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A IR spectra

A.1.3 4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.5
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A IR spectra

A.1.5 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-
3-phenylimidazo[1,2-a]pyridine — 3.1

IR spectrum for pure 3.1 from our previous project (for comparison with the spectrum from

procedure B for 3.1 synthesis).!
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A IR spectra

A.1.6 [4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)phenyl]methanol — 3.18
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A IR spectra

A.1.8 N-(3-Ethynylphenyl)propionamide — 3.2
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A.1.9 N-[3-(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
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A IR spectra

A.1.10 N-[(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)methyl]acrylamide — 2.69
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A IR spectra

A.1.12 N-[4-(1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 2.64
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A IR spectra

A.2.2 4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.11
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A.2.4 2-[4-(Chloromethyl)phenyl]-3-(o-tolyl)imidazo[1,2-a]pyridine — 4.8
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A IR spectra
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A IR spectra

A.2.6 N-{2-[1-(1-{4-[3-(0o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}piperidin-4-yl)-
1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.1
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A IR spectra

A.2.8 N-{4-[1-(1-{4-[3-(0o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-
piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.3
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A IR spectra

A.2.10 4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.17
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A IR spectra

A.2.12 2-[4-(Chloromethyl)phenyl]-3-(m-tolyl)imidazo[1,2-a]pyridine — 4.19
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A.2.13 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-(m-tolyl)-
imidazo[1,2-a]pyridine — 4.20
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A IR spectra

A.2.14 N-{3-[1-(1-{4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-
piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.4

VD|I040.2b

1974
2157 1983
oo 2043
2164
2245
| 2357
95.5_
" . " . . i .
4000 3000 2000

Wege!
o

991
a3 1099
141 1248
1614 1338
1674 1444
1479
P — e
1500 1000

Wavenumbers (cm-1)

O

N4
N"N=

1@/@
N=N

606

693

733

A.2.15 4-(6-Methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.22

94-\D1046b

2153

3127

84~

82-

80-

CN 2221

.
3000

. . .
2000

708

813

838

1080
{344 1105
1
1385 1177
1215
1416
1261
1479
1530
1608
T — .
1500 1000

Wavenumbers (cm-1)

859

14



Stellenbosch University https://scholar.sun.ac.za

A IR spectra

A.2.16 4-(3-Bromo-6-methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.25
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A.2.18 4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzaldehyde — 4.27
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A IR spectra
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A.2.19 [4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)phenylJmethanol — 4.28
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A.2.20 2-[4-(Chloromethyl)phenyl]-6-methyl-3-phenylimidazo[1,2-a]pyridine —
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A IR spectra
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A IR spectra
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A IR spectra

A.3.2 6-Amino-1-(piperidin-4-yl)-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.6
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AR

spectra

A.3.4 N-(6-Chloro-2-oxo-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 5.13
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A IR spectra

A.3.6 N-(2-Ox0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 2.60
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A IR spectra

A.3.8 tert-Butyl {2-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
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A IR spectra

A.3.10 tert-Butyl {4-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
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A.3.11 4-(5-Oxo-3-phenyl-5,6-dihydro-1,6-naphthyridin-2-yl)benzaldehyde — 5.14
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A IR spectra

A.3.12 2-[4-(Chloromethyl)phenyl]-3-phenyl-1,6-naphthyridin-5(6H)-one — 5.24

IR spectrum of the recovered crude material, indicating compound 5.23.
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A IR spectra

A.4 References

L. van der Westhuizen, MSc dissertation title: Synthesis of potentially irreversible Akt
inhibitors, Stellenbosch University, 2014.
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B NMR spectra

B NMR spectra

B.1 Chapter 3 compounds

B.1.1 2-(4-Bromophenyl)imidazo[1,2-a]pyridine — 3.9
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B.1.2 4-(Imidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.8
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B NMR spectra
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COSY NMR spectrum
B T

B NMR spectra
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B NMR spectra

B.1.3 4-(3-Bromoimidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.6
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B NMR spectra

B.1.4 4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.5
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B NMR spectra

dazo[1,2-a]pyridin-2-yl)benzaldehyde — 3.3
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B.1.6 tert-Butyl 4-azidopiperidine-1-carboxylate — 3.12
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B NMR spectra
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B NMR spectra

B.1.8 4-Azidopiperidine — 3.4
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B NMR spectra

B.1.9 4-Azidopiperidin-1-ium chloride — 3.17
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B NMR spectra

B.1.10 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-
3-phenylimidazo[1,2-a]pyridine — 3.1

rCé_l:lﬂ NMR spectrum, from procedure A, reductive amination rea
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B NMR spectra

B.1.11 [4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)phenylmethanol — 3.18
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B NMR spectra

B.1.12 2-[4-(Chloromethyl)phenyl]-3-phenylimidazo[1,2-a]pyridine — 3.20
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B NMR spectra

B.1.13 N-(3-Ethynylphenyl)propionamide — 3.2
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B NMR spectra

B.1.14 N-[3-(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)phenyl]propionamide — 2.68
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B NMR spectra

B.1.15 N-(Prop-2-yn-1-yl)acrylamide — 3.23
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B NMR spectra

B.1.16 N-[(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)methyl]acrylamide — 2.69
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B NMR spectra

B.1.17 N-(4-Ethynylphenyl)acrylamide — 3.26
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B NMR spectra

B.1.18 N-[4-(1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 2.64
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B NMR spectra

B.2 Chapter 4 compounds

B.2.1 4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzonitrile — 4.7
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B NMR spectra

B.2.2 4-[3-(0-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.11
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B NMR spectra

B.2.3 {4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]phenyl}methanol — 4.12
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B NMR spectra

B.2.4 2-[4-(Chloromethyl)phenyl]-3-(o-tolyl)imidazo[1,2-a]pyridine — 4.8
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B NMR spectra

B.2.5 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-(o-tolyl)-
imidazo[1,2-a]pyridine — 4.9
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B NMR spectra

B.2.6 N-(2-Ethynylphenyl)acrylamide — 4.14
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B NMR spectra

B.2.7 N-{2-[1-(1-{4-[3-(0-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}piperidin-4-yl)-
1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.1
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B NMR spectra

B.2.8 N-(3-Ethynylphenyl)acrylamide — 4.10
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B NMR spectra

B.2.9 N-{3-[1-(1-{4-[3-(0-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}piperidin-4-yl)-
1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.2
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B NMR spectra

COSY NMR spectrum
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B NMR spectra

HSQC NMR spectrum
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B NMR spectra

B.2.10 N-{4-[1-(1-{4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-

piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.3
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B NMR spectra

B.2.11 4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzonitrile — 4.16
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B NMR spectra

B.2.12 4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.17
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B NMR spectra

B.2.13 {4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]phenyl}methanol — 4.18
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B NMR spectra

B.2.14 2-[4-(Chloromethyl)phenyl]-3-(m-tolyl)imidazo[1,2-a]pyridine — 4.19
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B.2.15 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-(m-tolyl)-

Stellenbosch University https://scholar.sun.ac.za

B NMR spectra

imidazo[1,2-a]pyridine — 4.20
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B NMR spectra

B.2.16 N-{3-[1-(1-{4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-
piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.4
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B NMR spectra

B.2.17 4-(6-Methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.22
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B NMR spectra

B.2.18 4-(3-Bromo-6-methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.25
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B NMR spectra

B.2.19 4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.26
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B NMR spectra

B.2.20 4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzaldehyde — 4.27
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B NMR spectra

B.2.21 [4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)phenylJmethanol — 4.28
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B NMR spectra

B.2.22 2-[4-(Chloromethyl)phenyl]-6-methyl-3-phenylimidazo[1,2-a]pyridine —
4.23
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B NMR spectra

B.2.23 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-6-methyl-
3-phenylimidazo[1,2-a]pyridine — 4.24
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B NMR spectra

B.2.24 N-[3-(1-{1-[4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 4.5
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B NMR spectra

B.3 Chapter 5 compounds

B.3.1 4-(5-Chloro-6-nitro-2-oxo-2,3-dihydro-1H-benzo[d]imidazol-1-yl)-

piperidin-1-ium nitrate — 5.5

*H NMR spectrum
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B NMR spectra

B.3.2 6-Amino-1-(piperidin-4-yl)-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.6
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B NMR spectra

B.3.3 5-Chloro-6-nitro-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.10

-28000

-26000

~24000

~22000

-20000

-18000

~16000

c(s)| |G (m)| 1 (ddd) N (dd)
|7.83 || 728" | 675 2.15 14000

s
4.29 356 |3.05| | 239 | 1.79 12000

-1o0000

A(g)
10.81 |

~8000

~6000

—4000

-2000

m l u L — Lo

0947

- H
g g ':Dnr' g —2000

T T
105 100 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 3.0 2.5 2.0 1.5 1.0 05 0.0

776 cdel3
77.2 cdel3
76.7 cdel3

—G2.7
29.5

-50000

et
=

~45000

~40000

-35000

~30000

-25000

-20000

-15000

-1o0000

~5000

—-5000

150 140 130 120 110 100 a0 80 70 a0 50 40 30 20 10 0
f1 (ppm)

72



Stellenbosch University https://scholar.sun.ac.za

B NMR spectra

B.3.4 6-Amino-5-chloro-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.11
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B NMR spectra

B.3.5 N-(6-Chloro-2-oxo0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 5.13
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B NMR spectra

B.3.6 tert-Butyl [2-ox0-3-(piperidin-4-yl)-2,3-dihydro-1H-benzo[d]imidazol-5-yl]-
carbamate — 5.7
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B NMR spectra

B.3.7 tert-Butyl (2-ox0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)carbamate — 5.8
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B NMR spectra

B.3.8 6-Amino-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.9
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B NMR spectra

B.3.9 N-(2-Ox0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 2.60
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B NMR spectra

COSY NMR spectrum
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HSQC NMR spectrum ‘
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B NMR spectra

TOCSY NMR spectrum
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B NMR spectra

B.3.10 tert-Butyl (2-ethynylphenyl)carbamate — 5.19

NMR.s

IR -

pectrum. ...

