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Experimental
General

Melting points were measured in open capillary tubes and are uncorrected. The *H,
3C and 2D NMR were recorded on a Bruker (Avance) 300 MHz NMR instrument
using TMS as internal standard and CDClIj3 as solvent. Standard Bruker software
was used throughout. Chemical shifts are given in parts per million (5-scale) and
the coupling constants are given in Hertz. Silica gel-G plates (Merck) were used
for TLC analysis with a mixture of petroleum ether (60-80 °C) and ethylacetate as
eluant. Electrospray ionisation mass spectrometry (ESI-MS) analysis was
performed in the positive ion mode on a liquid chromatography-ion trap mass
spectrometer (LCQ Fleet, Thermo Fisher Instruments Limited, US). Elemental
analyses were performed on a Perkin Elmer 2400 Series Il Elemental CHNS

analyzer.
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Figure 2. "H NMR Spectrum of 8a (expanded)
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Figure 6. HMBC Spectrum of 8a
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Figure 7. HMBC Spectrum of 8a (expanded)
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Figure 8. C,H-COSY Spectrum of 8a
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Figure 9. C,H-COSY Spectrum of 8a (expanded)
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Figure 10. 'H NMR Spectrum of 8b (CDCl5)
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Figure 12. "H NMR Spectrum of 8c (CDCls)
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Figure 30. "H NMR Spectrum of 8k (CDCl5)
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20




Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

5 58 3 5
t e = Current Data Paraueters
o cieded 4 S e TMDFi-4-GV-13
EXPNO
FROCHD 1
F2 - Aoquisition Parameters
Date_ 20100425
ine 23.04
IHSTRUM avann
PROEHD & nm EEO EB-1H
FULPRAG =g30
™ 32768
SOLVENT CDC1E
[ic] 1o
S 0
U 6172,839 Hz
FIDRE3 0.188380 Hz
a0 2.6542550 sec
RG 3
oW 81.000 usec
oE 6.00 usec
E 300,
o1 2.00000000 sec
CHANNEL £1
5.65 usec
0.00 a8
300.1318534 MHz
T2 - Processing parmeters
51 32768
sF 300. 1300087 MHz
i EH
358 o
1B 0.30 He
=] 0
¥c 1.00
T T T T T T T T T T T T T T
13 12 1 10 3 8 7 5 5 4 3 z 1 o
) =l e i =
=) =i .- i b
&l ol . | E

e ® ST T pmunT oL
52 a TEEOLHERENZER 2 HE28 £ Current Data Paremeters
eig I B T T o e = HAME HNDPA-4-Gi- 13
an a3 g ppa prfihs 1 pa g pu b ES EEE ) ExPNO 2
FROCHD 1
Fz - hoquisition Paramets
Date_ 20100425
Time 23,12
INSTRIT 300
FROBHD S mm RO BB-1H
FULPROG a3l
65536
SOLVENT 1
ng 973
D&
ST 17965, 611 Ha
FIDRES 0.272438 Hz
A0 1.6219508 sec
BG 14596.5
U 27,800 usec
IE 6.00 usec
TE 300
Dl 2.00000000 sec
an 0.03000000 sec
a1z 0.00002000 sec
CHANNEL £1
13C
F1 12.50 usec
PL1 ~5.00 4B
SF01 75.4752653 MHz
= CHANNEL £2
CFDPRGZ waltzlg
mucz 18
FCPD2 100,00 usec
FLZ 0.00 dB
FL12 20,31 dB
PL13 10. 00
SF02 300.1312005 MHz
FZ - Processing parameters
s1 32768
&F 75. 4677511 MHz
i EN
$SB [
LE 1.00 He
GE 0
BC 1.a0
200 190 180 170 160 150 140 130 120 o 100 90 &0 70 60 50 0 20 20 10 B

Figure 36. *C NMR Spectrum of 5b (CDCls)
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Figure 42. °C NMR Spectrum of 5e
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Figure 44. ®*C NMR Spectrum of 5f (CDCl,)
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Figure 46. 'H NMR Spectrum of 5¢g
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Figure 47. *C NMR Spectrum of 5g (CDCls)
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Figure 52. 'H NMR Spectrum of 5i (CDCls)
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Figure 56. "H NMR Spectrum of 11 (CDCls)
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Figure 61. H,H-COSY Spectrum of 11 (expanded)
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0.4x0.3x0.2 mm3
3.05 to 25.00°.

-11<=h<=11, -10<=k<=9, -
25<=|<=24

11790
3197 [R(int) = 0.0331]

99.9 %

0.9902 and 0.9797
3197/0/236

1.018

R1=0.0477, wR2 = 0.1407

R1 =0.0695, wR2 = 0.1626

0.158 and -0.193 e. A3
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