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Copies of 'H and 3C NMR spectra of new compounds

056’1 —

wLy
108°%

L19°S
LT9'S

SSTL
99T'L
SLTL
€8T'L
roe’L
8IEL
1eeL
6vEL
69¢°L
68¢°L
So¥'L

L9Y'L—F

98%°'L
90S°L
879'L
SY9'L
or8'L
998°L

90°¢

=01

F0'1

Tm.m
Rso'T
9oz
00T

£1 (ppm)

wLE—

L0'86 —

0r' €01 —

957021
[ 2441
18°s21

06'9T1

80°8C1
05°8C1
9981
$8'8T1

€16t
€Teel \‘
St8el —
0€v1
Nc.ciﬁ
66971 M
Lyl

50

60

70

140 130 120 110 100 90 80
£1 (ppm)

150

160



BN ST EECONN®XTONA M A =D
PRI =R O B - E R Rl
FrxeenIITanaaadadssS
O I N I

S—

[==-

5.583

5.574

<

e

4795
4786

1.947

300 f—m—eeo-

S SREE T 1 1
ssega < S S
dadadea = =
T T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 1.5 1.0 3.5 .0 2.5 2.0 .5 .0 0.5 0.0
£1 (ppm)
=+ —ao wnw—9wdotomt o ~
o] oY ——o=-nEfandxihna = 9 aQ 2
o g CESS SSumaldd LRy v ) o - <
Z2 I IiccdRgaadan Do S 5 o st

L

N

Y

160

T
130

120

100

T
80
(ppm)

T
10




8¥6'1 —

L9LY
wnn.wv

4939
195°¢ V

8TT'L
8YT'L
€8TL
weL
€TeL
SSEL
69¢°L
88¢L
€0P'L
Yov'L
8L
€0S°L
9L
879'L
9€8'L
9S8°L

-_ 00

FIE
JH

24TT
0'¢
e
H/QN.N
»_ 1T
Bg0'c

1rer—

8TLE—

99°L6 —

& $8T01 —

85°0T1

2 P8HTI /
v6'sTl
95'821
8821

- 10621
L6l
6£°6T1

5 L9°TEL

o SO°EEl
9£'8€1 —
88°TH1

< vl !

“ L6'9%1 %
LUy =

10

30

40

70

80

110

£1 (ppm)



€56'1 —

POLE~
viLy

985S~
9955~

081°L 1
1072 1
1LTL
68T°L |
80€°L
PrEL
29¢'L
9LEL
S6¢°L
60v'L
09%°L
L9V'L A
18%°L

L8Y'L~E
7

a

F00°€

F00°1

0.0

2.5

0

0

5.5

6.0

8.0

(ppm)

1

Trer—

SELE—

10

T
50

(pgm)

1

LS'L6—

SLTOT —

0zl

110

LL 0TI /

0

P8VTIC

TESTI

YSBTTAC

20621

Lrect —

(35741

ol
PN
seLpt




6v6’ 1 —

L8677~
o6y~

8656~
895~

w6TL
1eL
6TE'L
oLE'L
96¢°L
1yl
L
£€v'L
£8b'L
P0SL
st
£TOL
LE9'L
wo'L %.
8€8'L \
LS8L
178~
vers

|
i |
I

/

|
|

=01

=01

Ei
H(_.m

't
Aot
20T

8.0

£1 (ppm)

8LLE—

£1 |(ppn)

8896 —

8S10T —

99°0Ct

N@.QN_/
h_.ON_#

$O'RT1

06'8T1 —¢

130

[

reect

TLTET
61°8ET —

£I9P1 ~
L6971
orgrr 7

140

150

USTIST




6v6'1 —

wusy~
IS ed

1L§°S ~
08s's 7

08T'L
66T°L
LIgL
8L
66€°L
STH'L
SPy'L
SLY'L
S6t'L
SIS'L —

109°L ~F
ﬁNw.r\
6£9°L

o«w.h*

098°L

E80°¢

=01

=101

ot
H/..w_vN

'y
200°T

2.0

2.5

8.

(ppm)

1

wLe—

g0

T
61

(prjm)

1

€26 —

LETOL —

€9°0T1

T
100

110

mx.«ﬁg
S9'STI
69°STL

0

€L7STT A

3
09T ~\&

6€°8T1
8s'8T1

6t

616217
£6°CEl

0gger —

€E9PI
10°Ly1L /

~

90°8%1 N

YT 8l




SY6'l —

SLLP N
e

WSS~
15557

0S0°L
1L0°L
T60°L |
9ST'L
06TL
60€°L 7
£€€°L
1S€°L
oceLf
LOV'L
L8Y'L 4W
90S°L
P8S°L Ak
865°L~\
m%.nW
619°L

m;.h\

SE8'L

16T

F66°0

ot

0.0

0.

°

2

0

o

6

8.0

(ppm)

1

80°€l —

BT —

(ppm)

1

66'L6 —

YT E0L

9Teot

Ov'STTy

10

(IR

|
9001
26'sT1 4

9991 |
pLOTI
$6'9¢C1
£0°8TINE
0L'8TI —

arezi ]

130

_VAON_H\

v 6cl
LEBET —

40

L'l

€991 V.

Lot
9891 \

150

1§60

9L 191 —
YTror —

T
170



ove'T — —

1Ly~ .
08ty

S8S'S

v6s's <

8€T'L

184°L T

=

h

o

E20'1

Fies
1z

1T

o

0.5

o

5

o

6.

6.

0

0

8.