348
5

/ s )
C (ddd)
7.33
A(d) B (dd) | E (ddo) F(s) dles)
8.16 742 6.96 | 3.48 1)54
D (s)
7.27

—

-11000

-10000

~9000

~8000

~7000

~6000

~5000

~4000

~3000

~2000

~1000

~-1000

-11000

-10000

-9000

~8000

~7000

~6000

~5000

~4000

~3000

-2000

-1000

-0

Ly b S i :‘
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
C NMR spectrum - = .
i i [ [ SN
1
1]
1
I
| l | ‘|
I il L
50 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm)

—1000

82



Stellenbosch University https://scholar.sun.ac.za

B NMR spectra

B.3.11 tert-Butyl (3-ethynylphenyl)carbamate — 5.18
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B.3.12 tert-Butyl (4-ethynylphenyl)carbamate — 5.20
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B.3.13 tert-Butyl {2-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
521

'H NMR spectrum
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B NMR spectra

B.3.14 tert-Butyl {3-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
5.15
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B NMR spectra

B.3.15 tert-Butyl {4-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
5.22
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NOESY NMR spectrum

B NMR spectra
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B NMR spectra

B.3.16 4-(5-Oxo-3-phenyl-5,6-dihydro-1,6-naphthyridin-2-yl)benzaldehyde — 5.14

'H NMR spectrum
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B NMR spectra

B.3.17 2-[4-(Hydroxymethyl)phenyl]-3-phenyl-1,6-naphthyridin-5(6H)-one — 5.23
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B NMR spectra

B.3.18 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-phenyl-1,6-
naphthyridin-5(6H)-one — 5.25
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B NMR spectra

B.3.19 N-[3-(1-{1-[4-(5-Ox0-3-phenyl-5,6-dihydro-1,6-naphthyridin-2-yl)benzyl]-
piperidin-4-yl}-1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 5.1
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COSY NMR spectrum

B NMR spectra
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B NMR spectra

HSQC NMR spectrum
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C MS spectra

C MS spectra

C.1 Chapter 3 compounds

C.1.1 4-(3-Bromoimidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.6

2 Elemental Compo:

File Edit View FProcsss Help
el & M| g x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
2674 farmula(e) evaluated with 91 results within limits (a1l results (up to 1000) for each mass) W
Elements Used. v
Mass Calc, Mass | cBE_| Formua [iFiT  [i-FiThorm | FitConf% | € | H | B | W | O |MWa|Gér| ~
2979976 297.8977 0.5 C8 HIS B N B2 2200 40.397 & 18 1 1 z =
237,8977 15.5 €13 H N5 O3 Na 210.1 30,472 13 ] 5 3 |
R ! 38.573 7 1 11
297.9982 . . S5 7 H6 B N OID Na 31,177 7 1111
297.998% 1.0 34 135 Cl4 He M O7 2101 30.436 14 17
297.9957 11 37 125 C11HZE2 MO8 2207 41.081 11 2 1 8
297.5984 14 47 105 C12 HS N O7 Na 2100 30.366 12 171
297.8953 -5 B0 -L5  C2HI2 B2 M3 O6 Ma Br 2208 41145 2 12 2 3 & 1 1 b4
WDl 005
MS_Direct_140720_31 26 (01621 Cm (24:43-4:15) 1:TOF M3 ES+
1.26e+005
100+ 2979978
C
% / N
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300.84985
F
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For Help, press F1

C.1.2 4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 3.5

file Edit View Process Help
o slaE 8 Mo
Single Mass Analysis -
Tolerance =800 PPM 7 DBE: min=-1.5, max = 100.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
1613 formulale) evaluated with 87 results within limits (all results (up to 1000) for each mass) B
Elements Used: v
Mass | Calc.Mass | mDa | PPM | DBE | Formula [iFr [iFiTHorm [ FieConfe | € | H [ M| o [ 5 [da] ~
296.1150 296.1181 01 03 65 CIZHENO0ZS 2084 21113 0.00 8 5 2z 1 K|
| 296.1184 5 13 Hz4 M 02 Clz 2152 27.880 24 1 2
1
2361166 1 1 5 Cll Hz2 MO6 5 2069 21.637 0.00 m oz 1 8 1
2361166 14 47 65 €14 HI9 N3 o2 ¢/ Z142  26.880 0.00 4 18 3 2 1
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C MS spectra

C.1.3 4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzaldehyde — 3.3

2 Elemental Compos

file Edit Yiew Process Help
e & M Bl x|
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
182 farmulaie) evaluated with 4 results within limits (all results (up to 10000 for each mass) -
Elements Used v
Mass Calc, Mass mDa | FPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % c | ulnlole
|
2991123 6.8 227 35 Cl4 Hz4 M2 Br  489.4  14.524 0.00 4 24 2 1
299.1283 9.2 a08 95 18 HI9 04 476.3 1409 24,43 18 4
299.1072 1.8 398 145 €21 HIS 02 475.6 0779 45,86 2115 H
WDII29
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For Help, press F1

C.1.4 [4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)phenyl]methanol — 3.18

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1046 farmula(e) evaluated with 33 results within limits (all results (up to 1000) for each mass) W
Elements Used: >
Mass [ Calc. Mass | mDa_| PP | Formula [iFr [iFiThorm | FitConf% | € | H | N | o6 ~
301,1352 301.1351 01 03 .5 €8 Hz6 MG O Br 569.7  27.758 0.00 6 2 6 1
3011359 -0.7 C18 Hzz O 5659 26,923 0.00 19 22 11 k.
1.1 1
301.1337 15 50 .5 C13 Hz7 03 Clz s70.0  28.014 0.00 13 27 3 2
301.1373 21 70 5 €9 HI7 NE 04 5555 13.888 0.00 9 17 8 4
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For Help, press F1
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C MS spectra

C.1.5 2-[4-(Chloromethyl)phenyl]-3-phenylimidazo[1,2-a]pyridine — 3.20

2 Elemental Compor

File Edt View Process Help

Bl@E 8 M Bl X

Single Mass Analysis

~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0 b
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
1194 formulale) evaluated with 43 results within limits (all results (up to 1000 for each mass) B
Elements Used v
Mass | Calc.Mass | mDa | PPM | DBE | Formula [iFr [-FiTHorm [ FieConfe | € | H | M | o |6 ~
319,0993 319.0094 5 O HZ0 MG Br 17.592 0.00 9 0§ 1
" E
319.0384 [i] g 1 C21 HIL M4 23.068 0.00 i 4
319.0981 1.2 38  -1.5 (B H24 Né 04 Br 647.2 16.082 0.00 6 24 4 4 1
319.0980 13 41 45 €14 H21 Nz O2 €Iz 6430 11.865 0.00 4 21z 2 2
319.1013 20 63 -5 €8 H25 Ma B G4B.6  17.474 0.00 8 2 & 11
319.0070 2.3 7.2 135 20 HIS 04 6541 22.983 0.00 0 15 4
319.1016 23 72 105 C10 HI1 NID O3 6537  22.573 0.00 w1 w3
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WDII0ag
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For Help, press F1

C.1.6 N-(3-Ethynylphenyl)propionamide — 3.2

File Edit View FProcess Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =800 PPM / DBE: min=-15, max = 1000
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
100 formulale) evaluated with 8 results within limits (all results {up to 1000} for each mass) 4
Elements Used: v
Mass Calc, Mass mDa | PPM | DBE | Formula iFIT | i-FITHorm | Fit Conf % C H|Nn|oO |
174.0873 2.9 167 25 (& HIZ M3 O3 1026 9708 0.01 6 1z 3 3
174.0838 7.0 402 -15 CHIZNS OS5 1084 15501 0.00 1 1z 5 5
174.0991 83 477 25 CIHIZNS 0Z 1041 11,205 0.00 5 12 5 2
1741031 -12.3 707 65 (10 HIZ N3 938 0895 40,86 w1z 3
174.0780 128 735 75 C(BHEMS 987 578 0.31 8 8 5
wDIN53
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e O
%]
175.0040
re
1180643 196.07149
" | THL030] 450 gg73 1560783 Jreuan |, 2010498 238.0006_240,0567 2622368 2740143 2875033 3081237 3141942 336.1780 343,168 "
R A R L L B L R L B L B L L L L By L LA L B L R LA MY LARAN LA R LA AR LA LN RARAN UL R LARLS LALA LARLE LAY LARAN RALSS WAAAEAARAY SRR AR WL
110 120 120 140 150 160 170 180 190 200 210 220 230 240 250 260 27 280 290 200 0 30 320 340 250
For Help, press F1
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C MS spectra

C.1.7 N-[3-(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)phenyl]propionamide — 2.68

