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1.'H, *C, IR, and HRMS Spectra
Compound 18
'H NMR

4.06

2.38

5500

5000

4500

4000

3500

3000

2500

2000

1500

1000

500

~-500

T
10.5 10.0 9.5

13C NMR

—_— 1

210

200 140

6.0

T
5.5 5

f1 (ppm

.0
)

FEsnnn

F0000

[Frsonn

70000

FEs000

FEannin

S5000

[F=0nnn

45000

[F4annn

F3snnn

30000

25000

20000

- 1000

[ Lannn

000

-

[=-S000




110 —
%T
100 —
90 —
LA
70 —| !
60 — o 1 g3
50 —
40 —
30 —
LI e
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750
1IDC045 l/cm
HRMS
IDCO45 MW=39587 EPSRC Mational Facility Swansea Diana Castagna
C19H15CIN402S LTQ Orbitrap XL 21/11/2013 13:06:16
(MeOHYMeOH + NH4OAc
10 399.0678 ML:
9.99E5
a9 STRWAT151-OJ-HNESP#77-
8 97 AT:1.46-1.74 AV:20T:
3 FTMS + p NSI Full ms
-E 7 o [200.00-4000.00]
[
[ =
35
24 401.0646
o 3
& 400.0710
2
i 402.0679
o 399.0677 ML:
10 1.35E4
9 C1aHis CINg O2 SH:
8 Theoretical Isotope Model: [M+H]+ CiaHyg Cly Ny O3 54
(M-H} p (gss, s /p:40) Chrg 1
7 R: 100000 Res .Pwr . @FWHM
[
i
4 401.0646
3 400 0705
2 A
" 402.0675
| 404.0640
0 LA LARAN AR LLLAS| T T LLARAN LRI RALLS ARL | T LAl R RAARY WAL RAAA) R LARAN LA
398 400 402 404 406 408 410



Compound 22
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IR of 22
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Compound 25
'H NMR
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IR of 25
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Compound 26
'H NMR
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IR of 26
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Compound 27
‘H NMR
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IR of 27
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Compound 28
‘H NMR
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IR of 28
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Compound 29
‘H NMR
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IR of 29
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Compound 38
‘H NMR
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IR of 38
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Compound 39
'H NMR
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IR of 39
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Compound 40
‘H NMR
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IR of 40
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Compound 41
‘H NMR
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4.14
4.14
4.12
4.10

/
¥

—3.60

133
Z125

123

1
H NMR
RRRIINR
NRRNNNNN
N N
JOUH
Me O\ll3 OEt
Me
© 50
Me Me
! |
| |
T
g 8%

2.00 =

1247=

281 =

6E+08

6E+08

5E+08

4E+08

4E+08

4E+08

 3E+08

2E+08

r2E+08

r 2E+08

r 1E+08

5E+07

r-5E+07

T
10.0 9.5 9.0 8.5 8.0 7.5 7.0

13C NMR of 50

171.04

83.27

L

60.22

2.5

40.73

13.65

200 190 180 170 160 150

100
f1 (ppm)

0.0

3E+08

3E+08

 3E+08

3E+08

3E+08

2E+08

2E+08

2E+08

2E+08

2E+08

1E+08

r 1E+08

r1E+08

8E+07

[ 6E+07

r4E+07

2E+07

27



IR of 50

— 'S99 |
—88'20L L
—Sv9vL L
—c0'582 | ©
—c0'2T8 3
—rg2s8 B
—1T'168 B
——16056 -
——rE996 S
——86'200T =]
——66620T | =
——12'820T -
——Ev'660T
—98'TYTT
=3
——6L16TT S
—z ]
€2'eT2T N
—v6'LYZT B
—60'T22T L
—vz12eT -
——68'25€T -
o
I-S
<
—s2z'62vT | <
—S0'68VT B
I o
-—02'909T -3
| —
—80°2ELT B
=3
S
@
| <
I o
IS
S
| «
=3
-9
3
|
I o
o
@
| «
—10'9262
—60'8L62 B
=3
o
I
L ™
=)
o
©
| ™
I o
=3
rrrr]yrrrrryrrrryrrrrprrrrpr T T T T T T MW
= o o o o o =3 o
< > @ ~ © r) <+ ®

1/cm

IDCO4aiv

!B NMR of 50

350

300

250

200

150

r 100

r-50

85°0€ —

-15 -20 -25 -30 -35 -40 -45

0 -10
f1 (ppm)

40 35 30 25 20 15 10

45

28



HRMS of 50

NDC04av MW=2007 EPSRC National Facility Swansaa Diana Castagna
(DCMyMaOH + NH40AC LTQ Orbitrap XL 23/05:2013 12:02:57