(ppm)

1

60°€l —

Cl

8Ie—

pm)

1

S6'L6—

68 0T —

19°071 —
s6°sTl
60°9C1
00°LT1 —
S0'8T1 \ﬂ

1

110

T
120

130

mn.mmﬁ%
81°6T1 \‘

OLTET
(A3 wx
LE8E1
Naed

140|

69-9t+
mc,cj\

LLOYL

150




vre'l —

16L°7~
1087~

929's ~
9£9's

SLTL
€8TL
10€°L
91€L
9L
SSEL
YLEL
Sov'L V
M

6LY'L
Lov'L
LIS'L
LYS'L
99¢°L
LoLL
918°L
9€8°L

—— Tt

= FI10°1

-— =201

Feoo
pTee |
11
I

=== F06'I

° E Lo
S
© 3 -
z Le
90°€1 — - -
° (s} -
K LS
o
=8
- = .
- Lo
o 182 — ——

Le
© Fe
o

L2
B @
S La

2
-

o

~ L2
o & E H
> & E z
<2 Lo

L2
w
<

L

Lg
° g
I

o
£6°L6 — — o
85 V0T — — LS
- B
S 3=
©
" _
< 3]
wo'LTl % F2
N $0'8T1
~ L 8TI N Ylw
816zt 7
o S
w0 ostend T [~
e 0CTSET — S
ozse1” ] L<
TR
- SN L=
@ £9°9p1 ==
69°9v1 2



w61 —

oLy~
oLy

86S°S
L09°S

S8TL
10€°L
0g€°L
8YEL
L9€°L
€97 A

Fo6T

660

660

Fs00

2.5

0

7.0

(ppm)

1

o

wLE—

10

5

)
8

70

(ppm)

1

Y6'L6 —

09°021 ¢

110

115

seoTt
10221
S0°8Tl M
€821
16 ﬁ\

EXRN
s6°sTl W

5

130

987°L
S6v'L T
LIS'L

LOS'L~.
8e8'L

Fo9

oo

8.0

L9IEl
orcel
9€8E1 —

135

5.31/

99r1
@w.ozv
SLOVI

140

145

10



vre'l —

88LY
Lo6L'Y

1€9°6 ~
1795~

wTL
€8TL
To0eL
oce'L
SEEL
vSEL
weL—

LLy'L-f
,5:\
m_m.n\
S09°L
SI8°L

SE8'L

Feez

860

0.0

0.5

5

5.0

8.0

(ppm)

1

90°€1 —

50

60

70

(ppm)

1

80|

90

98 V01 —

§9°0T1

110

98°TT1
10°ST1

115

T09CT.
0 1

08T

95

T

+8°8C1 b

66Tl -1
LL6TL /
95pEl
o617

135

8T8EI —
€6°Evl
8TO¥1 ”

r9 91
Lov1 V.

T
140

145

150

11



°s6'r —

P87~
15877

128°s ~
0585

S8TL
00€°L
91€L
€reL
vSeL
el
ToeL A

o~
[e)
z

o'l

(ppm)

1

o~
[e)
z

66°LE—

(ppm)

1

69°L6 —

LELOT—

10

€L°0T1
hx.muﬁﬁ

1¥°sT1

VL
s %m
0£s'L
69L'L~
16L°L
ocst
1e8'L
PETS
sszg

809
LT

m\/Awo._

0T

TT9TT /
STLTINE

$0°8T1 s\w

130

O9878CT
97671

0T'8E1
crecl M
PrEPI

LSyl ”
TP\
£9°9¥1 7
o’

140

12



Sl —

L9€T—

vLLY
8Ly

LSS~
19557

081°L
00T'L
SLTL
S6TL
€reL
vTeL
el
19¢°L

LSY'L
SLY'L /
Lot'L ~&

cisL ]
339

PESTL~
vo8'L <

—E¢0'¢

=01

01

80T
Foo9
17T
1T

2.0

2.5

0

N

8.0

(ppm)

1

10

2o

30

40|

60

70|

(ppm)

1

90

1186 —

§§°T01 —

100

£€5°0CT1
SLYTL y

9L’sTl
$8°9T1
80°8C1

Y98TT

:.DN_N

81°6C1

130

aias

8 8ET ~L

98 8ET

PRI

991 \
90°LY1 —
09°LY1 /

13



$€6'1 —

1967~
ev”

£99°6 ~_
€195

sLTL
£6TL |
TIeL
8re'L
L9€°L
98€°L
10v'L
05t'L
TSHL A
69v°L
6L1"L A
661'L
8IS'L
YEYL N\
€69'L S
TSLL
ascf
PES'L

PLS'L

P68°L

—

oV

E10°1

=10°1

0.0

0.5

o

0

2.

o

4.0

(ppm)

1

rer—

08 —

A

(ppm)

1

90

'L —

0€e0t
65701 /

T
100

ST
vLSTI
L87ST1
oz 9zl

110

9T9TI A
#7921
69°LTI

SCLTi
FCRTI

120

19°8T1
06871 ¢
16zl =

J

130

LSTEL~

TCEET
oreel
O 8El —
LS IV —

140

SLOVL
:.hzw

€LY

14



S0LT~
oLy

or8's
€68°S /
QCNHQ

LeLq
66T°L |
81€°Lq
9€€L
SPE'L
95¢L
9L¢7L o
v6¢L o
o1v'L o
TerL o
TshL
697'L
6v5'L A
895\
985'L —
stLL
e’
€108~
€08

F00'1

ﬂdo.o
6
FOT1

m\.mo._

(ppm)

1

T Le
(0}
£
/ b
o o « L&
El
09'9¢ — _
LS
°
&
°
-3
o
F&
Lo£
°
&
E}
L8
o
°
LS
JE—
—— 2
o
0S°Epl — N
S8'9p1 — -—
L2
wTst — -—
1.6l — -
2
€191 — - -

15



0.0

1661 —

009¢€ —

Ph

Ph

[

[CNe}

42

1| (ppif)