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =800 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
449 formulae) evaluated with 30 results within limits (a1l results (up to 1000) for each mass) 4
Elements Used: >
Mass [ Calc. Mass | mDa | PPM_| DBE_| Formula [iFrT [FIT orm | Fit Conf % [ ~
567, 3003 552.3006 215 C40 H40 N O3 E] 735 2.24
82,2968 €35 HiD |
5822941 62 106 135 C31 HIE NI O3 275 2440 2.71
582.3080 7.7 (132 175 C34 M40 NS 04 277 2616 7.31
582,309 9.1  -156 225 C35 H36 N9 273 2195 11.14
582.2909 9.4 161 265 C42 HIE N3 295 439 1.24
582.3121 -11.8 2003 215 C39 M40 M3 O2 287 3588 277
582.26869 134 230 225 C37THI NSO 282 3102 4.50 b4
WDInss
MS_Direct_141202_20 20 (0.110) Crn (20:21-(4:8+69:115)) 1: TOF M5 ES+
1.68e+003
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For Help, press F1

C.1.8 N-[(1-{1-[4-(3-Phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)methyl]acrylamide — 2.69

file Edit Yiew Process Help
o e s M
Single Mass Analysis ”~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Monoisotopic Mass, Even Electron lons
834 formulaie) evaluated with 35 results within limits (2l results (up to 1000} far each mass) -
Elements Used: >
Mass Calc, Mass mDa | PPM | DBE | Formula PFIT | i-FIT Norm | Fit Canf % C lH |nloler ~
S18.2686 0.8 15 0.5 CI18 H4S N7 OS Br 2832  23.281 0.00 1w 45 7 5 1 E
518.2655 1.9 37 145 (30 HE N3 OF 2634 3.497 3.03 W% 3 S
18,2685 21 41 185 C35 HIE N OF 2611 1124 32,49 I/ 0w 13
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516.2607 67 128 85 €25 H4L N7 Br 2832 23.234 0.00 »’ 41 7 1
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WDITS
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C MS spectra
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Purity: 88.7%

C.1.9 N-(4-Ethynylphenyl)acrylamide — 3.26

file Edit Yiew Process Help
o slaE 8 Mo
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
136 formulaie) evaluated with 7 results within limits (up to 50 closestresults for each mass) -
Elements Used: v
Mass Calc, Mass mDa | FPM | DBE | Formula FIT | iFIT Norm | Fit Corf % c I H|lnlo
|
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MS_Direct_170824_20 24 (0.118) Crn (21:24) 1 TOF M5 ES+

1.79e+005
1004 1720761
—
—
%
1720783
. 276.5838
140582 anz1e7 56,0286 272.0019
0038 1150859 1300685 154.0656 174.0850 L]y | 230.0657 240 0508 i §|27T0BAT 3011384 3128208 44 4000
R R Ay L L LA L s L L L L Ly L L ] L L L ALy LR L L) R R L Ly oL L VN Ly LR L) LA LA LA LA BALLE LY
100 110 120 130 140 150 160 170 180 180 200 210 220 230 240 250 260 270 280 2490 200 310 320

For Help, press F1

99



Stellenbosch University https://scholar.sun.ac.za

C MS spectra

C.1.10 N-[4-(1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]piperidin-4-yl}-
1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 2.64

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1058 farmula(e) evaluated with 41 results within limits (up to 50 closest results for each mass) L8
Elements Used: v
Mass [ Calc. Mass | mDa | Formula [iFr [iFIThom  |Ftconf% | € | H | M| o | ~
560, 7519 550.2817 C22 Hi6 N 016 5644 0.02 2 46 1 1§
7 =
580.2811 H3g 3
580.2830 -1 -19 55 (23 H42 NS 012 820 . 23 42 5 12
580.2790 28 50 15 CIE M2 N7 014 836 . w4z 714
580.2852 3.3 57 225 C40 HIE N O3 78,7 . 0 3| 1 3
580.2771 48 &3 145 C30 HIB N5 OF 79,1 . 0 @ 5 7
580.2870 5.1 88 95 (28 He2 M3 Ol 805 X 2@ 4 3 10
580.2756 61 105 95 €23 He2 N Ol 0.6 29 42 1 11 b4
WDl ngt
MS_LCMS_170804_18 841 (3.653) 1: TOF M5 ES+
9.8B8e+004
100+ 2906440
74 N \
7 | \
% [201.1455 5802819 O
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183.6009 276 A403
2016458
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Purity: 95.4%
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C MS spectra

C.2 Chapter 4 compounds

C.2.1 4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzonitrile — 4.7

File Edit View FProcsss Help
@@ 8 M B x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
BB6 formulale) evaluated with 20 results within limits (up to 50 closest results for each mass) 4
Elements Used v
Mass Calc, Mass mba | PPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % c|lH|leln|o ~
310.1323 18 Al 65 Cil HIF B NS O S04.2 29,950 0.00 17 1 5 &
310.1363 21 68 105 Cl6 HI7 B N3 O3 S0L.8 27628 0.00 W 17 1 3 3 E|
3101363 21 68 25 9 Hz0 NS OF 4934 19144 0.00 9 = 5 7
3101309 3.3 106 15 CIOHZL BN O9 S04.5 30,228 0.00 0oz 1 19
3101304 3.8 123 1.5 Cl6 HIE NS 02 488.0  13.690 0.00 % 16 5z
3101281 S1 164 65 C15 H20 N Of 489.7 15388 0.00 15 1 &
3101403 6.1 -197 &5 Cl4 H20 N3 OS5 430,316,030 0.00 4= R
310.1403 61 -197 145 C2HIZENO 496,624,261 0,00 2117 1 1 1 b4
WD111 022
MS_Direct_170707_15 37 (0.179) Cm (34:20) 1. TOF M2 ES+
1.95e+006
100+ 3101342
.|
% / N
[311.1372
101.0035226 8537 11408
s L 2743798 437.1951 §12.5080 841.2439 724.342;745&15 861.1308  860.3697 1018.2377 1160.00151230.8279 1441.8422
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For Help, press F1

C.2.2 4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.11

file Edit Yiew Process Help
= & M 8| x|
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
674 formulaie) evaluated with 29 results within limits (Up to 50 closest results fareach mass) -
Elements Used: v
Mass Calc, Mass wDa | PPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % c | ulsln|o ~
313.1319 16 51 S5  Cil HIB B N4 O 233.8 15129 0.00 18 1 4 & B
313.1359 2.4 77 15 C9HzL M4 08 2264 7686 0.05 921 4 &
313.1380 25 80 95 Cl6 HIB B Nz 04 2311 12315 0.00 W 18 1 2 4
313.1306 28 93 05 ClOH2 B 010 232.8 14048 0.00 0 2 1 10
313.1301 34 108 105 Cl6 HI7 N4 O3 223.0 4235 1,45 17 4 3
313.1373 3.8 -1z1 145 C17 HI4 B N6 2310 12273 0.00 714 1 &
313.1287 4.8 153 55 C15 Ha1 OF 2237 4910 0.74 1521 7
313.1279 S 179 15 C6 HIB B N6 OF 236.3 18115 0.00 6 18 1 6 8 o
WD111 027
MS_Direct_170707_17 28 (0.139) 1 TOF M5 ES+
1.98e+005
100+ 3131336 ?
.|
%] /
3141371
3451583
3151425 346.1629
301331 |7
. 121 1843 148.0313 178.9455_186.9822  219.9727 240969 2743738 i " 3812677 4152114 437.0gag 4513845 Y
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C MS spectra

C.2.3 {4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]phenyl}methanol — 4.12

2 Elemental Compor

file Edit View Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
684 farmulaie) evaluated with 30 results within limits (Up to 50 closest results fareach mass) -
Elements Used v
Mass Calc, Mass mDa | PPM | DEE | Formula i-FIT | i-FIT Norm | Fit Conf % C H |6 |n| o A
315.1516 -L7 &4 05 €3 HZ3 M4 OF 4415 16.465 0.00 9 23 4 B E|
315.1516 -7 54 B85 (16 HO B M2 04 4533 28223 0.00 2 1 2 4
315.1476 23 73 45 €11 H20 B M4 O6 4556 30.555 0.00 o2 1 4 8
315.1530 31 98 135 €17 HI6 B N& 4531  208.067 0.00 1716 1 8
315.1463 3.6 114 05 €10 H24 B 010 4561 30.988 0.00 w24 1 10
315.1457 4.2 133 95 (16 HI9 N4 O3 4358 10.743 0.00 16 19 4 3
315.1444 5.5 175 45 (15 HI3 OF 4374 12.312 0.00 15 23 7
315.1556 57  -181 45 (14 HZ3 NZ 06 4377 12.667 0.00 14 23 2 & o
WD111 028
MS_Direct_170707_14 25 (0.165) Cm (35:28) 1. TOF M2 ES+
1.35e+008
100+ 315.1489
C |
% N
[31E1531
101.0038226.5510 3101347 B9 504 snn 4739062 a04.7864
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Far Help, press F1