STRWAT093-OV-HNESP #36-47 RT: 0.85-1.16 AV: 12 SM:7G NL: 7.68E6
T: FTMS + p NSI Full ms [120.00-2000.00]

291.1766
&
o
=
o
=
=
=
o
4
o
>
5
)
(v
290.1803
E 292.1798

153

103

53

G n T T T T T T T T T T T T I T T T T 1 I| T T T T T T T T L) T T T T T
288 289 280 291 292 293 294 295 296 297



Compound 51
‘H NMR
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HRMS of 51
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Compound 52
‘H NMR
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IR of 52
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Compound 53
‘H NMR
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IR of 53
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IR of 58
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Compound 59
‘H NMR
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Compound 60
'H NMR
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Compound 61
‘H NMR
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IR of 61
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Compound 64
‘H NMR
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'B NMR of 64
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Compound 65
‘H NMR
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IR of 65
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Compound 66
‘H NMR
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IR of 66
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Compound 68
'H NMR
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IR of 68
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Compound 70
‘H NMR
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IR of 70
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Compound 72
‘H NMR
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IR of 72
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Compound 73
‘H NMR
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IR of 73
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Compound 74
‘H NMR
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IR of 74
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Compound 75
‘H NMR
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IR of 75
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IR of 76
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Compound 104
‘H NMR
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Compound 122
‘H NMR
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IR of 122
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Compound 127
‘H NMR
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IR of 127
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HRMS of 127

Spactrum KT 4.84, Paak [1], Targst Mass 393.06T7TF
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Expanded Spactrum BT 4.84, Paak [1], Target HMass 3990877

El—mm

Measured Mass Calculated Mass Error (mDa)  Error (ppm) Formula [M+H]*
399.0680 399.0677 0.3 0.8 CiaH1eCIN4D:S




Compound 128

'H NMR
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IR of 128
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HRMS of 128

Spectrum KT 5.09, Paak [1); Target Mass 399.067T
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Compound 130
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IR of 130
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HRMS of 130

Spactrum RT 4.87, Paak [1], Targst Mass 379.1233
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Expanded Spactrum BT 4.87, Peaak [1], Target Mass 379.1223

Measured Mass Calculated Mass Error (mDa)  Error (ppm) Formula [M+H]*
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79



Compound 131

'H NMR
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IR of 131
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Bruker maXis Impact: | C-MS SmartFormula Report

Analysis Info Acquisition Date 24/1002014 16:01:23
Analysis Name C:\Data\Data\N34272-64-8_1-A.9 01_1123.d

Method lems pos 50-1000.m Operator Spectroscopy
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Compound 132

1
H NMR
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E NMR of 132
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HRMS of 132

Spectrum KT 4.61, Paak [1); Target Mass 383.0973
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Compound 133
'H NMR
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HRMS of 133

Spectrum RT 4.95, Paak [1], Targst Mass 379.1233
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Expanded Spectrum RT 4.95, Peak [1], Target HMass 379 13233

Measured Mass
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Calculated Mass  Error (mDa)
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Formula [M+H]*
CzoH1sM40O25
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Compound 134

'H NMR

o o o o o o o o

o o o o o o o o o

o o o o o o o o o

n o wn (=] wn o wn o o

< < ™ ™M o~ ~N — — n o

Il Il Il Il Il Il Il Il Il Il
se7— 3 992
6re— J 507
S0 — MJ 69T
699
or'9
€89
€89 =880
H.w €60
60°L .
e 060
8L
et > B60
09t 81
09z 160
5 : o
9L \
8L
gL { =

[0}
z J
z —z
\ 3
N "

MeO

2.5 2.0 1.5 1.0 0.5 0.0

3.0

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
f1 (ppm)

9.0

9.5

13C NMR of 134

o o o o o o o o o o o o
o o o o o o o o o o o o o o o o
o o o o o o o o o o o o o o o S
o @ O < o~ o @0 O < o~ o o o o o ~
o® o~ o~ o~ o~ o~ — — — — — 5] o < ~N o l
Il Il Il Il Il Il Il Il Il Il Il Il Il Il Il Il Il
1971 — —_—
586 — -
2855 — —_
2906 — - -
L6 — -—

SOTIT— - =

48334

(1611 —_

o611/ ]

8g°eet \ —

vover /e -

sszen

ETLET _

Sh8eT — p—

z56e1 B

18261+~ 1

8L561 "

9z LT — E—

01291~ B

L2691~ p—

210 200 190 180 170 160 150 140 130 120 f1%10 ) 100 9 8 70 60 50 40 30 20 10
ppm

220

88



IR of 134
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HRMS of 134

Spectrum KT 4.59, Paak [1], Target Mass 395,11732

T

Expanded Spectrum BT 4.59, Peak [1], Target Mass 395.1173
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Compound 135
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1 NMR of 135
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HRMS of 135