60°66 —
LL00T

100

€L7€0T —

11

vSvTl
coLer
€€°8T1
61°8CI

120

v0°6TI
cseel

PN

e
o 2
S
o]
£
/ q
@] O <« °
“
B
o
0€TT — — —_— 0¢
w0
o
B
@
o=
P
sy - ool [~
v9Sy
B
&
-
&
€L~ .
S
ehre S0’
o
1209 — — FL60 [
P
<
-
~
2001
E
s .
S
0T

sLevl —
SLOVI —

16



Copies of HPLC chromatograms of new compounds

VWD1 A, Wavelength=254 nm (LOGPYS-20141010 2014-10-10 13-2221071-0101 0}

mAU I A o
o ;
> \ré;\ @ .\"3\@
400 ﬁ & hps
I T
350 ‘\ ‘II‘
Z
N | (|
300-] N”>0"">pn [ | ‘ \
Ph | |
250 racemate | | [
|
] | ||
200 | B
| | |
150 ‘ | | ‘I
| [
100 | |
| |
| .
| n
\ | \
- e V¥ me e e e
LA R L L L L B B B L B Ry U B N S B B L By LS Y R N L B L B B ) EL B B
175 5 mirt
Peak RetTime Type Width Area Height Area
# [min] [min] mAU s [mAU ] %
7777' 7777777 \7777‘ 7777777 S -~ R el Rt |
1 11.514 MM 0.5378 1.36757e4 423.78751 49.80892
2 17.469 MM 0.6123 1.37805e4 375.08987 50.1908
Totals 2.74562e4 798.87738
VWDT A, Wavelength=254 nm (LOGPWYS-20141012 2014-10-12 12-21-021082-1201 D)
mAU E 2
3 A
W
1200 @ H?@"
1000 : | ‘|
2
NI ‘\
00 N">0">pn | |
PR o A
600 ‘ |
\
400 il
|
| |
5 |
200 o & [
B [
- | A
izl = P J R
0 5 5 75 10 135 15 175 BN 235 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU x5 [mAU ] %
=== o S i i [ e S |
1 11.212 MM 0.5620 1525.35840 5.234 3.3454
2 15.370 MM 0.5507 4.40706e4 1333.73535 96.6546
Totals 4.55960ed4 1378.96949
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\N;IDW A, Wavelength=254 nm (20150112-1 2015-01-1‘2 15-41‘-18\3514]101 D)

'r|
—8916

500 ‘
400+ 2 ‘ ‘
3004 racemate ‘

200 “

100-| \

= 10518

Peak RetTime Type Width Height
+ [min] [min] mAU [mAU ] %

Fee e v =i N e e i i e I

1 8.916 VB 0.1655 6168.44727 570.31036 ©51.6884

2 10.518 vB 0.1967 5765.47217 452.34433 48.3116

Area
xS

Totals : 1.1933%4 1022.65469

VWD1 A, Wavelengih=264 nm (20150112-1 2016-01-12 16-41-181082-0201.0)
1600 F
1400

1200 Y

1000 PH
800
600~
400

200+

8.911

A

\
|
|
|
I
|~

— 2l

12 miry

Width
[min]
0.1709 1262.13257
0.2559 2.68624e4

Peak RetTime Type
# [min]

ey ‘ R

1 8.911 VB

2 10.507 VB

o |
111.936%4 4.4876
1672.10815 95.5124

Totals : 2.81246e4 1784.04510

18




VWDT A, Wave\eﬂ‘glh:ZE‘d T (YS5-20141226 2014-12-26 14-32541061-0101 D)

mAU E ‘éi\’b >
P g &
1400 al \v@'b 391
| -
1200 I
| |‘|
1000 \
N ‘ | | |
N">0">ph ‘
500 PH ‘ ‘ |
racemate | ‘
600 | | | |
| R
400 |‘ | L
[ty
200+ | l‘ [i ik
[ 3 IR
o e s ,.,-L/\,_t"‘ \\_ = e b \', =
I S T T T T T T T T
Peak RetTime Type Width Area Height Area
# [min] [min] mAU s [mAU ] %
R TR i e o T TR S == I
1 10.093 MM 0.2457 2.25273e4 1528.36890 49.4468
2 13.051 MM 0.2962 2.30313ed4 1295.90747 50.5532
Totals : 4.55587e4 2824.27637
VWD1 A, Wave\eﬂ‘glh:ZM nm (¥Y5-20141226 2014-1 2-)26 11-09-49\062-0201.0)
mAU ] g K
cl ?,‘qu:
\y
1400 \[‘?
1200 H ‘ |
1000 NI ‘
NS0 pn | |
Ph
800-| 3¢ | ‘
600 ‘ |
400 | |
A
o0 & | l‘
200 gt:?s,,é- I‘| I‘.
\ / \
T . S = T v | N L B
‘2 tll E‘i RIB 1b 1‘2 1‘4 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU x5 [mAU ] %
EE e e | ====rammms [ lemmr=rss I
1 10.070 MM 0.2086 1618.76819 129.33830 4.7290
2 13.043 MM 0.3393 3.26119%e4 1602.07434 5:2710
Totals 3.42306ed4 1731.41264
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=o=g = = : T TN R N L ae L
WWD1 A, Wavelength=254 nm (Y5-2014-1217 2014-12-17 10-00-03\051-0101 D)

mAU g ]
; (N
Br \Qh
1000 A
s
B
> il
500-] NI I
NS0 ph I
Ph ‘
racemate |
600-| |‘ ‘
00 \ || ‘ ‘
]
200 [ | | ‘
I |
!
2L
o o s RS/ U R, - S SN SO
T T T T T T T
0 2 4 [ 8 10 12 miry
Peak RetTims Typs Width Area Height Area
¥ [min] [min] mAU *s [maU i %
S| T =% 00 [F=mp = » sl |
1 9.091 MM 0.2262 1.09917=4 809.77209 51.283¢
2 9.840 MM 0.1625 1.04415=4 1071.04550 48.7164
Totals : 2.14331=4 1880.81799
VWDT A, Wavelengih=254 nm (¥S-2013-1217 2014-12-17 10-17-51W052-0101 D)
mAU ] o
Br 3 I
1600 TL@”'@
1400+ H ‘
2
12004 N~N L
N">0"pn
Ph
1000 3d
500 ‘
600 ‘
400
$
200-] 25 |‘
=S | |
0 BRSNS R e
0 P ) ) [ 10 o 11 _mir
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *s5 [mAU ] %
S K [(====f=e=te= i v [mmmmmm—s [Ee==aas= I
il 9.054 MM 0.2102 868.,95221 68.91178 4.1639
2 9.820 MM 0.1986 1.99998e4 1678.65979 595.8361
Totals 2.08687e4 1747.57157
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VWD1 A, Wavelengin=254 nm (¥5-20150106-3 2015-01-06 19-16-34081-0101 0]

