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'H and "C Spectra of compound 6a
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'H and "C Spectra of compound 6b
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'H and "C Spectra of compound 6¢
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'H and "C Spectra of compound 6d
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'H and "C Spectra of compound 6e
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'H and "C Spectra of compound 6g
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'H and "C Spectra of compound 6h
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'H and "C Spectra of compound 6i
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'H and "C Spectra of compound 6j
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'H and "C Spectra of compound 6k
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'H and "C Spectra of compound 61
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'H and "C Spectra of compound 6m
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. Power 42 4B | PT size 65536 ;
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'H and "C Spectra of compound 6n
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| PULSE SEQUENCE

| Relax. delay 1.000
| Pulse 45.0 degres
| Acq. time 1.304 sec
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230 repetitions

DECOUPLE H1, 399.8529994
Power 42 dB
continuously on
WALTZ-16 modulated

DATA PROCESSING
Line broadening 0.5 Ez

FT size 655
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Temp. 25.0 C / 298.1 K
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'H and "C Spectra of compound 6o
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Operator: cham
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PULSE SEQUENCE
Relax. delay 1.000 sec
Pulse 45.0 degrees

| Acq. time 1.304 sec

| wiatn 25125.5 Hz

| 260 repetitions

DATA PROCESSING

Line broadening 0.5 Hz
PT wize 65536

Total time S minutes

CBSERVE C13, 100.5425893
DECOUPLE H1, 399.8529994
Power 42 dB
continuously on

WALTZ-16 modulated

S15

Solvent: cdel3
Temp. 25.0 € / 298.1 K
Operator: cheam
Mercury-400 *IITG-MMR®
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'H and "C Spectra of compound 6d’
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+'Req. time 1.304 sec continucusly en'* Total time 46 minutes ] - Temp. 25.0 C /7298.1 X
Width 25125.6 Hz WALTZ-16 modulated Operator: chem
TR ) AT S R TTTS R Meteury-400" " *ITTG-NMR"
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'H and "C Spectra of compound 9p
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Relax. delay 1.000 sec FT size 32768
Pulse 45.0 degream:al Total time 1 minutes: Solvent: cdcll
Acq. time 2.561 sec Temp. 25.0 C / 298.1 KX
Width 6398.0 Hx Operator: chem
32 repetitions - Mercury-400 "IITG-MMR®
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PULSE "SEQUENCE PROCS CBSERVY 13, 100.5425886 DATA PROCESSING J& TNT .. IK-TNP-la
Relax. delay 1.000 sec 1 *DECOUPLE H1, 399.8529994 Line broadening 0.5 Bz

Pulse 45.0 degredés -
Acq. time 1.30¢ smec
wWidth 25125.6 Hz

80 repetitions

. continucusly on

Power 42 dB FT size 65536 3
Total time 3 minutes

WALTZ-16 modulated
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Solvent: ecdelld
Temp. 25.0 C / 298.1 K
Operator: chem
Mercury-400 *IITG-NMR*



'H and "C Spectra of compound 9q
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RUBAE SSEQUENCE OBSERVE C13.: 100 DETH IR-TNP-28-13C
Relax. delay 1.000.sec DECOUPLE H1, 399,8529994 Line broadening 0.5 Hz
Pulse 45.0 degrees Power 42 dB: PT size 65536 Solvent: cdol¥

. Acq. time 1.304 gec
Width 25125.6 Hz
110 repetitions

continucusly on
WALTZ-16 modulated

Total time 4 minutes
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Temp. 25.0 C / 298.1 K
Operator: chem

File: IK-TNP-2a-13C
Mercury-400 “IITG-MMR®



'H and "C Spectra of compound 5p
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PULSE SEQUENCE OBSERVE H1, 399.850963: | DATA PROCESSING IK |
| FT size 32768 - . S i
Rel: del 1.000 sec :
P:l:x 45 ﬂlznﬂn i Total time 1 minutes Solvent cdelld
1 A L!-l; 2.561 sec i Temp. 25.0 C / 298.1 K
o 0 Operator: chem
;;“h ‘ii:;:r:‘ Mercury-400 “IITG-NMR"
ope
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PULSE OBSERVE'- C13, 100.5425855 — —

EQUENCE
Relax. delsy 1.000 sec
Pulse 45.0 degrees
Acq. time 1.304 sec
Width 25125.6 Hz
90 repstitiona