Bruker maXis Impact. LC-MS SmartFormula Report

Analysis Info Acquisition Date 2401072014 14:56:54
Analysis Name C:\Data\Data\N34272-64-2_1-A,3_01_1117.d

Method lems pos 50-1000.m Oiperator 5

Sample Mame N34272-84-2 Instrument / Ser malis impact 282001.0
Comment o101

Acquisition Parameter
Sounce Type =] Scan Begin 50 miz
lon Polartty Positive ‘Scan End 1000 miz

+MS, 5.2-5.3min

Rt
<A 52 S TS
P
u-
u-

11

“'
R R e T " THA e
Meas. miz # lon Formula miz_err [ppm] mSigma # Sigma Score rdb e Conf N-Rule

3830879 1 CI1SHIEFN402S 353.0573 16 15,3 1 10000 135 even ok

Measured mass should be within +5 ppm of target mass
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Compound 136
‘H NMR
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IR of 136
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NIDCO36 MW=3647 EPSRC Maticnal Facility Swansea Diana Castagna
C19H16N4025 LTQ Orbitrap XL 05/08/2014 13:25:55
(MeOH)MeOH + NH4OAc
10 365.1070 ML:
4 43E6
9 STRWAT302-0OE-HNESP#36-
8 40 RT-0.83-0.94 AV-5T:
FTMS + p NSI Full ms
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g6
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24
2 3
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2
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b
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10 178E4
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8 CiwpHiz Ng 0254
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5
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2 .
1
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3645 365.0 365.5 366.0 366.5 367.0 I67 .5 3680 685
mJ/z
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Compound 137
'H NMR
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IR of 137
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IR of 146
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IDC029.3B MW=3637 EPSRC National Facility Swansea Diana Castagna
{MeOH)/MeOH+DEA LTQ Orbitrap XL 09/10/2013 15:03:27
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1003 3.26E6
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k- E
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Compound 147

'H NMR
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IR of 147
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Compound 148
'H NMR

gREroo=:

Sl ol it

ERERATE

e

et

Q000

[FEsnnn

[F=annn

F45nnn

F4annin

F3snnn

-3annn

25000

[F2annn

[-L5000

[-Lannn

=000

11

[~

=~ 4K

10.0 LE-] w0 0% a A5 &0

13C NMR of 148

4.0

—_—

a.0

FiE-05

FIL=0%

L]

F=onnn

-

200 180 180 120 LGl 130 140

120

T
110

T
]
1 (ppm]

50

102



IR of 148
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Compound 149
'H NMR
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IR of 149
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HRMS of 149

Spectrum KT 4.19, Pasak [1), Target Mass 285.0592
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233 e MG B 450 A0 453 SE0 483 BO0 K30 4D A0 BAG S50 400 S=3 AS0 AA3 70D T34 THE MEG TAG B0 A0 B S0 BED O B34 S0
=

Expandad Spactrum BT 4.19, Peak [1], Tearget Mass 2850692

.
i ‘
Measured Mass Calculated Mass  Error (mDa) Error {ppm) Formula [M+H]*
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283.0692 0.1

0.2 CasHiaN2025
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Compound 150

'H NMR
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IR of 150
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Compound 151
‘H NMR
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IR of 151
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Compound 152
‘H NMR
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IR of 152
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Compound 153
'H NMR
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IR of 153
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Compound 154
'H NMR

cl N

154

40000

2.39

38000

36000

34000

32000

30000

28000

26000

24000

22000

20000

18000

16000

[ 14000

12000

10000

8000

6000

4000

2000

1.00-%
3.601
2499

2377 —

9.5 9.0 8.5 8.0 7.5

0.94=
~ 0927~
0.99=

=)
o
«n

13C NMR of 154

3.0

2.5 2.0 1.5 1.0 0.5 0.0

] 5500

3000

oso0

-

k500

115



IR of 154
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HRMS of 154

Spactrum BT 611, Paak [1], Targst Mass 395.06168
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Expanded Specirum BT 8.11, Peak [1], Target Mass 395 0818
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Measured Mass
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Calculated Mass
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Error {mDa)

0.1

Error (ppm)
0.3

Formula [M+H]*

Cz1H1eCINz0:5
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Compound 169
'H NMR
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IR of 169
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Compound 170

'H NMR
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IR of 170
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HRMS of 170

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acquisition Date 2201002014 08:12:10
Analysis Mame C\Data\DataM34272-50-5_1-A.8_01_1070.d

Method lcms pos 50-1000.m Operator Speciroscopy

Sample Mame N34272-50-5 Instrament { Ser malss impact 282001.0
Comment 0101
Acquisition Parameter