mAU
ol
NO, 2
4 &
800 ?@ "
&
700+ B WD
o
7 o
600 N I
N7>0" " Ph Il
Ph ||
500 racemate ‘ ‘
400+ | | |
300 | | |
B [
200 ‘ | (1
I |
100 | | Rl
| I
T o~ P WY [ PR
T T T T T T T T
25 5 75 10 125 15 175 20 25 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU s [mAUT 1 %
e e o ettt [smmmasss [ R |
1 16.525 MM 0.3741 1.97754e4 881.03809 52.0233
2 21.387T MM 0.4753 1.82372e4 639.48157 47.9767
Totals : 3.80125e4 1520.51965
VWD1 A, Wavelengih=254 nm (Y5-20150106-3 2015-01-06 19-16-341082-0201 D)
mAU NO, 2
1000 E
500 N | ‘
N Ph
Ph |
3e |
600 ‘ ‘
400 ‘ \
[
200 |
5 Lol
a
© {2 4
- | |‘
N | \
0 = -~ . ‘ N
T T T T T T T T T
0 25 5 75 10 125 15 175 20 225 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *5 [mAU 1 %
TR | 7777777 TR | 7777777 e it e R SR e |
1 16.591 vB 0.3351 1620.85046 73.72836 552853,
2 21:385 VB 0.4428 2.90462e4 1015.95203 94.7147
Totals 3.06670e4 1089.68038
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\NVID1 A, Wavelength=254 nm (¥S-20150106-3 2015-0{-06 21-38-53085-0101 D)
mAU | o z
=1
i A
1600 ‘ | | ‘
1400 ‘ | |
’ |
1200 N ‘ ‘ ‘ ‘
NT>0">ph
Ph
1000 racemate | ‘
800 ‘ ‘ |
600 ‘ ‘ |
400+ ‘ | ‘
| |
il
200 \ |
el |
J /
0 — AN : ——
1 T T T T T T =
2 4 6 a 10 12 14 min
Peak RetTime Type Width Area Height
# [min] [min] mAU *s5 [mAU ]
7’7" 77777 \7’7" 77777777777777777 R FEeopEET i |
1 9.385 0.2820 3.09704e4 1751.63013 46.7996
2: 122001 VB 0.3260 3.52062e4 1721.35059 53.2004
Totals 6.617664 3472.98071
VWD1 A, Wavelength=254 nm (Y5-20150106-3 2015-01-06 21-38-531086-0201.D)
mAU 2
CF3 i
1400
i
1200 | |
/ |
‘el |
1000 N">0" “ph
Ph
3f
800 ‘ ‘
600 | |
400+ ‘ |
|
200 | ] i
@ [ |
a@ Jilah
N 1 L8
LB —_— = s T ey
T T T T T T T &
0 2 4 6 10 12 14 mir|
Peak RetTime Type Width Area Height Area
# [min] [min] mAU g [mAU ] %
S | e R e e Prrmm——mm=
1. 9.392 VB 0.1857 1190.87305 98.87281 4.5685
2 12.003 VB 0.2635 2.48760e4 1487.44263 95.4315

2.60668e4 1586.31544
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VWD1 A, Wavelength=254 nm (¥S-20150122-2 2015-01-22 16-26-24\071-0101.D})

1200+

racemate

1000+

800~

600

400

200

0877

=12.414

o]
s

|
co:
=

Peak RetTime Type Width
# [min]

Totals

[min]

Area Height

mAU - [mAT 1 %
—————————— T TS T A
.81501e4 1707.53662 51.2769
-6748led4 '1533.27393 48.7231

5.48981e4 3240.81055

VWD1 A, Wavelength=254 nm (YS-20150122-2 2015-01-22 16-26-24\072-0201.D)
mAU 7]

1Z875

1600

1400

1200

1000 ‘
800 ‘
600 |

W
400+ - F&T«

200+ f\ (.

0 2 4 6 8 10 12 14 min

Peak RetTime Type Width Lrea

+ [min] [min] mAU x5
o T e = =ne R T === I
3.2034 2640.29395 216.35187 6.1746
0.3662 4.01201e4 1733.08203 93.8254

Height

] %

Totals 4.276004e4 1949.43390
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VWD1 A, Wave\en};th:zﬁ:t nm (YS-20141226 2014—12-‘2‘6 13-51-28\065-0101.D)

