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Figure S2. *C NMR spectrum of 1R in CDCl;
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Figure S4. 'H NMR spectrum of 1S in CDCl;



Electronic Supplementary Material (ESI) for Photochemical & Photobiological Science
This journal is © The Royal Society of Chemistry and Owner Societies 2013

S4

o P
g BYRRNERLRE NG g g Gapont bace veremeters
Eaoeno e
S\ A\
F2 - Acquisition Parameters
Date_ 20110705
Time
INSTRUM spect
(e} B o PROBHD 5 mm PABBO BB-
Jw: PULPROG 2gpg30
o o~ o I
NS 232
Ds 2
1S SWH 25252.525 Hz
FIDRES 0.385323 Hz
- p_g 1.297§g§g sec
i R(
'C NMR in CDClg bW 19.800 usec
DE 6.00 usec
TE 300.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
= CHANNEL fl =
13C
9.40 usec
-1.00 dB
100.6228303 MHz
= CHANNEL f2 =
waltzl6
1H
80.00 usec
-1.00 dB
14.50 dB
14.50 dB
SFO2 400.1324710 MHz
F2 - Processing parameters
SI 32768
SF 100.6127557 MHz
WDW EM
5SB 0
. 1B 5.00 Hz
GB 0
PC 1.40
170 160 150 140 130 120 110 100 80 80 70 60 50 40 30 20 10 ppm
H 13 -
Figure S5. *°C NMR spectrum of 1S in CDCls
CSF18 280 (4.668) Cm (260:355-(233:252+315:363) TOF MS El+
412.1371 1.58e6
100
1R
O * * [0
172.0458
1s
127.0428 156.0499
EI-MS
413.1754
4
5\07
1260469
241.1252
85.0646 173.0587
(
1101.0432 206.0876 | 414.1882
0 R 189.0202 _206.5039| 257.1201 2811085 5551055 550 gy 41,9831 4461453 49209785029713
‘ ‘ e e catt:
80 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520

Figure S6. EI-MS spectrum of 1S
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Figure S8. *C NMR spectrum of 1M in CDCl,

spect
5 mm PABBO BB-
29pg30

65536

CDC13

328

2
25252.525 Hz
0.385323 Hz
1.2976629 sec
322

19.800 usec
6.00 usec

2.00000000 sec

0.03000000 sec
1.89999998 sec
1

CHANNEL £1

-1.00
100.6228303 MHz

CHANNEL £2
waltzl6
18

14.50 dB

14.50
400.1324710 MHz

F2 - Processing parameters
27

100.6127735 MHz
EM

0
5.00 Hz
0

1.40



Electronic Supplementary Material (ESI) for Photochemical & Photobiological Science
This journal is © The Royal Society of Chemistry and Owner Societies 2013

S6

-
CSF19 457 (7.618) Cm (457:492-(385:413+497:526)) TOF MS El+
100~ 4121584 1.29¢6
155.0340 ;
| 127.0479 |
| ' i
|
‘ |
| " 1720802
i
‘ ‘ o JJ\ o
M
El-MS
=]
4131831
| 1730815 540.1210
2539704 414.1907
439921 101.0449 207.0435 | 326.1080341.0375 ; 492.0986 575.9938615.0414_
Sk e ey P e 4920986 575.9938615.041
50 100 150 200 250 300 350 400 450 500 550 600
Figure S9. EI-MS spectrum of 1M
- cr @< sgs  me
Jacogneagass SE88 q"‘V/q v, W _\7
Current Data Parameters
NAME 1H201006
EXPNO 4
PROCNO 1
F2 - Bequisition Parameters
Date_ 20100630
Time
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 0
SWH 12019.230 Hz
FIDRES 0.183399 Hz
RO 2.7263477 sec
anti"H-2-A P 41,800 usec
DE 6.00 usec
"HNMR in CDCl, TE 296.5 K
D1 5.00000000 sec
TDO 1

