 18 18 20
Tirve(rain)
Results
Peak MNo. Peak ID Ret Time Height Area Conc.
1 10623 13278 778 507845125 28864
2 13145 105208 398 5207043 000 911134
Total 118487177 STIAB8E 125 100.0000
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X223

Peak IMo. Peak ID

%4 35 % ® 8 @ W 2 3
Tirmelrmin)
Results
Ret Time Height

¥ 3\ 36

Area

a7

s}

Cone.

27240 202082 938
31607 171120141

9434402.000
0300750000

50.0973
49 0027

Total

373203078

18834161.000

100.0000
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200
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E 120
100
50
&0
40
20

22 123

Peal No. Peak ID

Ret Time Height

35 36

Area

37

i}

Cone.

27.542 13647 647
31915 191149703

623203 250
10453784.000

5.6261
943739

Total

204797 351
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Peak MNo.
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Peak ID Ret Time

Tirvelrain)
Results
Height Area

Cone.

33248
43215

230745391 14378253.000
179338 257 1445406%.000

49 5653
5013135

Total

Peal No.

280

410086 628 2BE32327.000

100.0000
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Peak ID Ret Time

Time{min)
Results
Height Area

Cone.

iz0as
48592

24384 520 1502401 000
228090358 12493342.000

T.5418
924582

Total

252474879 2000183%9.000
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o
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29,290

37623

23 024 25 26 27 X 29 30 0H

Peak MNo. Peak ID Bet Time

32 33 34 35 38 37 38 39 40 M

Tizee( rain)
Results
Height

Area

47 43 44 45 46

Cone.

1 29290
2 37623

302148 904
201372 904

14462515.000
14518802.000

409029
500971

Total

300

503521 813

ZE9E1317.000

100.0000

280
260
240
220
200
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=180
% 140
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=
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37 645

23024 25 02 27T X 29 300H

Peak No. Peak ID Bet Time

32 33 34 35 36 3F 358 38 40 41

Titna{min)
Results
Height

Area

47 43 44 45 45

Cone.

1 29482
2 37642

21326.793
233115438

1004452 363
16260030.000

5.6207
043793

Total

254443 230
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7. Absolute Configuration and X-Ray Analysis Data of 6m

The crystal data of 6m have been deposited in CCDC with number 856997.

Table 1.
Identification code
Empirical formula
Formula weight
Temperature
Wavelength
Crystal system, space group

Unit cell dimensions

\Volume
Z, Calculated density

Absorption coefficient

Crystal data and structure refinement for cd211247.

€d211247

C19 H16 Br N O4
402.24

293(2) K
0.71073 A
Orthorhombic, P2(1)2(1)2(1)
a=7.8115(7) A

b =11.8206(11) A
¢ =18.4780(17) A

alpha = 90 deg.
beta = 90 deg.
gamma = 90 deg.

1706.2(3) A"3
4, 1.566 Mg/m"3

2.433 mm~-1
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F(000) 816

Crystal size 0.369 x 0.311 x 0.257 mm

Theta range for data collection 2.05 to 26.00 deg.

Limiting indices -O<=h<=7, -14<=k<=14, -21<=I<=22
Reflections collected / unique 9218/ 3335 [R(int) = 0.0338]

Completeness to theta = 26.00 100.0 %

Absorption correction Empirical

Max. and min. transmission 1.00000 and 0.28748
Refinement method Full-matrix least-squares on F*2
Data / restraints / parameters 3335/0/229

Goodness-of-fit on F~2 1.069

Final R indices [I>2sigma(l)] R1 =0.0387, wR2 = 0.0951

R indices (all data) R1=0.0463, wR2 = 0.0989
Absolute structure parameter 0.002(12)

Extinction coefficient 0.128(4)

Largest diff. peak and hole 0.959 and -0.490 e.A"-3
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