mAU - o u}"’\ 3 @r_‘;
1 B & A s
1600 | i & ‘| | &
1400 ‘ ‘ | ‘|
1200 racemate ‘ ‘ | |
1000 ‘ ‘
800 ‘ ‘ |
600 ‘ ‘ | |
400 | ||
] ||
200 | | (|
i | \ | \
[ — e _ e = _\\,f\._ L '\'xf_______
1 T T T T T J T
0 2 4 6 8 10 12 14 min
Peak RetTime Type Width Area Height
* [min] [min] mAU *s5 [mAU 1
| T A [ == e s TR T |
1 10.232 MM 0.3466 3.63%41ed4 1750.20605 48.2793
2 13.105 MM 0.3858 3.89883e4 1684.49207 51.7207
Totals 7.53824ed4 3434.69812
VWD1 A, Wavelength=254 nm (YS-20141226 2014-12-26 13-51-28\066-0201.D)
| o
mAU EY (?p.
g
1200 |[¢*°0
1000+ ‘ |
800 | ‘
600 ‘ |
400 | ‘l
2
S |‘ '
200 L
=3 |\
J'{‘\-, | \
o4 o s e I GRS v e
T T T T T T T =
0 2 4 L] 8 10 12 14 mirg
Peak RetTime Type Width Area Height Area
4 [min] [min] mAU xg [mAU ] %
S e s [ommmerses [t |- |
1 10.217 MM 0.2093 1514.58899 120.62615 5.9818
2 13.042 MM 0.2551 2.38054e4 1344.37%64 94.0182
Totals 2.53200e4 1465.00579
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VWD1 A, Wavelength=254 nm (20150122-1 2015-01-22 12-28-55\073-0301.0)

mAU
800+
700
6004
500
4004
300+
2004
1004
1 - — _7_// IR
T T T
0 2 4 12 miry
Peak RetTime Type Width Area Height
L [min] [min] mAU i [MAU 1
e e e l=remmmra= === =
8.738 vv 0.1712 9631.56543 861.62970
2 9.306 vV 0.1749 8373.23242 736.26532
Totals 1.80048e4 1597.89502
VWD1 A, Wavelength=254 nm (20150122-1 2015-01-22 12-28-55\074-0401.0)
j=
maU | 2 Q;SVh
1.7
R
1000+ ||
500 H
600~ ‘ ‘
400+ | |
il
200+ |,\$'\
8
o |
o
o A
o i LT e S S —— ST S N .
T T T T T T T
0 2 4 6 8 10 12 14 miry
Peak RetTime Type Width Area Height Area
* [min] [min] mAU *s [mAU 1 %
e 1 . ST [ = [ S S I
1 8.726 MM 0.1624 714.75281 7333372 5.0168
2 9.290 MM 0.1922 1.35324e4 1173.73926 94.9832

Totals 1.42472ed4 1247.07298
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VDT A, Wavelengin=254 nm (¥5-20150106-3 2015-01-06 19-16-34083-0301 D)
mAU 8 g
] ﬁ 8
| i
1600] | | I
1400 ‘ | |
1200 ‘ ‘
racemate |
1000 ‘ ‘
300 ‘ ‘ ‘ ‘
600 ‘ ‘ | |‘
400 | ‘ |
[ | |
200 [ |
[ i\
s ) Mo il g
2‘ Jl é é 1b 1‘2 1‘4 mir|
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *s5 [mAU ] %
o] oo S e [=mme=ssesm | ===mmmr o= | =mmem=m |
1 9.455 Vv 0.2772 3.11306e4 1789.41003 47.7939
2 11.800 vV 0.3086 3.40045e4 1747.02222 52.2061
Totals 6.51350e4 3536.43225
VWD1 A, Wavelengin=254 nm (Y5-20150106-3 2015-01-06 19-16-341084-0401 D)
AU o
mmoo ?f u’fﬁ]\
] o~
%
12004 ||
1000 ‘ |
200 ‘ |
600 | ‘
400 £ | ‘
A
g # I‘ l
200 f"'\@ ‘ \I
N\ |
\ gL
* 4 S e -
é i é é 1b 1‘2 1‘4 miry
Peak RetTime Type Width Area Height Lrea
# [min] [min] mAU ] [mAU ] %
e i s [=mmmr sy [~==szeacms [emsesss |
i: 9.482 MM 0.1861 1636.71716 146.58005 6.3285
2 11.832 MM 0.2746 2.42261ed 1470.41772 93.6715
Totals : 2.58628e4 1616.99777
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VWD1 A, Wavelength=254 nm (20150122-1 2015-01-22 12-28-551075-0501.D)

mAU o w2
&
1600 ?;i ‘TI‘
1|
1400 | H
1200 | ‘
10004 racemate BT ‘ |
800 | |
600 ‘ |
400 ‘| \
200 ‘l
01— 3
T T T T T
0 2 4 [ 8 10 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU ] [mAT 1 %
EQNEE | 7777777 | REcEsas | 7777777 e § R T R P AT |
1 8.621 VW 0.2023 2.312%947e4 1673.93591 . 50.7253
2 9.218 W 0.2033 2.06858e4 1599.87451 49.2747
Totals : 4.15805e4 3273.81042
VWDT A, Wavelengih=254 nm (20150122-1 2015-01-22 12-28-551076-0601.D)
mAU | o q’q
3 &
[
1400 “w-
1200 | |
1000 ‘ ‘
800 | |
600 ‘ ‘
400 | ks
|
g sl
200 ;@M \I
/\ iR
0 4 — o sz el oll Mo
I T 1 I T
0 2 4 6 a 10 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *3 [mAU ]
ok | iy | R U R : JU A S S s Sty M
1 8.621 MM 0.1572 1196.18567 126.86227 5:5587
2 9.218 MM 0.2122 2.03229e4 1595.91174 54.4413
Totals : 2.15191e4 1722.77401
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VWDT A, Wavelength=254 nm (Y5-20141226 2014-12-26 12-35-25\063-0101.D)

