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Figure S1. *H NMR (600 MHz, CDCl5) spectrum of 3a.
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Figure S2. *C NMR spectrum (CDCls, 151 MHz) of 3a
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Figure S3. *H NMR (600 MHz, CDCls) spectrum of 3b
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Figure S4. *C NMR (151 MHz, CDCls) spectrum of 3b
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Figure S6. **C NMR spectrum (151 MHz, CDCl,) of 3d and 4d
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'H NMR spectrum (600 MHz, CDCls) of (3e).
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Figure S8. *C NMR spectrum (151 MHz, CDCl5) of 3e
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Figure $10. *C NMR spectrum (151 MHz, CDCls) of 3f
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Figure S11. *H NMR spectrum (600 MHz, CDCls) of 3g.
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Figure S12. *C NMR spectrum (151 MHz, CDCls) of 3g
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Figure S14. *C NMR spectrum (151 MHz, CDCls) of 3h.
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Figure S16. *C NMR spectrum (151 MHz, CDCls) of 3i.
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Figure S17. *H NMR spectrum (600 MHz, CDCls) of 3j.
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Figure S18. **C NMR spectrum (151 MHz, CDCls) of 3j.
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Figure S19. *H NMR spectrum (600 MHz, CDCls) of 3k.
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Figure S20. *C NMR spectrum (151 MHz, CDCls)of 3k.
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Figure S21. '"H NMR spectrum (600 MHz, CDCl3) of 31.
-22-

5.0

ppm (t1)




= £ ~

Electronic Supplementary Material{ESt) for GreenChemistry

This journal is © The RoyaSociety of Chemistry 20125' QN S Q9 o o o 1 - ©

™ @ o © MmO AN~ © 0 X © o m

0 o NE=) oo o< < N o~ © ™
i ~ < 5 NN o © ) o 19 o o L

N — - o o © s} M ™ — -

O o
OMe
3 ) — 5000C
2
4 OH
3)
HsC i
. OH
5
31 L
I |
[ -
[ \
| \ |
} ‘ ‘ H J , i L 70
\ \ \ \ \
200 150 100 50 0
ppm (t1)

Figure $22. *C NMR spectrum (151 MHz, CDCls) of 31.
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Figure $23. *H NMR spectrum (600 MHz, CDCls) of 3m.
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Figure S24. *C NMR spectrum (151 MHz, CDCl3) of 3m.
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Figure $26. *C NMR spectrum (151 MHz, CDCls) of 3n.
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Figure $28. **C NMR spectrum (151 MHz, CDCls) of 3o.
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Figure S30. *C NMR spectrum (151 MHz, CDCls) of 3p.
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Figure S31. *H NMR spectrum (600 MHz, CDCl3) of 3q.
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Figure S32. *C NMR spectrum (151 MHz, CDCls) of 3q.
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Figure S33. H_COSY spectrum (600 MHz, CDCls) of 3q.
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Figure S34. DEPT spectrum (151 MHz, CDCls) of 3q.
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Figure S35. HSQC spectrum (600 MHz, CDCl5) of 3q.
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Figure S36. NOESY spectrum (600 MHz, CDCls3) of 3q.
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Figure $37. 'H NMR spectrum (600 MHz, CDCls) of 5.
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Figure S38. *C NMR spectrum (151 MHz, CDCls) of 5.
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Operatorrhenssen Timebase:SYS_1 Sequence:Standards

Page 1-
17.4.2012 1.02PI

274 Chuan CW 115A
Chiralpak IC
Sample Name: Chuan CW 115A Injection Volume: 2,0
Vial Number: BAG Channel: UvV_Vis_1
Sample Type: unknown Wavelength: 205.0
Control Frogram:  Heptan-2-Propanol 80-20 Bandwidth: 2
Quantif. Method: default Dilution Factor: 41,0000
Recording Time: 2420121719 Sample Weight: 1,0000
Run Time (min): 240,00 Sample Amount: 1,0000
450 Standards #274 [modified by henssen Chuan CW 1154 U WIS 1
T imAL WL-205 nim
3-147.760
40,0 I
il
|
30,04 2-89.723 |
i I
{]
{| |
f (\
20,0+
i [
|
| |
10,0 (| |
1-6,780 | [
| -! | I:
|
0,0 L«_ﬁ_’___ | |
- R \«h,r__ | \
T "—_h-_h_r__‘_________
=100 T — T T 1T T T T L
0 25 50 75 100 125 150 175 200 240
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU _ mAU*min %
1 6,78 n.a. 7,029 2,083 0,58 n.a. EMB
2 89,72 n.a. 32,759 112634 31,24 na  BMB*
3| 14776 n.a. 46,310 245863 68,19 na.___ BMmB*
Total: 86,098 360,580 100,00 0,000

Figure S39. HPLC of 3q; racemic (left), non-racemic (right).

Operator:henssen Timebase:3YS_1 Sequence:Standards Pa
17.4.2012 1(
283 Chuan CW 115 B
Chiralpak IC
Sample Name: Chuan CW115B Injection Volume: 20,0
Vial Number: BAT7 Channel: uv_Vvis_1
Sample Type: unknown Wavelength: 205.0
Control Program:  Heptan-2-Propanol 80-20 Bandwidth: 2
Quantif. Method: default Dilution Factor; 1,0000
Recording Time: 3.4.2012 21:28 Sample Weight: 1,0000
Run Time (min). 240,00 Sample Amount: 1,0000
4pp-Standards #3683 [modified by nenssen] Chuyan CW 1158 UV VIS 1
mALl WAL 205 nmy
2 - 00,490
350+ |
1
II
00
250 |I
200 |
|
|
150
|
100 '
|
50-] I
1 - 25,820 (.
I R \“‘—. ST -;57:-190 -
50 - - - L
0 25 50 7 100 125 150 s 200 ' 240
No. | Ret.Time Peak Name Height Area Rel.Area Amount Type
min mAU _ mAU*min %Yo
1 2582 na. 10,903 62,631 5,26 n.a. EMB*
2 90,49 n.a. 358,111 1102,564 92,56 na. BMB*
3| 15282 n.a. 5,676 26,012 2,18 na.__ BMB"
Total: 374,690 1191,207 100,00 0,000
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