= = CHANNEL f1 =
nucl 18
3

1 14.10 usec
PL1 -1.00 dB
SFOL 400.1332010 MHz
F2 - Processing parameters
sI 8
SF 400.1300094 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0

BC 1.00

3l 3 g 3 2 o 2

H: g S E B I

5 5 e B S
T T T T T T T T T T T T T T T T 1
8.0 7.5 7.0 6.5 6.0 55 5.0 45 40 35 3.0 25 20 15 1.0 0.5 ppm

Figure S10. *H NMR spectrum of anti""-2-A in CDCl,
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Figure S12. MALDI-TOF spectrum of anti""-2-A
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Figure S14. *C NMR spectrum of anti""-2-B in CDCl;
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Figure S16. *H NMR spectrum of syn™"-2 in CDClI,
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Figure S18. MALDI-TOF spectrum of syn™"-2
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Figure S20. **C NMR spectrum of anti”'-3A in DMSO-ds
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Figure S24. ESI-MS spectrum of syn"'"-3
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Figure S25. Perspective drawing of anti"'™-2-A with atomic numbering

Table S1. Important bond distances and angles for anti"-2-A

Bond lengths (A)

Bond angles (deg.)

Dihedral angles (deg.)

C(9)-C(10)
C(9)-C(13)
C(10)-C(12)
C(12)-C(13)
C(7)-C(10)
C(8)-C(9)
C(11)-C(12)

C(13)-C(14)

1.553(3)
1.584(3)
1.580(3)
1.548(3)
1.542(3)
1.546(3)
1.560(3)

1.535(3)

C(10)-C(9)-C(13)  89.50(5)
C(9)-C(10)-C(12)  90.12(16)
C(13)-C(12)-C(10)  89.84(16)
C(12)-C(13)-C(9)  90.16(16)
C(21)-C(12)-C(13)  116.08(18)
C(21)-C(12)-C(10) ~ 110.24(17)
C(27)-C(9)-C(13)  111.68(18)

C(27)-C(9)-C(10)  115.00(18)

C(27)-C(9)-C(10)-C(7)  -159.73(19)
C(27)-C(9)-C(10)-C(12)  109.23(19)
C(9)-C(10)-C(12)-C(13)  4.68(15)
C(21)-C(12)-C(13)-C(9)  107.98(18)
C(21)-C(12)-C(13)-C(14) -161.78(19)
C(10)-C(12)-C(13)-C(9)  -4.59(15)
C(8)-C(9)-C(13)-C(14) 1.85(17)

C(11)-C(12)-C(13)-C(14) -4.0(3)
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Figure S26. Perspective drawing of synHH-2 with atomic numbering

Bond lengths (A)

Bond angles (deg.)

Dihedral angles (deg.)

C(7)-C(16)
C(7)-C(18)
C(16)-C(27)
C(18)-C(27)
C(7)-C(8)
C(15)-C(16)
C(18)-C(19)

C(26)-C(27)

1.5400(15)
1.6061(15)
1.5590(15)
1.5463(15)
1.5553(15)
1.5511(14)
1.5591(14)

1.5555(14)

C(6)-C(7)-C(16)  115.64(9)
C(6)-C(7)-C(18)  114.91(8)
C(17)-C(18)-C(27)  117.56(9)
C(17)-C(18)-C(7)  116.38(8)
C(7)-C(16)-C(27)  90.89(8)
C(27)-C(18)-C(7)  88.91(8)
C(18)-C(27)-C(16)  90.86(8)
C(16)-C(7)-C(18)  89.34(8)

C(6)-C(7)-C(16)-C(27)  117.65(9)

C(6)-C(7)-C(16)-C(15)  -151.19(10)

C(17)-C(18)-C(27)-C(26) 149.68(9)

C(17)-C(18)-C(27)-C(16) -119.28(9)
C(7)-C(18)-C(27)-C(16)  0.16(7)
C(7)-C(16)-C(27)-C(18)  -0.16(8)
C(15)-C(16)-C(27)-C(26)  -0.38(8)
C(8)-C(7)-C(16)-C(15)  1.73(13)