mAU 2
§ o
500 g
?_\G
A%
)
400+ 8 N
b &
racemate e
fi
Il
300 I
[
200 ‘ ‘
[
100 i
A
[
[\
i B e e e o e e o SENE M. O sl I \L.,, i il
0 2,‘5 ‘5 7,‘5 1IO 12‘,5 1‘5 1TI 5 Z‘D 22‘ 5 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU s [mAU ] %
S e e I e o = s L I bl L iy v I
1 15.630 MM 0.3344 1.06855e4 532.51013 51.6138
2 20.901 MM 0.4€14 1.00173e4 361.87399 48B.3862
Totals 2.07027e4 894.38412
VWD1 A, Wavelength=254 nm (YS-20141226 3014-12-26 12-35-25\064-0201 D)
mAU 5 ®
48
4004 % 7.\'\@
v
350 |
300+ | |
NO, | ‘
2504 ‘ |
200 | ‘
150 ‘ |
3 A
100 & |
3 A ot
50 4 -
N |\
[ I
il psse e e e AN i k_ﬁ
T T T T T T T T T
0 25 5 7.5 10 125 15 1rh 20 225 min
Peak RetTime Type Width Area Height Rrea
# [min] [min] mAU *s [mAT ] %
____‘ _______ \____l _______ S P TE T  er | S |
1 15.659 MM 0.3347 773.58728 38.51691 ©6.1487
2 20.897 MM 0.4656 1.18076e4 422.70999 93.851:
Totals 1.25812e4 461.22690
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VWD1 A, Wavelength=254 nm (20150112-2 2015-01-12 17-46-16\071-0101 D)
mAU ] @ 2
i 2
1600 il ?‘1‘
I |
1400 | |
1200-] ‘ ‘ ‘ ‘
1000 racemate ‘ ‘ | |
00 ‘ ‘ ‘
600 ‘ ‘ | |
400 ‘ | | |‘
\
200 | ‘I [ |
i [
SR [\
i N . L . o
2‘ Lli Eli é Wb 1‘2 1‘4 mir
Peak RetTime Type Width Area Height Area
* [min] [min] mAU *s5 [mAU 1 %
s e B it natey [ [ |
1 9,383 VB 0.2556 2.76536ed4 1724.02222 48.3661
2 11.589 VB 0.2819 2.95220e4 1658.77588 51.6339
Totals 5.71756e4 3382.783810
VWDT A, Wavelengin=254 nm (20150112-2 2015-01-12 17-46-161072-0201.0)
mAU = o
[ 2
1400 Tl '9\
la
1200 |‘
1000 | |
500 ‘ ‘
600 | |
400 |‘ ‘l
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200+ 8 ||
3 [ |
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B _ Bt S & ey (I S s s |
0 2 i 6 i 10 12 14 min
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *3 [mAU ] %
Gt R s Lt B e lerzmramaas | ===manam |
. 9.380 Vv 0.2054 1245.38440 90.13348 5.0589
2 11.538 MM 0.2656 2.34473ed4 1471.58655 94.9411
Totals 2.46967e4 1561.72003
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VWDT A, Wavelength=254 nm (20150112-3 2015-01-12 18-21-271061-0101.D)
mAU .S
700 %
600 ‘
v ‘ B
-
500 Ph f
racemate H
400 ‘ ‘ |||‘
300 ‘ ‘ ‘ |
200 ‘ ‘
| | [
100] [ |
| [
| i (|
(Y ]\
e s o g N il Npmee
T T T T T T T T
i 2 4 6 8 10 12 14 16
Peak RetTime Type Width Area Height Area
4 [min] xS [mAU ] %
e bt (e === s P - | |
1 10.764 0.2068 9999.89648 741.90961
2 14.707 VB 0.2861 9662.35449 517.78040 49.141e¢
Totals : 1.96623e4 1259.69000
VWD A, Wavelengih=264 nm (201501123 2015-01-12 18-21-271062-0201 D)
mAU x .2
1000 ? &
(il
300 ||
600 ‘ |
400 | |
200 9 [ |
S |
o [
i | A
A L
0 e i L — SR
I T T T T T T T
0 2 4 6 8 10 12 14 16
Peak RetTime Type Width Lrea Height Area
# [min] [min] mAU *5 [mAU ] %

T X@iraz NV 0.2124 1220.55969 87.441
2 14.e74 MM 0.3195 1.96079%e4 1022.880

Totals : 2.08284e4 1110.32271

30




VWD1 A, Wavelengih=250 nm (¥S\YS-0308000010.D)
mAU @
Ph %
0N \
0
3004 S a
O | &
o
o Yo i
250 | i
racemate ||
200 ‘ | | ‘
150+ | | ‘ |
100 | | | ‘
N a
| |
50| 1) [
(1 .
[\ Al
Bl e e G T / 3\ [\ I \
] v = s i <! AN N |
T T T T T
0 5 10 15 20 25 mir
Peak RetTime Type Width Area Height Area
# [min] [min] [mMAU*s] [mAU] %
7777' 7777777 I7777| 7777777 R e i | i ‘
1 21.563 VB 0.4891 1.05084e4 339.66769 52.4064
2 26.305 VW 0.5688 9543.38086 266.73843 47.5936
Totals 2.00518e4 606.40613
VWOT A, Wavelength=250 nm (V\5-0308000077.0)
mAU 2 &
e
175 Ph 4
W
o ks
X
=l QL0 |
0" o
1251 “ H
100 ‘ ‘
754 ‘ |
| "
)
] 8
50 | ‘ % i
! | &»‘@
25 I | il
/
L |\
IR eSS | MaER SESE e
—————————————————————————— —
0 5 10 15 20 25 30 min
Peak RetTime Type Width Area Height Area
3 [min] [min] [MAU*5] [mAU] %
7777' 7777777 \7777‘ 777777 R e R R B | SR |
1 21.690 MM 0.5086 5629.55420 184.46404 84.1409
2 26.484 MM 5825 106107373 30.36044 15.8591
Totals 6690.62793 214.82447
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VWD1 A, Wavelength=250 nm (¥S\YS-0308000008.D)
mAU =2
Ph ' 8
o | <
175 l‘
A ‘ |
\ I
150 | SN ‘
racemate ‘
125+ | |
100 | |
75 ‘ ‘
50 | |
||
25 | II
|
A\ '
0] - /\\_ i weseacesgoma e sms = . |JI S o
—————r—r——— T B S e
0 5 10 15 20 25 30 35 i
Peak RetTime Type Width Area Height Area
3 [min] [min] [MAU*5] [mAU] %
e e o e e fis=====s |
29.770 VB 0.6571 8418.92383 198.80583 89
2 36.108 BV 0.7324 8454.87305 180.65617
Totals : 1.68738e4 379.46201
VWD1 A, Wavelengih=250 nm (YS\¥S- 0308000000 D)
mAU o
&
Ph #
250+
0N I
X
\ ||
200+ [O e ‘
|
150 | ‘
100+ ‘ |
i R
e | |
50 & | |
\II' |
I ||
o4 S o VOO . S SRS o e
T T T T T T T T
1] 5 10 15 20 25 30 35 mir
Peak RetTime Type Width Area Height Area
# [min] [min] [MAU*5] [mAU] %
L' b i By e o iR i i s |
1 29.768 BB 0.6570 1953.84619 46.14787 13.3270
2 36.213 BB 0.7446 1.27070e4 265.58282 86.6730

