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1. X-Ray crystal data for compound 5d

Single crystal of compound 5d was prepared from the mixture solvent of EtOH and CH>Cl».
A suitable crystal was selected for structure determination on a Xcalibur, Eos, Gemini
diffractometer. The crystal was kept at 293(2) K during data collection. Using Olex2, the structure
was solved with the ShelXS structure solution program using Direct Methods and refined with the
ShelXLrefinement package using Least Squares minimisation.
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5d, CCDC-2277772

ORTEP of 5d (at 50% level)
Crystal data and structure refinement for 5d (CCDC-2277772)

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group
alA
b/A
c/A
a/o
pre
v/°
Volume/A3
A
pcalcglcm3
u/mm?
F(000)
Crystal size/mm?3
Radiation
20 range for data collection/°
Index ranges
Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F?
Final R indexes [[>=2c ()]
Final R indexes [all data]
Largest diff. peak/hole /e A’

5d
C27H25CIN204S
509.00
99.98(10)
triclinic
P-1
10.1642(2)
11.1077(2)
12.6071(2)
67.633(2)
85.5240(10)
70.287(2)
1237.06(4)
2
1.366
2.460
532.0
0.14 x0.12 <0.11
Cu Ka (A=1.54184)
7.596 to 143.032
-12<h <10,-13<k <13,-15<1<15
12363
4679 [Rint = 0.0207, Rsigma = 0.0184]
4679/0/329
1.050
R1 =0.0365, wR2 =0.0976
R1 =0.0373, wR2 =0.0982
0.34/-0.54



'H and *C NMR spectra for compounds 3 and 5

2.

'H and *C NMR spectra for compound 3a
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'H and *3C NMR spectra for compound 3b
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YENMR spectra for compound 3b
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'H and **C NMR spectra for compound 3c
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'H and **C NMR spectra for compound 3d
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'H and **C NMR spectra for compound 3e
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'Hand **C NMR spectra for compound 3f
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'H and *3C NMR spectra for compound 3g
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'H and *3C NMR spectra for compound 3h
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'H and *3C NMR spectra for compound 3i
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'H and *3C NMR spectra for compound 3;j
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'H and **C NMR spectra for compound 3k
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'H and *3C NMR spectra for compound 3l
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!H and 3C NMR spectra for compound 3m
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'H and *3C NMR spectra for compound 5a
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'Hand **C NMR spectra for compound 5b
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YENMR spectra for compound 5b
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'H and **C NMR spectra for compound 5¢
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'H and **C NMR spectra for compound 5d
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'H and **C NMR spectra for compound 5e
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'H and *3C NMR spectra for compound 5f
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'H and **C NMR spectra for compound 5g
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!H and 3C NMR spectra for compound 5h
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'H and **C NMR spectra for compound 5i
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'H and **C NMR spectra for compound 5j
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'H and **C NMR spectra for compound 5k
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'H and **C NMR spectra for compound 5l
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!H and 3C NMR spectra for compound 5m
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'H and *3C NMR spectra for compound 5n

8506 N/

8940°€
t\i.m\
soL1'e e
ﬁcm.m\

1L6€°€

6LSS TN\
LI6SY —
LLOL'Y ~
fow.ﬂ\

8YET S —
L8YES —

8¥¥9'9
850°L
§590°L
8I1LO°L
+080°L
SYoTL
STLTL
€08T'L
081€L
TLEE'L
19S€°L
060t"L
S6TY'L V

0IstL \
£691°L
POEL'L
90SLL
SO0LL'L
8TTH'8
LThr'8 V
06Lt8 T
L66V'8 7

LS68'8
1206'8 v.

O,N

alls fe o

£
T> 0

S3

9.5

PEOY'8E —
V8T 1Y —

969€°CS —

€LSL09 —

9S9L°9L
PESO'LL W
TIo¥'LL

0v6L 911
SPEP YT
0L89°9C1
TIvsLTl
PLETBTI
8LE9"8TI
61L8°8T1
6988°6C1
LESE°0€EL
SS66'1€EL /
£€80F €€
88L6°EE] V
LOVEFEL T
6T06°vE1 \
8E9T°0V1 —

wI6°LYT —

TPy 991 —

S8LETLT —

O,N
l‘“

110

120

130

140

150

160

T
170

£1 (ppm)

S30



'H and **C NMR spectra for compound 6

806+°C
6L66'C |
£€010°€
S1€0°€
LISO'€E |
THOS'€
6LES°€E |
8819°€ |
2069°€ |
8080'F |
9LTI'Y |
STT9Y
T699° | W

—

LS6L'9
6798'9
8998'9
L¥88'9
e
(2430
19v1°L
6v91°L
00€T'L
YEETL
69€T'L
1LyTL
TesTL
919T'L
SoLTL
SSsE'L
109€°L
TLEL
S6LE'L
176€°L
800t°L
vSov'L |
6891°L |
STLY'L A
ST8Y'L
SLY'L
6T6°L
1905°L
S09°L
SH9SL
8695'L
08LSL N
0285°L 7
ossss
8SL6'L
P086'L
NNZE\
8966'L

DESSS

A

J J/[ )

96

(ppm)

£1

60181 —

€96T Ty —
9€6£°9Y —

88S8'pS —

96£0°09 —

L9TLIL
LYYO'LL W
€TIELL

6TL6'9T1
£980°8C1
8019°8C1
LOPS'8TI
98€T'6TI
PLTY6TI
6€9€°0€1 -7
esorzel /f
S1LLTEL
8€1T €€l
SPLSPEL
LLOL'SPT —

0950°L91 —
06£9°691 —

¥L90°861 —

110

140

(ppm)

f1

S31