C.2.4 2-[4-(Chloromethyl)phenyl]-3-(o-tolyl)imidazo[1,2-a]pyridine — 4.8

File Edit View FProcess Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
224 formulae] evaluated with 11 results within limits (up to 50 closest results for each mass)
Elements Used: v
Mass Calc, Mass mDa | PPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % C H|n|o]d ~
333.1127 2.9 &7 135 Czl HI7 04 209.8 20,187 0.00 2 17 4
333.1108 51 153 45 (15 H22 06 d 193.9 4,293 137 15 2 6 1
333.1217 61 -183 45 Cl4HZ MZ OS5 1936 4082 177 4 2z 2z 5 1
333.1087 6.9 207 95 (16 HI7 NZ 06 209.6  19.971 0.00 6 17 2 &
333.1239 8.3 249 135 20 HI7 NZ O3 209.7 20,150 0.00 W 17z 3 =
333.1257 -0 303 85 €19 H2 03 d 191.8  z.z20 10,86 19 =z 31
333.1046 1.0 330 135 (2 HBOd 1923 2671 6,92 2 & o1
333.1279 -12.3 3.9 175 €25 HIF O 210.0 20,420 0,00 25 17 1 A4
WDIn32
MS_Direct_170824_1618 (0.095) Crn (18:23) 1: TOF M5 ES+
1.95e+005
100+ 33311468
< |
% N
3351128
3151285
;36.1155
141.9573152_?731 1960960 24009894 267 5306 305.1434\ _33AT76 3551059395.7957 444 2|]B1\ 453-‘1947 §8D1815 §D31ED3 933 4997 573.735212
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C MS spectra

C.2.5 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-(o-tolyl)-
imidazo[1,2-a]pyridine — 4.9

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
62 formulaie) evaluated with 2 results within limits (up to 50 closest results for each mass) 4
Elements Used: v
Mass Calc, Mass mDa | PPM | DEE | Formula i-FIT | i-FIT Narm | Fit Conf % c | Hln
423.2113 18.2 430 205 C33 HZ7 3196  B.460 0.0z @z
WDOI03S
MS_Direct_170824_18 32 (0.154) Cm (25:32) 1: TOF M5 ES+
1.45e+006
100 2121185 N
<:/</ ’ N3
%
4232285
1981154 2125201
190.6099 3261658
3 4242328
1841000
fr— R 2131218 3401812 4252354
1419595 350 ||| 230618y S90132 2980485 )0 | 3861864 4112150 [ 4452100 4852278 5112687 543.1787 5651665 53”%52
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C.2.6 N-{2-[1-(1-{4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}piperidin-4-yl)-
1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.1

Fle Edt Yew Process Help
gl & Mg
Single Mass Analysis ~
Tolerance = 50.0 PP/ DBE: min =-1.5, max = 100.0
Element prediction: Off
Murnber of isotope peaks used for i-FIT=3
Monoisotopic Mass, Even Electron lons
2561 formulate) evaluated with 100 results within limits (up o 50 closest results for each mass) B
Elements Used ¢
Mass [Calc.Mass [ wDa | PPM | DBE | Forma [iFr [iFThom [ Feconf% | € | H [ N[ o [Na A
5042991 5342986 05 0.8 5 C24 H44 NS L2 Se44 14,168 0.0 24 # 5 12
5042984 07 L2 €39 H41 N OF Ha 5775 7.217 X 4 1 3 1
554.3000 5 25 H4D 3 OB 5840 13.742 m 4 9§
: £
5943003 -1.2 0 C27 H45 N3 O10 s 583.5  13.223 0.00 7 45 3 1001
5342976 L5 25 C23 H4L N3 OB Na  SBS.O 14718 0.0 23 4 9 8 1
5043008 17 2.9 C41 H40 N 03 5804 10,152 000 a1 4 13
Se4.2973 LB 3.0 C23 H4E N 016 SE52 14,943 oo = o 1 1s
5242068 23 3.9 C36 H4D M3 OS 5768  6.558 014 % 40 3 5
5943006 25 42 C28 H41L NP O6 Na 5827  12.441 .00 | 4 7 6 1
So4.2962 29 43 C2z H4S NS 01z Ma 5853 15.026 0.0 2 45 5 12 1
504.2057 34 5.7 C35 H37 N7 O Ha 5758 5589 037 s w7 1 1
s84.3027 36 -6l C29 H44 M3 OL0 se25 12,285 oo I 4 3 W0
5043035 44 T4 CLE H4S N3 O13 s S587.7  17.470 0.0 6 4 8 13 1 v
Dll42
MI_LCMS_171005_8 1366 (2.861) Crm (136314013 1: TOF M3 ES+
1.638+007
1004 207 6531 N
%1 [286.1550 —_— HN
584 7001 \
298.6561 55 3021
1206095 BT o507
160.0758 me sgneo1g 4072234 425.2357 5112235 gup gy 394-2103)506.3048_g33 3580 7301985 7308577 8719984 8R3IA167
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C MS spectra

VDII42
MS_LCMS_171005_9 3: Diode Array
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Purity: 98.8%

C.2.7 N-{3-[1-(1-{4-[3-(o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}piperidin-4-yl)-
1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.2

9 Elemental Composition

File Edt ‘“iew Process Help
= aF & M B
Single Mass Analysis -
Taolerance = 50.0 PPM / DBE: min=-1.5, max = 1000
Elernent prediction: Off
Mumnber of isotope peake used for iFIT=3
Monoisotopic Mass, Even Electran lons
2551 formulaie) evaluated with 100 results within limits (up to 50 closest results for each mass)
Elements Used: -
Mass Calc, Mass wDa | Ppm | DBE | Formula iFIT | iFThorm  [FitConf% | € | H [nw ]| 0 |na ~
594,2084 0.2 -3 195 C39H4L N O3 Na 4567  6.997 0.09 34013 1
594.2986 4 07 55 C24 He4 NS 012 4604 10.667 0.00 2 #0512
594,2976 06 1.0 75 C23H4LNI OB Na 4606 10.673 0.00 2 4 9 & 1
594.2973 0.9 15 0.5 €23 H48 N 016 4613 11.586 0.00 23 48 1 16
594.2968 14 24 135 C36 H4O W3 OF 4546 4852 0.78 ® M 3§
94,3000 -1LE <30 105 C25 H4D N9 0B 4597 9.950 0.00 25 4 9 @
594.2062 20 34 25 CZZH4S NS OL.. 4612 11435 0.00 2 & 5 1z 1
594,3003 21 <35 65 (27 H45 N3 OL.. 4597 9.934 0.00 27 45 3 10 1
594,2957 25 42 205 (€35 H37 N7 O Na 4502 0.469 62,59 35 37 7 1 1
594,3008 26 -h4 225 C41 H4O N O3 4585 9.092 0.01 41 w13
594,306 34 <67 115 C26 H4L N7 06 Na  458.6  8.923 0.1 2 4 7 & 1
534.2046 36 61 15 CLO He4 W7 Olé 4620 12.299 0.00 1 W7 14
594.2944 38 64 155 (34 H41 N3 OS5 Na 4553 5.549 0.39 # 4 3 5 1 )
WoIlI41
MS_LCMS_ 17100581283 (2.709) Crm (1281:1320) 1. TOF WS ES+
1.05e+007
100 2078520
1 298 1542 N
— H —
2836492
5
296.6555 5042082
1906094 2751361 50,1576
3401809 3781963 |-695.3011
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C MS spectra

VDIII41
MS_LCMS_171005_8 3: Diode Array
2.61;243.1;125715 280
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Purity: 99.9%

C.2.8 N-{4-[1-(1-{4-[3-(0o-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-
piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.3

“% Elemental Composition

File Edt Wew Process Hep

| mleE s M Bl X

Single Mass Analysis ~
Taolerance = 50.0 PPM / DBE: min=-15, max = 1000

Element prediction: Off

Mumnber of isotope peaks used for i-FIT=3

Monoisotopic Mass, Even Electron lons

2551 formulaie) evaluated with 100 results within limits (up to 50 closest results for each mass)

Elements Used: v
Mass [ Calc. Mass | mDa_| PPM_| DEE_| Formula [iFr [F-FTMorm | FicCorf% | C | H | N | 0 |Mal ~
5942991 5242986 0.5 0.8 55  C24 H4 N5 012 S5z 12569 0.00 4 44 5 12
5342984 07 12 195 CIIHU N OINa 5860 6.216 0.20 ¥4 1 3 1
5943000 0, C25 H40 M9 08 5918 12,026 &
| 1
3 - 10 Ha 4 0
5942976 15 25 75 C23H4I N9 OB Na 5928  12.985 0.00 @ 4 % 8 1
5343008 17 29 225 C4l HHO N OF 5890 9.9 001 4 40 1 3
5942973 18 30 05 C25 HE N 016 5932 13437 0.00 @ 48 L 16
5942968 23 39 185 C36 HO NI 05 5643 4509 110 % 40 3 S
5343016 25 4.2 115 C25 HAL NP O6 Na  530.6  10.353 0.00 @ 4 7 8 1
5342962 29 49 25 (22 HS NS5 O12 Na  593.2  13.410 0.00 zZ 45 5 12 1
5342957 34 57 205 CISHI WP OMNa 5830 3.350 351 ® ¥ o7 11
5943027 3.6 6.0 95  C20 H4 N3 O10 S906 10783 0.00 2 44 3 1
5943035 44 7.4 <15  Cl6 HeS N Ol3 Na 5954  15.656 0.00 ® 45 8 13 1 >
DIl4E
MS_LCMS_171006_10 1229 (2.587) Crn (1216:1257) 1: TOF WS ES+
1.74e+007
100+ 2076530
R 12981551 O

594,291
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C MS spectra

VDIl43
MS_LCMS_171005_10 3: Diode Array
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Purity: 92.4%

C.2.9 4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzonitrile — 4.16

% Elemental Composition

Fle Edt View Process Help

o e s M

Single Mass Analysis ~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0

Elerment prediction: Off

Mumber of isotope peaks used for -FIT =3

Monoisotopic Mass, Even Electron lons

666 formulaie) evaluated with 20 results within limits (Up to 50 closest results fareach mass) -