Sournce Typs ES Scan Begin 50 miz

lon Polarity Positive ‘Han End 1000 miz

+M35, 6.1-6_2min

e
<M, BT i JoT -T2
g1
“-
AT
M-
M-
u_
1
I TP Y § & i ne o m TI0
Tie aw 0 a0 480 S0 0 70 s e ma
Meas. miz # lon Formula miz_em mSi #Sigma Score rdb e Conf N-Rule
70628 1 CITHIGCINZOZS 3470616 29 249 1 10000 10.5 ewen ok
36000440 1 CITHISCINZMaOZS 369.0435 1.5 L ] 1 10000 10.5 ewen ok

Measured mass should be within £5 ppm of target mass
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Compound 171

1
H NMR
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IR of 171

1005 —
%T
99—
97.5 —|
96—
945
93 —| l § % e = |
915 | 3
90— |
88.5 —|
_||||||||I||||I||||I|||||||||||||||||||||||||||||||||I||||I||||I|
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750
iidc002a 1l/em
HRMS of 171
IDCO02A WW=3467 EPSRC National Facility Swansea Diana Castagna
C17H1BCIN2O2S LT Orbitrap XL 1511/2013 21:15:28
{DCM)/MeOH + NH4OAC
347 .0619 MNL:
1005 6.07E7
a0 STRWAT144-OC-HNESP#33-
B[); 58 RT:0.74-1.08 AV 13 F:
2 E| FTMS + p NSI Full ms
g 703 [120.00-2000.00]
3 3
S 603 Observed Data
< 503
2 4] 349.0587
o Juu|
& 3035
PhE 348.0648
104 350.0617
3 |
0
347 0616 ML:
1005 1.39E4
803 C17His CIN2 02 SH:
803 Ciy7H4sCli N2 03 8,
B p (gss, s /p:40) Chrg 1
704 R: 100000 Res .Pwr . @ FWHM
e Theoretical Isotope Model: [M + H]+
502
403 3480585
30
PhE 348.0645
103 350.0616
3 [ . 352.0579
0 AR LAY LAARS AL RARAS RALL RAARS LA RAR] RARRE KLALY KRR RS RS RALN AL RRRAS MARS RAR ML LAALY AR LA | T
344 346 348 350 352 354 356
miz

124



Compound 172

'H NMR
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IR of 172
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HRMS of 172

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acquisition Date 2201002014 08:12:10
Analysis Mame C\Data\DataM34272-50-5_1-A.8_01_1070.d

Method lcms pos 50-1000.m Operator Speciroscopy

Sample Mame N34272-50-5 Instrament { Ser malss impact 282001.0
Comment 0101
Acquisition Parameter

Sournce Typs ES Scan Begin 50 miz

lon Polarity Positive ‘Han End 1000 miz

+M35, 6.1-6_2min

e
<M, BT i JoT -T2
g1
“-
AT
M-
M-
u_
1
I TP Y § & i ne o m TI0
Tie aw 0 a0 480 S0 0 70 s e ma
Meas. miz # lon Formula miz_em mSi #Sigma Score rdb e Conf N-Rule
70628 1 CITHIGCINZOZS 3470616 29 249 1 10000 10.5 ewen ok
36000440 1 CITHISCINZMaOZS 369.0435 1.5 L ] 1 10000 10.5 ewen ok

Measured mass should be within £5 ppm of target mass
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Compound 173

'H NMR
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IR of 173
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HRMS of 173

Bruker maXis Impact: L C-MS SmartFormula Report

Analysis Info Acquisition Date 07/10/2014 DE-35:20
Analysis Mame C-\Data\DatalN34272-36-1_1-A4_01_Da2 d

Method lcms pos 50-1000.m Operator Spectroscopy

Sample Mame N34272-38-1 Insinament | Ser maXis impact 282001.0
Comment 01

Acquisition Parameter
Sounz Type =] Scan Begin 50 miz
lon Polarity Posltive Scan End 1000 miz

+M5, 5.2-5.3min

3-320
] T, 53 S B
=it
H_
al
1 SRp¥0
3
2
1
] 1
B [TAT W] NLELL B RN 'l A L
Meas. miz # lon Formula miz _em mSi #Sigma Score rdb e Conf N-Rule
3090300 1 CASHI2CIN2025  319.0303 07 536 1 100.00 105 even ok

Measured mass should be within £5 ppm of target mass
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Compound 174
'H NMR
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IR of 174
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HRMS of 174

Bruker maXis Impact: | C-MS SmartFormula Report

Analysis Info Acquisition Date 24/10V2014 15:50:43
Analysis Mame C\Data\Data\W34272-64-7_1-A8_01_1122.d