Totals : 1.46608e4 311.73069
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3C

Table 1 Crystal data and structure refinement for 3C.

Identification code 3C

Empirical formula C,5H49CIN,O
Formula weight 398.87
Temperature/K 303.9

Crystal system monoclinic

Space group Cc2

a/A 21.832(2)

b/A 5.1765(5)

c/A 18.5849(19)

o/° 90

B/° 103.747(2)

v/° 90

Volume/A3 2040.2(4)

Z 4

Pcaic8/cm? 1.299

p/mm-t 0.206

F(000) 832.0

Crystal size/mm?3 0.1 x0.06 x 0.04
Radiation MoKa (A =0.71073)
20 range for ata

collection/? 4.512 t0 52.036
Index ranges -26<h<26,-6<ks<5,-22<1<22
Reflections collected 18832

Independent reflections (?).7066606][Rim = 0.0707, Rsgma =
Data/restraints/parameters 3766/73/300
Goodness-of-fit on F? 1.064

Final R indexes [I>=20 (I)] R, =0.0650, wR, = 0.1376
Final R indexes [all data] R; =0.1098, wR, = 0.1556
Largest diff. peak/hole / e A3 0.18/-0.20

Flack parameter 0.14(5)
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Table 2 Fractional Atomic Coordinates (x104) and Equivalent Isotropic Displacement
Parameters (A2x103) for 3C. Ue, is defined as 1/3 of of the trace of the
orthogonalised U, tensor.

Ato

o X y z U(eq)
CI 3533.0(9) 9493 (6) 6560.2(8) 111.3(9)
01 2766.2(15) 6258 (8) 2019.9(17) 51.7(10)
N1 3773.9(17) 4284 (11) 2207 (2) 51.5(13)
N2 4359.8(19) 4553 (14) 2689 (2) 66.6(15)
Ci 3376 (2) 6034 (12) 2401 (2) 45.6(14)
Co 4298 (3) 6438 (15) 3149 (3) 64.7(18)
C3 3681 (2) 7416 (13) 2989 (3) 50.7(15)
ca 3382 (2) 9628 (13) 3286 (2) 50.4(13)
C5 2714 (2) 9741 (14) 2839 (2) 54.4(14)
C6 2444 (2) 8276 (11) 2277 (2) 47.1(14)
C7 4858 (3) 7290 (20) 3727 (4) 99 (3)
c8 3424 (2) 9553 (12) 4113 (2) 46.0(13)
C9 3770 (3) 11313 (14) 4577 (3) 66.0(17)
C10 3809 (3) 11317 (16) 5332 (3) 76.1(19)
C11 3491 (3) 9505 (17) 5615 (3) 66.0(18)
C12 3140 (3) 7657 (15) 5174 (3) 67.4(18)
C13 3105 (3) 7708 (14) 4422 (3) 60.9(16)
cla 1792 (2) 8410 (12) 1841 (3) 50.3(13)
C17 559 (3) 8821 (15) 1024 (3) 75.6(18)
C20 3684 (2) 2386(12) 1635 (3) 49.2(14)
C21 3118 (3) 2089 (14) 1134 (3) 61.9(17)
Co92 3050 (3) 221 (15) 601 (4) 74(2)
c23 3542 (3) -1362(15) 554 (4) 77 (2)
coa 4106 (3) -1065 (16) 1060 (4) 85 (2)
C25 4182 (3) 787 (16) 1600 (4) 74(2)
C15 1522 (6) 10790 (30) 1725 (7) 65 (3)
C16 899 (7) 11010 (40) 1335(9) 80 (4)
c18 876 (7) 6420 (40) 1093 (10) 84 (5)
C19 1507 (6) 6190 (40) 1505 (8) 64 (3)
C26 1292 (4) 9290 (30) 2169 (5) 62 (3)
Co7 677 (5) 9420 (30) 1762 (6) 70 (4)
Co8 990 (5) 7980 (30) 712 (6) 66 (4)
C29 1604 (5) 7800 (30) 1118 (5) 62 (3)
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Table 3 Anisotropic Displacement Parameters (A2x103) for 3C. The Anisotropic

displacement factor exponent takes the form: —2mw2[h2a*2U; +2hka*bxU;o+:-

1.
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Table 4 Bond Lengths for 3C.