Elements Used: v
Mass Calc, Mass mba | PPM | DBE | Formula iFIT |i-FTNorm | Fitconf% | ¢ | H I B |H| 0 ~

3101363 1.2 39 25 9 HzD NS OF 1371 17.078 0.00 9 s 7

3101363 1.2 39 10§ CIEHI7 B N3 O3 1430 23.029 0.00 ® 17 1 3 3 B

3101323 28 90 65 CILHI7ENSOS 1442 24241 0.00 17 1 5 5

310.1309 42 135 15 ClOH2L BN O9 1468 26,823 0.00 0 o2 1 1 9

3101304 47 152 1L5 16 HI6 N5 02 1320 11,963 0.00 16 5 2

3101403 5.2 -G8 145 C2AHIZENO 1385 19.563 0.00 217 1 11

3101403 5.2 -166 65  Cl4 H20 N3 05 1343 14,323 0.00 4= ]

3101281 60 193 65 C15 H20 N 06 1340 14012 0,00 15 0 1 & b4
WD111 026
MS5_Direct_170707_13 51 (0.237) 1. TOF M5 ES+
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: — O
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1 AR S i M B A e ) L L ] L s L by A L e e ey R At ] L e A s B e e A ) L M s L R
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C MS spectra

C.2.10 4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzaldehyde — 4.17

2 Elemental Compos

file Edit View Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
674 formulaie) evaluated with 29 results within limits (Up to 50 closest results fareach mass) -
Elements Used v
Mass Calc, Mass mDa | PPM | DEE | Formula i-FIT | i-FIT Marm | Fit Conf % c | H|lB|Nn| o A
313.1319 15 48 55 CI11 HIBB M4 O6  538.0 16,294 0.00 i 1| 1 4 & E|
313.1359 25 &0 15 €3 HZL M4 Of 529.4  7.690 0.05 -1 4 &
313.1360 26 &3 95 CI6HIBBM2O04 5355 13705 0.00 W 1| 1 2 4
313.1306 2.8 &9 05 €10 H22 B 010 537.5  15.704 0.00 o 2 1 10
313.1301 3.3 105 105 €16 HI7 N4 O3 526.1 4,354 1.29 6 17 4 3
313.1373 3.8 -125 145 C17 Hi4 B N& 935.6 13814 0.00 714 1 6
313.1287 47 150 55 (15 HZl OF 526.8  S5.081 0.62 1521 7
313.1279 5.5 176 15 (8 HI8 B N6 OF S41.2 19,424 0.00 6 18 1 6 8 o
WD111 029 O
MS_Direct_170707_16 37 (0.179) Cm (32:37) 1. TOF M2 ES+
1.76e+008
1004 3131334 |
|
% N
3141368
3451583
i
3101335 46.1627
1010030 00 geo 3 L 430028 S12803T  pgyp9pqgBT9 2583 THOI6Y B2BI1I  gog o 000.3800 1157 8824 13307742 1378.3899, 1o pagy
L LA L L L L L R L L L L) L Ly L L) LA R ) L) L LR LR L) LA LA L) LA A LR L] R LR L L Lt LR LA LA RS LA L) LA RUAR RS LRI LA R LLARA LA LA AL Lt LA i R
o0 1500 2000 250 300 340 400 450 400 450 60O BA0 700 750 800 840 900 940 1000 1040 1100 1150 1200 1250 1300 1350 1400 1450 1400
Far Help, press F1

C.2.11 {4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]phenyl}methanol — 4.18

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1145 formulale) evaluated with 5 results within limits (up to 50 closest results for each mass) 4
Elements Used: v
Mass Calc, Mass mba | PPM | DEE | Formula PFIT | iFIT Norm | Fit Canf % C |l H|nlo |
315,155 5.5 -175 45 Ci4 H23 Mz OB 515.2 9164 0.01 oz oz &
3151536 9.5 301 85 (19 H23 04 509.9 3860 211 19 23 4
3151385 1.6 368 135 €22 HI9 02 5109 4827 0.80 2z 19 z
315.1345 19.6 495 95 CI7HIS NZ 04 5134 7.33 0.07 1719 oz 4
WDIn31
MS_Direct_170824_15 33 (0.158) Crn (20:34) 1: TOF M5 ES+
2.0Be+006
100+ 3151501 OH
.|
% —
3161533
178.8477 229.0897 2561315 3131347 3171561 4318244 6484943
141.9593162.9737 5, 2409387 N _337.1205.350.1605 306.2862 - 444.2071 4682183 476.4015511 2580 533.2434 iz
120 140 B0 180 200 230 240 260 280 300 320 34D 360 380 400 420 440 480 420 500 520 54D 560
For Help, press F1
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C MS spectra

C.2.12 2-[4-(Chloromethyl)phenyl]-3-(m-tolyl)imidazo[1,2-a]pyridine — 4.19

2 Elemental Compos

file Edit Yiew Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
224 formulaie) evaluated with 11 results within limits (Up to 50 closest results fareach mass) -
Elements Used v
Mass Calc, Mass wDa | PPM | DBE | Formula HFIT | -FIT Horm | Fit Corf % c Iy lnlola ~
333.1127 2.8 &4 135 C2l HI7 0% 24z.4 20,230 0.00 217 4
333.1105 5.0 150 45 €15 H22 08 o 2256 3648 2.60 15 22 6 1
333.1217 6.2 -186 45 Cl4 H2 Nz OS5l 2262 4.034 1.77 4 2 2z 5 1
333.1087 6.5 204 95 Cl6 HI7 N2 06 2422 19.985 0.00 w17z 6
333.1239 8.4 252 135 €20 HI7 Nz O3 2424 20,192 0.00 o 17z 3 =
333.1257 -10.2 306 85 C18 Hzz 03 o 2242 1.984 13.75 19 22 31
333.1046 108 327 135 Cz2Hsod 2248 2.622 7.27 2z 18 1ot
333.1279 124 372 17.5 €25 HI7 O 2427 20,491 0.00 5 17 1 o
YD OI03z
MS_Direct_170224_17 24 (0.118) Cm (19:24) 1. TOF M2 ES+
2 40e+005
100+ 3331155 Cl
< |
% J—
3351134
;35.1155
141.9592162.9752 1789453 2380093 440 050 262,871 2991733 sisraes || asraom Jo1z2a4n  AUETHE0 Ly o011 gBg1as 5112612 3247852 gps gapg N
T T T I 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 T T T T T T T T T T T T T T m
120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 a00 520 440 460
For Help, press F1

C.2.13 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-(m-tolyl)-
imidazo[1,2-a]pyridine — 4.20

Eile Edit View Process Help

Bl@E 8 M Bl X

Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-15 max=1000
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
62 forrmulade) evaluated with 2 results within limits (up to 50 closest results for each mass) 4
Elements Used v
Mass Calc, Mass mDa | PPM | DBE | Formula i-FIT i-FIT Morm Fit Conf % C H il
|
423.2113 17.9 423 205 (33 H27 3290 8759 0.02 33 27
DI 037
MS_Direct_170224_10 26 (0.160) Cm (27:27) 1. TOF M2 ES+
2121184 3 Rde+005

1004 N

4232292 72 , N3

ol —
1agq1eg F1261%
1242320
1ans0a] 3261851
170.5844 2131214
101.0029149.0740 3401807 4252348
; Sl lJ 245.0796 281448 |7 gegqees 2T AT apaner 5112980 5333385543 1800 154379 96 2435
RAAdL A LA e e e e e e e o e A b N g b g s s Mt Attt s e el
100 120 140 160 180 200 220 240 260 280 a0o 320 340 3680 380 400 420 440 460 480 500 520 540 560 580 (i) B20 Bl

For Help, press F1
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C MS spectra

C.2.14 N-{3-[1-(1-{4-[3-(m-Tolyl)imidazo[1,2-a]pyridin-2-yl]benzyl}-
piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}acrylamide — 4.4

% Elemental Composition

file Edt Yew Process Hep

= &M 8l X

Single Mass Analysis ~
Tolerance = 50.0 PPW f DBE: min = -1.5, max = 100.0

Element prediction: Off

Murnber of isotope peaks used for i-FIT=3

Monaisotopic Mass, Even Electron lons

2551 formulaie) evaluated with 101 results within limits (up to 50 closest results for each mass)

Elements Used:

Mass [Calc.Mass [ wDa | PPM | DBE | Forma [P [iFTHom [Fkconf®% | € | H [ N[ o [Na ~
5942989 G236 0.2 03 55 C24 HH4 NG 01z 5630 11,987 0.0 24 # 5 1z
39 H41 M 03 MNa

5 1

8 Na

524.3000 -1.2 -2.0 10,5 C25 H40 N9 08 562.3 11.269 o0.00 25 40 9

554.3003 -1.5 2.5 6.5  C27 H45 N3 010 Ma 5623 11344 0.00 27 45 3 10 1

504.2973 1.5 25 05 C23 H48 M 016 S64.0 12,958 o0.00 23 48 1 16

524,3008 -2.0 -3.4 22,5 41 H4O N O3 9603 9.280 0.01 41 40 1 3

504.2065 20 34 185 (36 H4D M3 O5 §55.2  4.243 1.44 36 40 3 ]

594.2962 2.6 4.4 2.5 22 H45 NS ©O12 Na 563.7 12,750 o0.00 2z 45 5 12 1

594.3016 2.8 4.7 115 28 H41 N7 06 Na Sel4 10,376 0.00 26 41 7 & 1

504,2957 3.1 5.2 205 (O35 H37 N7 O Na 5539 2.891 5.55 35 37 7 1 1

524.3027 -39 -6.6 9.5 C29 H44 M3 OL0 961.5 10,469 o.oo 29 44 3 10

504.2046 4.2 71 15 C13 H44 N7 O14 S64.5 13529 0.00 19 44 7 14 hd
Volild0
ME_LCMS_171005_7 1313 (2 771) G (1 205:1 368) 11 TOF M3 ES+