Method lcms pos 50-1000.m Operabor Specitroscopy

Sample Mame MN34272-04-7 Instnement { Ser maXis impact 282001.0
Comment o1
Acquisition Parameter

Source Typs Esl Scan Begin 50 miz

lon Polarity Posltive Scan End 1000 miz

+MS5, 5.2-5.4min
i ST AR I

Meas. miz # lon Formula miz _em mSi #Sigma Score _rdb e Conf N-Rule
00307 1 CISHI2CIM2025  319.0303 1.5 243 1 100.00 105 even ok

Measured mass should be within £5 ppm of target mass

133



Compound 175
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IR of

175
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HRMS of 175

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acquisition Date 2201002014 08:57:33
Analysis Mame C\Data\DataM34272-58-3_1-A8_01_1083.d

Method lems pos 50-1000.m Operator Spectroscopy

Sample Mame N34272-50-3 Insinement | Ser mals impact 282001.0
Comment o101
Acquisition Parameter

Spurce Type E= Sean Begin 50 miz

lon Polarity Posiive Scan End 1000 miz

+M35, 5.2-5.4min

a1 U, A T
xh¥ |
l_
Hipa0a
'_
a-
!_
1
l_
1 miz
Meas. miz # lon Formula miz _em mSi #Sigma Score ndb e Conf N-Rule
300306 1 CASHI2CIMN202S  319.0303 11 36.4 1 100.00 105 even ok

Measured mass should be within £5 ppm of target mass
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Compound 181
'H NMR
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IR of 181
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HRMS of 181

Spactrum KT 4.45, Paak [1], Targst Mass 299.0849

isi

5 ' '
I 1A G GRD J0E T30 0 360 180 300 0 D0 M NS 4R 430 440 A0 S0 A0 130 4D M A HED 43 440 NI MBI TEG TOE A T THD GO 0 B0 B BAS B0 630 S0 0

Expandsd Spactrum BT 4.45, Paak [1], Target HMass 2990849

- i
. T

Measured Mass Calculated Mass Error (mDa)  Error (ppmi) Formula [M+H]*

299.0849 299.0849 0.0 0.0 C1gH1sMNz0:5
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Compound 182

'H NMR
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IR of 182
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HRMS of 182

Bruker maXis Impact: | C-MS SmartFormula Report

Analysis Info Acquisition Date 24/10V2014 15:18:25
Analysis Mame C\Data\DataM34272-64-4_1-A5 01_1119.d

Method lems pos 50-1000.m Operator Spectroscopy

Sample Mame MN34272-04-4 Insinmment | Ser malkis impact 282001.0
Comment o001

Acquisition Parameter

Soume Type E3l San Begin 50 miz
lon Polartty Positive San End 1000 miz

+M5, 5.5-5 5min

32
] i, 5.5 b 0
xil]
&
] L
4
¥
Ly 1
1]
] N ror gurs
B- y —— .y o e e e P B B sl _—. —
1 = a0 40 sio 0 700 o wlo mix
Meas. miz # lon Formula miz e [ppm] m mSmen:l:le[:nan—Rule
Mii1112 1 CIEH19M2035 EEERENE] 0z 1 10000 105 ewen
3650820 1 CIEH1AMZNaD3S 365.0030 0.3 5512 1 10000 105 even oi:

Measured mass should be within £5 ppm of target mass

142



65000

60000
55000
50000
45000
40000
35000
30000
25000
20000
15000
10000
5000

-5000

Compound 183

'H NMR

o't
W V
T /

T —

ov'y
1344 W
jaad
Sty \

999
999
89'9
899
699
699
129
1294
58'9
589
£8'9 1
489
v0'L 1
S0°L 1 W
90°.
L
80°L A
60°L
8U'L—F
0z’L
8S°L
FAN
(2 A

€L
€L
SLL
SLL

OEt

oT'e

=60'€

H/mo.ﬁ
=0T

0T
Mﬁ@m.o

50T
=00'T

3400
3200

0.0

0.5

1.0

1.5

2.0

T —
90°€T —

2.5

3.0

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
f1 (ppm)

9.0

9.5

13C NMR of 183

10.0

S99 —

6T°€6 —

PT'S0T
€501
8T£01
2z L0t
09211
e
60°02T ~_

68'TCT
96'TCT W
Syt

SSLET ~
16°8ET
20°6€T
LLTPT a
YOIy

S9PST —
0T'LST —

L YIT
50°S91T

143

3000
2800
2600
2400
2200
2000
1800
1600
1400
1200
1000
800

600

400

200

-200

200 190 180 170 160 150 140 130 120 f1%10 ) 100 9 8 70 60 50 40 30 20 10
ppm

210

l

220



9E NMR of 183
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HRMS of 183

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acquisition Date 2201002014 DB-46:53
Analysis Mame C/\Data\DataM34272-56-2_1-A5_01_1087.d