DECOUPLE H1, 399.8529994

| Power 42 dB
continucusly on

| WALTZ-16 modulated

IK-THP-1b-13C

FT size 65536
| Total time 3 minutes

Solvent: cdecl3
Temp. 25.0 C / 258.1 X
Operator: chem
Mercury-400 *IITG-NMR®
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'H and "C Spectra of compound 5q
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Relax. delay 1.060 ssc. FT size 32768 ___ — - P
Pulse 45.0 degredet:l . Total time 1 misutes Solvent: cdcl3
Acq. time 2.561 sec Temp. 25.0 C/ 398.1 K
width €398.0 Hz Operator: chem
32 repetitions Marcury-400 *IITG-NMR"
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~TMPULSE SEQUENCE OBSERME’ C13,°1100.5425978 DATA PROCESSING  *=@we:. IRTHP*2b-13C
| Relax. delay 1.000 sec |DECOUPLE H1, 339.8529994 . Line broadening 0.5 Hz H an O —
1" Pulse 45.0 degrees Power 42 dB” "~ FT size 65536 et m=n Solvent: cdeld”
Acq. time 1.304 sec continuously on Total time 4 minute Temp. 25.0 C / 298.1 K
wWidth 25125.6 Hz WALTZ-16 modulated : Operator: chem
120 repetitions DI T C Mercuty-400 *IITG-NMRY
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'H and "C Spectra of compound 6p
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‘\pmt.sl -El_g;;lcl o - ;lslm H1, 399.8509634 DATA PROCESSING IK-TNP-1c |
Relax. delay 1.000 sec PT size 32768 — - . — -
Pulse 45.0 dagrees Total time 1 minutes T Solvent: cdcll

Temp. 25.0 € / 298.1 K
Operatox: chem
- Mercury-400 *IITG-MMR"

Acq. time 2.561 mec
Width 6398.0 Hz
32 repetiticns ;
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PULSE SEQUENCE OBSERVE C13, 100.5425955 | DATA PROCESSTNG IK-TNP-1c-13C Lo
Relax. delay 1.0UU sec DECOUPLE H1, 399.8529994 Line broadening 0.5 Hz —
| Pulse 45.0 degress Power 42 dB FT size 65536 Solvent: cdcl3
| Acq. time 1.304 sec continuously on Total time 5 minutes Temp. 25.0 C / 298.1 K
| widen 25125.6 Hx WALTZ-16 modulated B Operator: chem
| 250 repetitions Mercury-400 “IITG-NMR*
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'H and "C Spectra of compound 6q
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Relax. delay 1.000 sac ¥T mize 32768 I S
Pulse 45.0 degr LA “ - Total time 1 minutes Solvent: cdell W
Acq. time 2.561 mac Temp. 25.0 C / 298.1 K
Width §398.0 Hz Operator: chem
32 repstitions . Mercury-400 *IITG-MMR®
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| PULSE SEQUENCE OBSERVE C13, 100.5426760 DATA PROCESSING IX-THP-2c-13C t
Relax. delay 1.000 sec DECOUPLE H1, 399.8529994 Line broademing 0.5 Hx S {
Pulse 45.0 degrees Powsr 42 4B PT mize 65536 Solvent: cdcl3
Acq. time 1.304 sec continuously on Total time 5 minutes Temp. 25.0 C / 298.1 K
Width 25125.6 Hz WALTZ-16 modulated Operator: chem
140 repetitions . Mercury-400 “IITG-MMR"
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'H and "C Spectra of compound 10p
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' Pulse 45.0° degrees

FT size 32768
Total time 1 minutes

- [

Acqg. time 2.561 sec Solvent: cdcl3 ™™ °
wWidth £398.0 Hz Temp. 25.0 C / 298.1 K
32 repetitions Operator: chem
Mercury-400 *IITG-NMR®
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m-;wnu OBSERVE C13, 1005425909 \BATA PROCESSING IK-R-PRO-13C ?

Relax. delay 1.000
Pulse 65.0 degress
Acq. time 1.304 sec
Width 25125.6 Ez
370 repetitions

DECOUPLE E1, 399.8529994
Power 42 4B
contiruously on

WALTZ-16 modulated

Line broadening 0.5 Hz
FT aize 65536
Total time 14 minutes
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Selvent: cdcld
Temp. 25.0 C / 298.1 K
operator: chem
Mercury-400 “IITG-RMR®



'H and "C Spectra of compound 10q
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PULSE SEQUENCE -OBSERVE  H1, 399.8509634 DATAPROCESSING IE-Rn-Bept
Relax. delay l.vuu sec PT size 32768
Pulse 45.0 degreew Total time 1 minutes Solvent: cdell
Acq. time 2.561 mec Temp. 25.0 C / 298.1 K
Width §398.0 Ez Operator: chem
32 repstitions File: IR-Rn-Hept
Mercury-400 *IITG-MMR™
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PULSE SEQUENCE OBSERVE €13, 100.5425547 DATA: PROCESSING IK-Rn-Hept-13C
Relax. delay 1.000 sac. DECOUPLE H1, 399.8529994 Line broadening 0.5 Hz
Pulss 45.0 degrees Power 42 4B PT size 65536