297.6630 1.79e+007

100+
N

a NN
2991544

283 6435
<

296.6558 5942988

190.5094 LT 6853016
| I

189011, 2270178 511.2303 §48.3170  B94.3275 7809840 8181733  BE.5703

e T t T T T T T
140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 GO0 G20 G640 BEO0 G680 700 720 740 760 780 800 820 840 BEO 880
For Help, press FL

2991578 3401812 3761966 4452188 4852332 537 2666
( ra N o P

0

VDIIl40
MS_LCMS_171005_7 3: Diode Array
6.06-1 2.72;243.1;,51787 280
-ve- Range: 6.051e-1
Area
5.0e-1
4.0e-1
B2 3.0el
2.0e-1
1.0e-14 051 2.43 4.74
230.1 244.1 2.96;243.1,2197 311.1
51 242 218
O'O“‘\““\““““\““\““\““““\““\““\““““\““““\““““\
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
MS_LCMS_171005_7 1: TOF MS ES+
B 2.77,297.7 BPI
| 2.80;297.7 3.91e5
£
0T T e e T T T T [ T T e e e e e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00

Purity: 93.0%
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C MS spectra

C.2.15 4-(6-Methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.22

2 Elemental Compor

file Edit Yiew Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
301 formulaie) evaluated with 8 results within limits (up to 50 closestresults for each mass) -
Elements Used v
Mass Calc, Mass mDa | FPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % c | ulnloler
|
2341050 <15 64 -15 3 HI6 NS 07 645.6 13.973 0.00 i 16 5 7
2340981 44 188 75 CIDHIZNSO2 6392 7.370 0.06 w12 5 2
234.1080 5.5 235 25 B HIE N3OS 6426  10.795 0.00 & 16 3 5
2340976 57 243 25 C9HIENOE 642.7  10.677 0.00 9 16 1 6
234.1130 9.5 406 65 CL3HIE M O3 6373 5.509 0.41 316 13
234.0937 9.8 419 -15 4 HI6 NZO8 6453 13.555 0.00 4 18 3 8
234.0919 1.6 496 115 CIEHIZN O 637.6 5.843 029 % 12 1 1
YDINID4E
MS_Direct_170929_5 20 (0.086) Crm {13:41) 1. TOF M2 ES+
9 RBe+006
100+ 2341035
|
“ 7N
235.1081
7
2361030 256.0851
1370700 1439422 1589648 189.1380.194.1153  210.1090 2261421 || 2570878 g7g 457 2972078 3042817 o0 7832 3401562 353.2664 3603230 .
LA RARAN AR RN LALRIRLLAS AL LA LR AR JUARAS ERAAN ALY RLAS LALLE RALAN AR ELLAY LALLE RN LRARA SR AR LR AR LALRE LR LN LA LALES AL frrTT LRRRAS SARRALARAN LR A RALRIRERA) WAL T T M
130 140 140 160 170 180 180 200 210 220 230 240 2450 260 270 280 240 300 a1n 320 330 340 3450 360 arn
For Help, press F1

C.2.16 4-(3-Bromo-6-methylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.25

File Edt View Process Hsip

a sieE 8 M 6 X

Single Mass Analysis

~
Tolerance =500 PPM / DBE: min=-15, max = 1000 1
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
547 formulale) evaluated with 24 results within limits (up to 50 closest results for each mass)
Elements Used: >
Mass Calc, Mass mba | PPM DEE | Formula i-FIT i-FIT Morm Fit: Conf % C H M [+] EBr s
312.0144 -1.2 38 135 C1S HE N OF S8z.4  25.287 0.00 15 L] 1 7
312.015% -2.3 T4 -1.5 €3 HIS NS OF Br 712 14128 .00 3 15 s 7 1 F
312.0158 2.8 8.3 18.5  Clg HZ NS O3 §82.5 25,377 .00 16 2 s 3
312.0104 2.8 9.0 9.5  C10 He N3 09 S82.1 25025 .00 10 ] 3 9
312.0163 -3l 9.9 05  C3 HID N3 014 S82.3 25,187 .00 3 10 3 14
312,009 3.6 115 75 CI0 HIL NS O2 Br 583.0 5.963 0.26 10 11 5 2 1
312.0086 4.6 147 225 C22 H2 N 02 583.0 25872 0.00 22 2 1 2
312.0083 4.9 15.7 25 (9 HIS M O6 Br S564.6  7.474 0.06 9 15 1 ] 1 ™
wDIln4s
MS_Direct_170828_7 22 (0.110) Cm (20:30) 1: TOF M5 ES+
100+ 320132 340117 2.08e+008

CN

/N
% / N ’

__ Br

313.0164)315.0145

2941232 2072069 2691751 301.1410 3042611304 8971 3031228 o1 958Y

3308573
AR B AR R RS aAS Aas ) RARS LSRN ARALY P LAMAANSAL ¥ LRRSRANAALE MASSN ARARS RARRARASAS e iz
2940 296.0 298.0 3000 302.0

5180160 1170924 300 00321 0038 525 2459375 15m1 3271530 5260 1620
3040 300 3080 300 320 340 a0  H&0 3200 3220 3240 3280 3280 3300 3320
For Help, press F1
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C MS spectra

C.2.17 4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzonitrile — 4.26

2 Elemental Compor

file Edit Yiew Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
1698 formulale) evaluated with 36 results within limits (up to 50 closest results for each mass) B
Elements Used v
Mass Calc, Mass wDa | PPM | DBE | Formula FFIT | -FIT Horm | Fit Corf % c Iy |nlols]ea ~
310.1336 06 1.9 65 Cl3HOMSO0ZS 1062 20,703 0.00 I3 2 s 1 =
310.1333 1 35 05 CI3HANOSI 1105 24.981 0.00 3oz 11 3
310.1355 -1 35 05 C9 HZ5 N7 Br 1130 27.483 0.00 9 s 7 1
310.1363 1.9 61 25 €9 Hz NS OF 1005 14.984 0.00 9 2 5 7
310.1324 20 64 15 €12 H24 N OB S 06,8 21,277 0.00 1224 1 & 1
3101323 21 68& L5 C4 Hz0 N7 09 023 16,841 0.00 4 = 7 9
310.1371 27 87 15 CIOHMMNSOZS2 1092 23.670 0.00 m 24 5 oz 2
3101378 3.4 -110 10,5 C18 H20 N3 5 1057 20.210 0.00 15 20 3 1 o
YDIID49
MS_Direct_171020_28 28 (0.120) 1. TOF M2 ES+
1004 30,1344 1.20e+005
C
% N
3111372
226.9584 3oa30z | 3121413 4202338 510.3351
0 1350007 176.0861 ., 2428278 2704796 U |/ 3450893 369.3841 391.2781 413.2678 7 4783244 “TUU. 5261238 461.3413.571 4988 -
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 T T T T T T T T T T T 1 T T T T T m.
120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 a00 520 540 460
For Help, press F1

C.2.18 4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzaldehyde — 4.27

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Element prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1747 farmula(e) evaluated with 41 results within limits {up to 50 closest results for each mass) W
Elements Used: >
Mass [ Calc, Mass | Formula [iFr [iFIThorm | FitConf% | € | H | m | o] s |6r| ~
3131330 313.1330 €13 H29 02 53 167.2 0.00 13 2 z 3
313.1334 €13 HZL N4 O3 5 5.824 X 24 31 =
313.1321 C12 H35 07 § 087
313.1313 Cl12 H30 NZ 5 Br z
313.1351 €9 HZ6 N& O Br 14.877 0.00 9 ® 6 1 1
313.1303 €9 HZ5 N& 53 10.573 0.00 9 5 & 3
313.1359 €9 Hzl M4 OB 6.075 0.23 9 21 4 8
313.1301 C16 HI7 N4 O3 3.511 2,89 17 4 3 b4
wDllosn
MS_Direct_171020_29 23 (0.114) 1. TOF MS ES+
2.00e+005
100+ 3131330 |
|
*] 7N
314.1360
2451589
3431433
3101352 7 ;4516253571393
124.0887 1760803 216.0241.226.0400 02 a7y a3g < ||216.1801 | H 4031003 AS31BES 7 ngsy  ABT0SY gap 7758573040 45y LEI
A B A L L L L A Ly D L A L A ) R L A LA A B R R ) LA L WA B A L A M LA A LA N D) LAl Ry BAAS L) LA LAY LA EARAS AR
120 140 160 180 200 210 240 260 180 200 320 340 360 380 400 420 440 460 420 A00 520 540 560
For Help, press F1
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C MS spectra

C.2.19 [4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)phenyl]methanol — 4.28