Method lems pos 50-1000.m Operabor Specitroscopy

Sample Mame MN34272-50-2 Instrument  Ser maks impact 282001.0
Comment 0101
Acquisition Parameter

Sournce Typs E= Scan Begin 50 miz

lon Polarity Positive ‘Scan End 1000 miz

+M5, 5.6min #337

o Y | D"

T " "™ "SR "M ) e s’ e T ma

Meas. miz # lon Formula miz _err [ppm] mSigma # Sigma Score rdb e~ Conf N-Rule
3310918 1 CITHIGFN202ZS 331.0911 21 450 1 10000 10.5 ewen ok
3530735 1 CITHISFNZNaO0Z5 3530730 1.3 331 1 10000 10.5 ewen ok

Measured mass should be within £5 ppm of target mass
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Compound 184
'H NMR
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IR of 184
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HRMS of 184

Spectrum T 5.47, Pask [1]), Target Mass 327.1182

Iy |
]

S

Expanded Specirum BT 5.47, Paak [1], Tanpet Hass 327.1162

Inlomily | %
L]

Measured Mass
327.1161

Calculated Mass Error (ppm)
327.1162 -0.1 -0.2

Error (mDa) Formula [M+H]*

CieHisMNz0:5

An error of < Sppm indicates that the measured mass is consistent with the proposead

Page 2 of 3

formula.

Contacts: Marco Smith #3727 or Alec Simpson =3732

10/11/2014 14:135:49
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Compound 185

'H NMR
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IR of 185
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HRMS of 185

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acauisition Date 2411002014 150739
Analysis Mame C/\Data\DatzM34272-64-3_1-A4 01_1118.d

Method lems pos 50-1000.m Operator Spectroscopy

Sample Mame N3M272-84-3 Insinement | Ser malis impact 282001.0
Comment o101

Acquisition Parameter
Sounce Type ESl Scan Begin 50 miz
lon Polarity Positive Scan End 1000 miz

+MS, 5.6-5.8min
12 i, 5 Sl 9SG

&3
M_
M1
u_
M-
N,
} | l
“I!llllllllII-III-IIIIIIILlL II-lllllllllllhllIlllllm'l;'r!lII — —
Fr 2t # ) Mo ot o miz
Meas. miz # lon Formula miz e [ppm] mSigma # Sigma Score rdb e Conf N-Rule
31113 1 CIBHISN203E 331N .6 353 1 10000 10.5 eyen ok

Measured mass should be within £5 ppm of target mass
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Compound 186
'H NMR
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19 NMR of 186
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HRMS of 186

Bruker maXis Impact. LC-MS SmartFormula Report

Analysis Info Acquisition Date 2201002014 08:36:08
Analysis Mame C\Data\DatzW34272-50-1_1-A4_01_1086.d

Method lems: pos 50-1000.m Operator Spectroscopy

Sample Mame N34272-58-1 Insinement | Ser malis impact 282001.0
Comment o101

Acquisition Parameter
Spurce Typs E=l Sean Bagin 50 miz
lon Polarity Posiive Scan End 1000 miz

+MS5, 5.9-59min
R
<R, 55-aiimin #eT- 53
~

o X pHY

Meas. miz # lon Formula miz_err [ppm] mSigma # Sigma Score rdb e~ Conf N-Rule
ok

3310917 1 CITHIEFN202E 331.091 18 512 1 10000 10.5 ewen
353.0734 1 CITHISFNZNa0ZS 353.0730 1.1 552 1 10000 105 ewen ok

Measured mass should be within £5 ppm of target mass
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Compound 187
‘H NMR
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IR of 187
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Compound 188
'H NMR
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IR of 188
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it aumn

Measured Mass Calculated Mass Error (mDa}  Error (ppm) Formula [M+H]*
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Compound 189

'H NMR

8 8 8 8 8 8 8 8 8 8 8 o ) o ) S
o

o © O < o~ o @ (=} < o~ o o o o o ~

o® o~ o~ o~ o~ o~ — — — — — 5] O < o~ l

Il Il Il Il Il Il Il Il Il Il Il Il Il Il Il Il

€§T— IL Fooe

869 .