Acq. time 1.304
Width 25125.6
270 repetitions

continuously on
WALTZ-16 modulated

Total time 10 minutes
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Solvent: cdels
Temp. 25.0 € / 298.1 K
Operator: chem
Mercury-400 *IITG-MMR®



'H and "C Spectra of compound epi-3p
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Relax. delay 1.000 sec FT size 32768 .
‘. Pulbe 45.0 degrees Total tima 1 minutes Solvent: cdeld
Acqg. time 2.561 smec Temp. 25.0 C / 298.1 K
Width 6398.0 Hz Operator: chem
32 repetitions Mercury-400 ‘FIITG-NMR"
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ITPUBSE SSEJUENCE OBSERVE’ - ©13,-300.5425878 DATA PROCESSING 17.7TN".Bra.liC IK-TNP-Pro-13C

Relax. delay 1.000 sec
Pulse 45.0 degr:
Acq. time 1.304 sec
Width 25125.6 Hz

10 repetitions

DECOUPLE HLl, 399.8529994
Power 42 dB- -
continucusly on
WALTZ-16 modulated

Line broadening 0.5 Hz
FT size 65536 RSN
Total time 1 minute
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Solvent: cdelld
Temp. 25.0 C / 298.1 K
Operator: chem

Mercury-400 "IITG-NMR®



'H and "C Spectra of compound epi-3q
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'H and "C Spectra of compound 11

IK-LAH-L_1H
Gurrent Data_Parameters
NAME TK-LAH-L_18H
EXENO 1
PROCNO 1
¥2 - Aoquisition rarameters
Date_ 20140322
N Time 12.27
INSTRUM spect
PROBHD 5 mm PABEO BB/
PULFROG 2g30
™ 32768
SOLVENT [~ k)
NS 16
DS k]
4 SWH 12019.230 Hz
FIDRES 0.364798 e
A 1.3631488 sec
RG 80.22
o 41,600 usec
DE 6.50 usec
e 300.1 K
ol 1.00000000 sec
™0 1
e CHANNEL £ =mmmme
sro1 €00.1737063 Wiz
NUCL 1B
Pl 12.00 usec
PLwL 21.00000000 W
F2 - Processing parameters
SI
S 600.1700148 Hiiz
wow e
SSB o
LB 0.30 Hz
8
BC 1.00
T T T T T T T T T
9 7 6 5 4 2 1 ppm
e[ ©) (0] o)
8 & SIN[RE| (8] (293 8
- - <<=l < [Nl=|g] <
- “ s oo -
B s 2 o R ]
b ] 233 g g E§3
“ - i 2 < e q
a a FEER '{.1 ;7; =
. J s |
I ) ' - ’ y
T LR R L B S e e B S L o o B
160 140 120 100 80 60 40 20 PPm
-TPULSE “sadumnce OBSERVE C13, 10075425817 | DATA PROCESSING R ' o o 18214 ) -

Relax. delay 1.000 mec
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2040 repetitions

DECOUPLE H1, 399.8529994
Power 42 4B ¢
continucusly on
WALTZ-16 modulated

Line broadening 0.5 Hz
FT size 65536
Total time 78 minutes
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Solvent: cdely
Temp. 25.0 C / 298.1 X
Operator: chem
Mercury-400 *IITG-MMR™



'H and "C Spectra of compound 12
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NOE Spectra of compound 6n
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B xepetitions, Total time 3.9 hours

2.x 400 increments

Gauss apodization 0.069 sec
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TK-T9ROESYS

Solvént! cdeI¥

Temp. 25.0 C / 296.1 K
Operator: chem

FPile: IK-TI-HOBSY
Mercury>400 © "IITG-NMR*



NOE Spectra of compound 6d’
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The crystal parameters of compound 6n

CCDC 1000260

Formula
Formula weight
T/K

Crystal system
Space group
alA

bIA

c/A

of°

pr

P

VIA®

Z

Abs. Coeff./mm’
Abs. Correction
GOF on F*

Final R indices [I> 2o6(1)]

R indices [all data]

Cos Hy N O4 S
439.56
296(2)
Monoclinic
P2(1)/c
10.812(3)
11.923(3)
18.961(5)
90.00

93.50

90.00
2439.7(11)

4

0.162
Multi-scan
0.949

R1 =0.0467
wR2 =0.1265
R1 =0.0674

wR2 =0.1433




ORTEP Diagram of 6n
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