2 Elemental Compor

file Edit View Process Help
[i=] S M B8
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
396 farmulaie) evaluated with 14 results within limits (Up to 50 closest results fareach mass) -
Elements Used v
Mass Calc, Mass mDa | PPM | DEE | Formula i-FIT | iFTT Norm | Fit Conf % C H|Nn|o A
315.1516 21 67 05 C3HZMEOE 1728 16437 0.00 9 2@ 4 8
315.1457 3.8 121 95 €16 HI9 M4 03 1663 10,050 0.00 B 19 4 3
315.1444 51 162 45 (€15 H23 OF 1668 12510 0.00 15z 7
315.1556 61 -19.4 45 C14 H23 MNZ 06 1694 13132 0.00 14 2@ oz &
315.1569 74 235 95 CI15HI9 MG O2 1682 11959 0.00 15 19 & 2
315.1417 7.8 248 55 CI1HI9N6OS 1718 1553 0.00 1 19 & 5 =
315.1404 9.0 289 05 CI0HI3 MZ 09 1727 16447 0.00 w2z oz 9
315.1596 4100 320 85 (19 HI3 04 1646 8305 0.02 19z 4
315.1385 1.0 39 135 (22 HI9 02 1624 6,140 0.2z 2z 19 z v
YDIns2
MS_Direct_171020_31 25 (0.128) 1: TOF M5 ES+
1.60e+005
100+ 315.1495 O
.|
% N
3161526
226.8536 270.9758 3081502 ||3171557 3371320 3531077 395.0835
196.0574 . 202 9966 TS, 2381077 <. 2801259 Y |/ 4 7 5 405.1166 421.0884 449 1447 473.11794883918 404 3191 -
L A L LA L LA ] AR L U] L ] A A LA LA LA LA R A R R Ll R ey U] L) U] R UL LA AR LR AL AR L) U] L) U KA LA KA L) WA L) MR LA A L A LA AL LA i) LR UL AL AL L U L L
180 180 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 480 500 510
Far Help, press F1

C.2.20 2-[4-(Chloromethyl)phenyl]-6-methyl-3-phenylimidazo[1,2-a]pyridine —
4.23

Eile Edit View Process Help
[i=] S M B
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-15 max=1000
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
TTaformulale) evaluated with 30 results within limits (Up to 50 closest results for each mass) 4
Elements Used v
Mass Calc, Mass mDa | PPM DEE | Formula i-FIT i-FIT Morm Fit Conf % C H il [o] Cl e
333.1159 0.0 0.0 55 Cl0 HIF N6 OF 3173 22.401 0.00 10 17 & 7
333.1145 1.4 4.2 05 €8 H2l M2 O11 3173 22.397 0.00 9 21 2 11 |
333.1177 -1.8 5.4 05 C9 Hz2 M4 07 CI 3032 8.298 0.02 9 22 4 7 1
333.1140 1.9 57 18.5 €22 HL3 M4 3176 22714 0.00 22 13 4
333.1186 -2.7 8.1 45  Cl4 H2l ©9 3172 22.365 0.00 14 21 9
333.1127 3.2 9.6 13.5 €21 HI7 04 3175 22844 0.00 21 17 4
333.1199 -4.0 -1200 95 C15 HI7 M4 0% 3173 22419 0.00 15 17 4 s
333.1118 4.1 123 95  Cle Hig N4 oz O 2990 4.179 1.53 18 18 4 2 1
333.110% 5.4 162 45 (15 Hzz o6 I 3014 6.568 0.14 15 22 ] 1 -
YDIInS:
MS_Direct_171020_32 26 (0.131) 1: TOF M5 ES+
2.53e+005
100+ 333.1149 Cl
< |
% N
335.1134
7
3361160
180.8781  216.0184 8281655 | 361.1034 4311938
A % 2269548 250 6256 2801315 315.1404 . 5 [l337 1187 371.0718 2 4723.0861 57 4ET 1102 491.0701 508.0502
L e B L B B b B A s o s g ey A s R e ) L W L R A ] b M e M e bt et I A Bl i i e
180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 47Y0 480 480 500 510
For Help, press F1
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C MS spectra

C.2.21 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-6-methyl-
3-phenylimidazo[1,2-a]pyridine — 4.24

File Edt View Process Hsip

o mieE 8 M X

Single Mass Analysis

Tolerance =500 PPM / DBE: min=-15, max = 1000

Elerment prediction: Off

Mumber of isotope peaks used for -FIT =3

Maongisotopic Mass, Even Electron lons

1228 farmula(e) evaluated with 38 results within limits (up to 50 closest results for each mass)
Elements Used:

>

Mass [ Calc. Mass | mDa | PPM_| DBE_| Formula [iFr [iFThom  [Ftconf% | € | H | n | o [ d]
4zazas | 432302 04 0, 5 C24 H3G 3 23.913 X 41
42330z 01 0, 5 C13 HI5

423.2315
423.2284
423.2324
423.2275
423.2334
423.2343
423.2262

4
&
4 1
z

ESESENEY
ER-REENENIY

€19 H3E N2 06 Cl 1 “

VDINDSS
ME_Direct_171020_34 24 (0.118) 10 TOF M3 ES+
4232303 537e+004

100
N
N
& N3
% / N
iz-ﬁ 2323 —

425.2351
3491756 3684783 391.0759  396.2091 413.2645 { 4452163 4511892 481.1802 485 2287 500.3306 . 514.2065 5337268 5484125 oo-2428
s t ; paad: ety

t 1 t t t T T T R R R TP R t t prfeerer miz
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C.2.22 N-[3-(1-{1-[4-(6-Methyl-3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 4.5

File Edt View Process Help

o mieE 8 M X

Single Mass Analysis ”~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0

Elerment prediction: Off
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C MS spectra

VDINOS6
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Purity: ~98%
C.3 Chapter 5 compounds

C.3.1 4-(5-Chloro-6-nitro-2-oxo-2,3-dihydro-1H-benzo[d]imidazol-1-yl)-

piperidin-1-ium nitrate — 5.5

2 Elemental Compo:

Eile Edit View FProcess Help
o BeE & M 6 x|
Single Mass Analysis ~
Tolerance = 50.0 PPM / DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1380 formula(e) evaluated with 88 results within limits (all results (up to 1000) for each mass)
Elements Used: >
Mass Calc, Mass mDa | PPM | DBE | Formula i-FIT | -FIT Norm | Fit Conf % C H M| o lMal|d|co ~
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C MS spectra

C.3.2 6-Amino-1-(piperidin-4-yl)-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.6

2 Elemental Compor

file Edit Yiew Process Help
alel &l Ml ol
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
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Mass Calc, Mass wDa | PPM | DBE | Formula HFIT | -FIT Horm | Fit Corf % c i |y |olnalco ~
233.1389 L1 47 15 CII Hel 05 2323 9751 0.01 1 21 s
233.1378 22 94 35 CIOHIB N4 OMNa 2328 10.221 0.00 w1 4 11
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C.3.3 5-Chloro-6-nitro-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.10

Eile Edit View Process Help
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Mass | Calc.Mass | mDa | PPM | DBE | Formula [iFr [iFTMorm | FitConfs% | C | ~
5£79.1926 579.1925 0.1 0.2 75 (24 H3S 016 3123 17,49 0.00
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C MS spectra

C.3.4 6-Amino-5-chloro-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.11

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
2482 farmula(e) evaluated with 128 results within limits (all results (up to 1000} for each mass)
Elements Used: >
Mass [ Calc. Mass | mDa | PPM_| DBE_| Formula [iFrr [iFThom  [Ftconf% | € | H | N | o d][6r| ~
549,2167 543.2166 0.1 0.2 155 C3l H35 M4 O C2 729 10,255 0.00 4 1 -
549.2189 0.2 04 95 €25 H3E N6 O3 Br 756 12,915 0.00 6 3 1
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C.3.5 N-(6-Chloro-2-ox0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 5.13

file Edit Yiew Process Help
o e & M 6 x|
Single Mass Analysis -~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Monoisotopic Mass, Even Electron lons
11263 farmulale) evaluated with 246 results within limits (up to 50 closest results for each mass) B
Elements Used: v
Mass Calc, Mass mDa | PPM | DEE | Formula i-FIT | i-FIT Norm | Fit Conf % c | H | N | old]lRh ~
603.2310 1.8 30 4.5 26 He7 M3 O4 O Rh 5121 9619 0.01 % 4 3 4 1 1
603.2272 20 %3 05 C17 HH NB Ol C S17.2 14740 0.00 74 8 1oz
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C MS spectra

26-Jun-2017VDIll 017
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Purity: 99.5%

C.3.6 tert-Butyl [2-ox0-3-(piperidin-4-yl)-2,3-dihydro-1H-benzo[d]imidazol-5-yl]-
carbamate — 5.7

file Edit Yiew Process Help
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Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
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333.1905 13 39 05 (16 H34 M2 Br  623.6 27.727 0.00 1 3 2 1
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333.1873 45 135 -5 Cll H28 M2 09 E0S.0  9.048 001 o228 2 9 B
333.1967 4.9 -147 1L5 C22 H2S M2 O 6048 B.672 001 2 s oz 1
333.1855 6.3 189 15 €23 H25 o2 606.1  10.222 0.00 23 25 H
333.1985 6.7 201 -L5  Cl0 HZ9 N4 08 6059 10.002 0.00 0% 48
333.1828 9.0 270 125 C18 HZL MNe 602.5 6616 013 19 2 6
3331814 104 312 75 C18 HZS MZ Q4  600.8  4.932 07z 18 25 2z 4 o
YDIID47
MS_Direct_170929_6 28 (0.126) Cm (24:39) 1 TOF M5 ES+
4. 79e+006
100+ 33210918
% E E
334.1849 BocHN
[245.1024
2341022 346.1950
1139887 1418504 1730782 2181282 | 2771283 2831241 L 3991890 rg.20m4 438ZME - 4pq 5a6s 5125040 6422933 S003244
A L L Ly LAy L s L L L L Ll L) LAl L LRl L L Ly LA L AL L Rl L L Ry L Ly LS L LA R LA R UL LA ) (RS REAY LARY AL RARES sy aas eenl L
100 120 140 160 180 200 220 240 260 280 300 320 340 360 asn 400 420 440 460 480 500 520 540 560
For Help, press F1