[1Te e

069 /

66'9 me.o

0L~ o

c0r/

€52

SS°L V ot

sl 460

we-r

€L 7

T
o
S
O

OMe

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)

9.0

9.5

13C NMR of 189

2800

2600

2400

2200

2000

1800

1600

1400

1200

1000

800

600

400

200

-200

8EPS —

816 —

0 10T —
6€H0T —

65811
99611 >
9672 —
ereer

£9°LET
£8°LET
£9°0bT "

99°9bT —

6p°EST —

mm.moH
€6'59T >

210 200 190 180 170 160 150 140 130 120 ¢ %10 ) 100 90 80 70 60 50 40 30 20 10
1 (ppm

220

159



IR of 189
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HRMS of 189

Bruker maXis Impact: | C-MS SmartFormula Report

Analysis Info Acquisition Date 24/1002014 15:30:57
Analysis Mame C\Data\DataW3272-64-8 1-A7_01_1121.d

Method lems pos 50-1000.m Operator Spectroscopy

Sample Mame MN34272-84-8 Insimmment | Ser malis impact 282001.0
Comment o001
Acquisition Parameter

Spune Type ESl Scan Begin 50 miz

lon Polarity Positive SCan End 1000 miz

HegaT
A, {44 Emih KT
Pl
M'
regrea
M_
M_
u_
U.:.'.'"'.II...'-.'.-'."." A . — e xw ——— ——— ———
W sto s "o o o mix
Meas. miz # lon Formula miz e mSi #5Sigma Score _rdb e Conf N-Rule
AN507%8 1 CI6HIZN203S 3150738 0.1 20.5 1 10000 10.5 even ol

Measured mass should be within £5 ppm of target mass
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Compound 190

'H NMR
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19 NMR of 190
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HRMS of 190

Spectrumm RT 4.22, Pask [1), Target Mass 303.0598

5 L
138 LA 185 Lk 30a A T M A0 A a0 A 40 O IO WA D A 00 A3 0 WD D ORI THE MO I BED GO0 B0 SE MR RO H HE

Expanded Spectrum BT 4.2, Paask [1], Targst Mass 3030598
10

]
" -
g
. i
Measured Mass Calculated Mass Error (mDa)  Error (ppm) Formula [M+H]*
303.0596 303.0598 -0.2 -0.7 C15H1zFNz0:5

An error of < Sppm indicates that the measured mass is consistent with the proposed
formula.

Contacts: Marce Smith #3727 or Alec Simpson #3732
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Compound 191
'H NMR
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IR of 191

(=
_

9Isl 1 |9I8| 1

Transmittance
9IU| 1 |9l2| | |gl‘1

88

T T T [ T T T T [ T T T T T T T T T [ T T T T T T 1 1 T
4000 3500 3000 2500 2000 1500 1000
Wavenumber (cm-1)

166



HRMS of 191
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Compound 192
'H NMR
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IR of 192
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HRMS of 192

Bruker maXis Impact. LC-MS SmartFormula Report

Analysis Info Acquisition Date 24/1002014 15:28:12
Analysis Mame C\Data\DatzW34272-64-5_1-A8_01_1120.d

Method lems pos 50-1000.m Operator Spectroscopy

Sample Mame NM272-84-5 Insinement | Ser malis impact 282001.0
Comment o101
Acquisition Parameter

Spurce Typs E=l Sean Bagin 50 miz

lon Polarity Posiive Scan End 1000 miz

+MS5, 4.6-4.Bmin
R R 1A A R

8
u_
HEET
M_
od- 1
u-
“-
1 mix
Meas. miz # lon Formula miz e [ppm] mSigma # Sigma Score rdb e Conf N-Rule
50798 1 CI6HISN203S 3150796 -0 2.8 1 10000 10.5 even ok

Measured mass should be within £5 ppm of target mass
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Compound 193

'H NMR

26000

24000

22000

20000

18000

16000

14000

12000

10000

8000

6000

4000

2000

-2000

9T —

9594
8594
6294
0894
789 1
289
789 4
€89
89
589 —
(0L

80°L
oT'L “\
oTLAF

1€
e
€€
veL
vbL
9
8y

=

19
€924

OH

2.5 2.0 1.5 1.0 0.5 0.0

3.0

9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5
f1 (ppm)

10.0

13C NMR of 193

7000
6500

6000

5500

5000

4500

4000

3500

3000

2500

2000

1500
1000
500

r-500

L0°96
20°L6 AS
67°L6

96°£0T
07801

€811
81T W
6v°61T \
06°02T

orger

20'9€T
T9ET
w1/
£9°2bT
99261

95 18T —
69°85T —
Y0 19T —
20°€9T —

90°69T —

210 200 190 180 170 160 150 140 130 120 f1%10 ) 100 9 8 70 60 50 40 30 20 10
ppm

220

171



9 NMR of 193
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HRMS of 193

Bruker maXis Impact: LC-MS SmartFormula Report

Analysis Info Acquisition Date 24/1002014 14:46:10
Analysis Mame C\Data\DataM34272-64-1_1-A2_01_1118.d