Atom
CH
01
01
N1
N1
N1
N2
C1
Cc2
Cc2
C3
C4
C4
Ch
C6
C8
C8
C9
C10
C11

Atom
C11
C1
C6
N2
C1
C20
Cc2
C3
C3
C7
C4
Ch5
C8
C6
C14
C9
C13
C10
C11
C12

Length/A
.737

1 (
1.356(
1.405¢(
1.383¢
1.362(
1.426(
1.325¢
1.342¢
1.403 ¢
1.488¢(
1.489(
1.500¢
1.518¢
1.312¢
1.461(
1.355¢
1 (
1 (

1

1

Table 5 Bond Angles for 3C.
Ato Ato Ato

m

C1
N2
C1
C1
c2
O1
C3
C3
N2
N2
C3
C1
C1

m
O1
N1
N1
N1
N2
C1
C1
C1
c2
C2
C2
C3
C3

m
C6
C20
N2
C20
N1
N1
O1
N1
C3
Cc7
C7
C2
C4

Angle/°

113.
119.
108.
132.
105.
121.
128.
110.
111.
119.
128.
104.
122.

w W W U oy N O O O W P o W
g o3 oy O b 01 U1 01O D D
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nNo

Cc20
C20
C21
ca2
Cc23
C24
C15
Cc18
C26
C28

Ato Ato

m
c12
C11
c12
C15
C15
C19
C26
C29
C29
C16
C28
C21
c21

m
C11
c12
C13
Cl4
Cl4
C14
Cl4
Cl4
Cl4
C17
C17
C20
C20

Atom

C13
C15
C19
C26
C29
C16
Cc18
ca27
C28
C21
C25
ca22
C23
C24
C25
C16
C19
car
C29

Ato

Ch
C13
C8
C6
C19
C6
C6
C6
C26
C18
car
N1
C25

=

= T = T =S

P = T = T S

Length/A
1.383

.361
.384
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Cc3
C4
C4
C4
Cc5
C6
C6
C6
c8
C8
C8
C9
c10
C11

0 C11

C4
C5
C8
C8
C4
C14
O1
C14
C4
C13
C4
C10
C9
Ch1
C12

133.
106.
115.
112.
127.
110.
122.
127.
121.
117.
121.
122.
118.
119.
121.
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Table 6 Torsion Angles for 3C.

A B
Cl1 Ct
C1
C1
C6
C6
C6
C6
N2
N2
C1
C1

N2 N1
N2 N1
N2 N1
N2 N1
N2 C2
N2 C2
C1 Of
C1 Of

C D
1C12C13
C3 C2
C3 C4
C14C15
C14C19
C14C26
C14C29
C2 C3
c2 C7
C3 C2
C3 C4

C20C21C22
C20C25C24

C1 Ot
C1 C3
Ca20C21
C20C25
C3 Ct
C3 C4
C6 C5
Co Cl14

179.
-178.
-4.
-146.
27.
149.
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A
Cb
C5
C6
C6
C6
C6
C6
C6
C7
Cc7
C8
C8
C9
C9
C9
C10
C11
C13
Cl4
Cl4
C17

C20
C21
ca2
Cc23
C24
C25
C15
C16
Cc18
C19
C26
ca7
C28
C29

N1

C20
C23
C24
C23
C20
C16
c17
c17
C18
C14
C26
C29
C28

B C D
C6 C14C26
C6 C14C29
01 C1 N1
01 C1 C3
C14C15C16
C14C19C18
C14C26C27
C14C29C28
c2 C3 Ci
C2 C3 C4
C4 C5 C6
C9 C10C11
C8 C13C12
C10C11 QI
C10C11C12
C11C12C13
C12C13C8
C8 C9 C10
C15C16C17
C26C27C17
C18C19C14

Angle/’
-30.0(1

148.8
-176.2

-178.0(
179.7(
-179.8(
-178.6(
177.4(

1)
(9)
(5)
6(7)
11)
11)
11)
11)
7)
1(11)
-129.6(6)
-0.1(10)
-0.2(9)
-179.8(5)
9(11)
-1.4(10)
0(9)
-0.3(9)
4(2)
4(2)
(2)

1



C1 N1
C1 N1
C1 N1
C1 C3
C1C3
C2 C3
C2 C3
C3 C4
C3 C4
C3 C4
C4 Cb5
C4 C5
C4 C8
C4 C8
C5 C4
C5 C4
C5 C6
C5 C6

N2 C2
C20C21
C20C25
C4 C5
C4 C8
C4 Cb5
C4 C8
C5 C6
C8 C9
C8 C13
C6 Ot
Cé6 Cl14
C9 C10
C13C12
C8 C9
C8 C13
C14C15
C14C19

C17C28C29C14
C20N1 N2 C2

C20N1 C1 Of

C20N1 C1 C3

C20C21C22C23
C21C20C25C24
C21C22C23C24
C22C23C24C25
C23C24C25C20
C25C20C21C22
C15C14C19C18
C16C17C18C19
C18C17C16C15
C19C14C15C16
C26C14C29C28
C27C17C28C29
C28C17C27C26
C29C14C26C27

Table 7 Hydrogen Atom Coordinates (Ax104) and Isotropic Displacement Parameters
(A2x103) for 3C.

Atom
H4
H5
H7A
H7B
H7C

X

3594
2460
5226
4793
4916

y

11208
11002
6395
6904
9115

39

3184
2976
3661
4208
3684

U(eq)

61
65
149
149
149



H9
H10
H12
H13
H17A
H17
H21
H22
H23
H24
H25
H15
H16
H18
H19
H26
H27
H28
H29

3990
4051
2929
2863
151
135
2780
2663
3493
4443
4567
1753
706
666
1721
1388
353
886
1907

12565
12548
6393
6477
9026
8946
3155
22
-2615
-2135
964
12256
12623
4965
4618
9790
9892
7513
7208

Table 8 Atomic Occupancy for 3C.

Atom

H17A
H15
Cc18
H19
ca27
H28

o O o o o

Occupancy

H17
C16
H18
C26
H27
C29

Atom

Occupancy

40

o O O o o

4382
5638
5377
4117
735
779
1156
263
186
1036
1942
1907
1279
862
1549
2664
1982
214
879

Ato

C15
H16
C19
H26
C28
H29

O O O O o o

.445 (9
.445 (9
.445 (9
.555(9
.555(9
.555(9

Occupancy

79
91
81
73
91
91
74
88
92
102
89
78
97
101
76
74
84
79
75