Method lems pos 50-1000.m Operator Specitroscopy

Sample Mame N34272-84-1 Insinement | Ser mals impact 282001.0
Comment 01
Acquisition Parameter

Spurce Type ES Scan Begin 50 miz

lon Paolarity Positive Scan End 1000 miz

+MS, 4.9-5.0min

= U, 15 Rt R
prod
o

] S03.p008
15
1%
o5
1

op

1 mix

Meas. miz # lon Formula miz_err[ppm] mSigma # Sigma Score rdb & Conf N-Ruls

303.0586 1 CISHIZFN2C2S 303.0558 0.6 376 1 10000 105 ewven ok

Measured mass should be within £5 ppm of target mass
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Compound 194
‘H NMR
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IR of 194
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HRMS of 194

Spectrum KT 4.19, Paak [1), Target Mass 285.0692

—#ili

Expanded Spactrum BT 4.19, Paeak [1], Tearget HMass 28508932

L
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233 B D BA 450 430 480 SED 483 GO0 B30 T4D WSO Ao S50 400 S50 A5 AED TOD T30 THE TEG T BE3 05 B0 SS0 BED B B34 S0
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e ‘
Measured Mass Calculated Mass Error (mDa)  Error (ppm) Formula [M+H]*

283.0693

283.0692 0.1

Ci1sHyaN20.5
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Compound 196

1
H NMR
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IR of 196
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Compound 197
'H NMR
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IR of 197
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Compound 205
'H NMR
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IR of 205
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Compound 208
'H NMR
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IR of 208
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Compound 209

'H NMR
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IR of 209

110 —
%T
100 —
4 W/
90 —
80 — l
] 2 V] !
] g sl L8
70 — g% a2 "
] EN
60 — B ]
] &g |
i g
50 — - 5}
. i NE
40 — @
30 — i
7 2
20 —
IIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIIII
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750 501
1IDC014.1 1/cm
HRMS of 209
IDCo14 MW=3527 EPSRC Mational Facility Swansea DHana Castagna
ASAP (MeOH) LT Orbitrap XL 26/11/2013 12:36:21
353.9529 NL:
1003 6.51E6
903 STRSWAT154-PJ-HASP#47-
7 85 AT:0.79-1.43 AV:30T:
= FTMS + p APCI corona Full ms
B'DE 351.9555 [100.00-1000.00]
g 705
g o0
2 .3 Observed Data
o 504
2 .3
a 403
o 3
LA 355.9408
203 354.9562
3 3520587
103 l 356.9532
o3 L N
- 353.0534 NL:
1005 9.21E3
003 C 15 H11 BrCINSH:
3 heorati . CuHuzBryClyN, 5,
803 351.9557 Theoratical Isotope Pattam: [M+H}- p (gss, s /p:40) Chrg 1
3 R: 100000 Res Pwr . @FWHM
703
60
503
403
303 355.0505
203 354.9564
3 352.9588
103 ‘ 356.9536
3 ) 3579466
0=t T T T T T T T T T T I| T T T T T T T T T T T T T T T T
350 352 354 356 358 360 362 364
miz

186



Compound 210

'H NMR
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IR of 210
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Compound 211
'H NMR
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IR of 211
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Compound 215

'H NMR
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IR of 215

1701.22-

37.5 —
T T T T T T T T T T T T T T T T T T T T T T T T T T T T I T T T T I T T T T I T T T T T T T T I T T T
4000 3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800
iidc0050 l/em
HRMS of 215
lIDCos0 MW=1767 EPSRGC National Cenire Swansea Diana
ASAP(SOLID) LT Orbitrap XL OF/08/2014 15:3122
1770575 NL:
1005 6.05E7
QQE STAWAT206-PG-HASP#51-56
J AT:1.44158 AV:6 T: FTMS
BDE + p APCI corona Full ms
E [100.00-1000.00]
a 70% Obsarved Data
% oo
2 503
2 A
o 40
L
= 303
203
10;
oAl L J | | ML
177.0580 :
1005 2.05E4
FE C7H1204SH:
E CrH1 015,
803 "n{”“'“"i?m%“u’g' FWHM
3 - 100000 Res Pwr .
0 Theorstical Isotope Pattern: M + H]+ os Pur- @
503
503
403
303
]
103 178.0614 70,0538
3 | | 180.0572
O T s L s Laa R L e
175 176 177 178 179 180 181
mz

192



Compound 216
'H NMR
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IR of 216
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Compound 218
'H NMR
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IR of 218
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2.Bis-pNPP Assay Data

2.1 Bis-pNPP Single Shot Data
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Compound 24
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ompound 29
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Compound 34
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3. LPC Assay Full Curve Data

LPC assays, ATX compounds (Lisa)
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