117



Stellenbosch University https://scholar.sun.ac.za

C MS spectra

C.3.7 tert-Butyl (2-ox0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)carbamate — 5.8

File Edit View FProcess Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance =500 PPM / DBE: min=-15, max = 1000
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Elements Used: v
Mass [ Calc, Mass [ peE_| Formula [iFT [iFITHorm | FitConf% | € | H | m | o | ~
6153064 615.3070 16,5 36 H43 Nz OF 9.6 4032 1.77 43z 7
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C.3.8 6-Amino-1-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-1,3-dihydro-2H-benzo[d]imidazol-2-one — 5.9

file Edit Yiew Process Help
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Mass [ Calc.Mass | mDa | PPM_| DBE | Formula [iFr [i-FIThorm [ FitCorf% | c | H | M | o [Br| -~
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C MS spectra

C.3.9 N-(2-Oxo0-3-{1-[4-(3-phenylimidazo[1,2-a]pyridin-2-yl)benzyl]-
piperidin-4-yl}-2,3-dihydro-1H-benzo[d]imidazol-5-yl)acrylamide — 2.60
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Purity: ~98%
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C MS spectra

C.3.10 tert-Butyl {2-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
521

File Edit View Procsss Help
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Single Mass Analysis ~
Tolerance = 100.0 PPM § DBE: min=-1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
24 formulate) evaluated with 37 results within limits (all results {up to 1000) for each mass) —
Elements Used: v
Mass Calc, Mass mba | PPM | DBE | Formula i-FIT | i-FIT Morm | Fit Conf % c|H|nlolr ~
344.2073 13 38 35 C17 HI0 M O 1733 5,764 0.31 73 1 &
344.2103 1.7 49 35 CIEHIL NI O3 P 1720 4446 117 ® 3 3 3 1 =
344.2083 23 67 05 CILHIMSOSP 1758 ®191 0.03 o3 5 5 1
344.2127 4.1 -119 125 €23 Ha N3 1728 5244 0.53 23 2% 3
344.2033 53 154 0.5 €12 H30 N3 O 1759 8,264 0.03 23 3 8
3442143 5.7 -l66 75 C2AHIANOP 1707 3069 +.55 2a 1 1
344.2145 5.9 -171 405 Cl1 H30 NS OF 1760 8475 0.0z nooa 5 7
344.2014 72 9 125 CHHBNO 173.2  5.586 0.3 24 2 1 1
34,2004 8.2 238 85 CIBHZ NS P 168.2 0653 52,06 2 5 1 ~
YDIlooz
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C.3.11 tert-Butyl {3-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
5.15

File Edt View Process Help

o mieE 8 M X

Single Mass Analysis

~
Tolerance = 100.0 PPM / DBE: min = -1.5, max = 100.0
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT =3
Monoisotopic Mass, Even Electron lons
624 formulaie) evaluated with 38 results within limits (all results (up to 1000} far each mass) -
Elements Used: >
Mass Calc, Mass mDa | PPM | DEE | Formula P-FIT | -FIT Norm | Fit Conf % C H |n|olp ~
344.2073 10 z9 35 (17 HID N 06 1147 4.844 0.73 173 1 &
344.2103 20 58 35 CIEHIINIOIP 1127 2842 5.83 6 3 3 3 1 g
344.2063 2.0 58 05 CIIHIINSOSP 1186 8768 0.02 13 s 5 1
344.2127 -4 -12.8 12,5 €23 H26 N3 1156 5778 0.31 23 26 3
344.2033 5.0 145 -0.5 €12 H30 N3 O 1183 5.487 0.02 1z 3 3 8
344.2143 60 174 75 (2 HINOP 1129 3.086 4.57 203 1 11
344.2145 6.2 -1&0 -0.5 €1l H30 NS OF 190 9.162 0.01 1 m 5 7
344.2014 6.9 200 125 C24 H2 N O 1154 5537 0.33 2 2 1 1
344.2004 7.9 230 85 CIBHZFMSP 1104 0.538 58.39 18 27 5 1 ~
DI 0g2z
MS_Direct_150520_33 26 (0.125) 1: TOF M5 ES+
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C MS spectra

C.3.12 tert-Butyl {4-[1-(piperidin-4-yl)-1H-1,2,3-triazol-4-yl]phenyl}carbamate —
5.22

File Edit View FProcsss Help
o e & M 6 x|
Single Mass Analysis ~
Tolerance = 100.0 PPM § DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
624 formulale) evaluated with 37 results within limits (a1l results (up to 1000) for each mass) 4
Elements Used: v
Mass Calc, Mass mba | PPM | DBE | Formula PFIT | iFIT Norm | Fit Canf % C |l H|nlolp ~
344.2103 1.3 3% 35 CIEHILMZOIP 1059 4.275 1.39 % 31 3 3 1
344.2073 17 49 35 C17 HIO M O 107.4 5,735 0.32 17030 1 8 =
344.2083 27 7& 05 CIIHIL NS OSP 1096 7.945 0.04 1m 3t 5 5 1
344.2127 3.7 -107 125 €23 Hi6 N 1076 5.979 0.25 23 % 3
344.2143 53 154 75 C2AHIANOP 1055 3.819 2.19 2103 1 11
344.2145 5.5 -160 <05 Cl1 H30 NS OF 1098 8177 0.03 1mo;m 5 7
344.2033 57 166 <05 €12 H30 N3 08 1097  8.043 0.03 1230 3 8
344.2014 7.6 221 125 C2HAHBNO 1080 6.404 0.17 2402 1 1
34,2004 6.6 250 85 ClIBEHZ NS F 1021 0.455 63.42 LI 1 v
DIl 0gs
MS_Direct_150520_37 39 (0.174) 1: TOF M5 ES+
4.72e+004
100+ 3442080
N NHBoc
%1 |
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C.3.13 4-(5-Oxo0-3-phenyl-5,6-dihydro-1,6-naphthyridin-2-yl)benzaldehyde — 5.14

Eile Edit View Process Help
el® & M B
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-15 max=1000
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
61 formulale) evaluated with 31 results within limits (Up to 50 closest results for each mass) W
Elements Used v
Mass | Calc.Mass | mDa | PPM | DBE | Formula [iFr [-FiTHorm [ FieConfe | € | H [ M| o | 5 |6 ~
327,112 327.1127 6.5 €13 HIG N4 04 5 2722 20.520 0.00 441
HIS 2 E
327.1114 €12 H23 08 5 8
327.1106 €12 H28 M2 O 5 Br 2800 28.355 0.00 28 2 1 1 1
327.1152 €5 H1% M4 09 2667 15.057 0.00 18 4 9
327.1093 C16 HIS M4 O 2598 8.149 0.03 15 4 4
327.1167 C18 HI9 M2 02 5 2717 20.032 0.00 19 2 2 1
327.1171 C13 Hz8 O4 Br 2800 28.379 0.00 28 4 1
327.1174 -4.8 -14.1  19.5  C26 HIS 2597 8.024 0.03 15 M
WDNiklas
MS_Direct_171021_14 16 (0.028) Cm (16:20) 1. TOF M2 ES+
100 3274128 3721543 (l) 8524004
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C MS spectra

C.3.14 2-[4-(Hydroxymethyl)phenyl]-3-phenyl-1,6-naphthyridin-5(6H)-one — 5.23

2 Elemental Compor

file Edit Yiew Process Help
[i=] S M B8
Single Mass Analysis ~
Tolerance =500 PPM 7 DBE: min=-1.5, max = 100.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Mongoisotopic Mass, Even Electron lons
1007 formulale) evaluated with 38 results within limits (up to 50 closest results for each mass) —
Elements Used v
Mass Calc, Mass wDa | PPM | DBE | Formula FFIT | -FIT Horm | Fit Corf % c Iy flnlols ~
329.1284 04 1z 55 Cl3Hl N4 045 11zz  18.136 0.00 o214 % 1
3291279 0.8 27 405 C13 H2S 03 53 1165 22,386 0.00 13 2 303
329.1317 2.9 88 05 Cl0HS N4 0452 1152 21091 0.00 w2 4 4 2
329.1324 3.6 -109 95 ClIBHA Nz O2 S 117 17.678 0.00 w2 oz o2 1
329.1252 36 108 05 C9HZS NE O 53 1165 22,386 0.00 9 2 & 1 3
329.1250 3.8 115 105 Cl6 HI7 N4 04 m1 7.022 0.09 w17 4 4
329.1330 4.2 -128 185 (26 HI7 998 5712 0.33 % 17
3291245 4.3 131 45 Cl6 H2S 03 52 1149 20,847 0.00 1% 25 3 2
3291243 45 137 15 C8HZL NG OB 5 1130 18.901 0.00 8 21 & & 1
3291349 6.1  -185 55  Cl4 H2L N2 O7 1039 9.837 0.01 9 21 oz 7
329.1357 6.9 210 45 CISHS Nz 0252 1149 20843 0.00 15 5 2z 2 2
3291216 70 213 55 Cl2 H2 N6 OS2 1149 20.864 0.00 122 6 12
329.1362 7.4 225 105 €15 HI7 N6 O3 12z 68170 0.03 15 17 6 3 —
329.1214 74 225 05 C12 H28 M2 54 17,3 23.204 0.00 12 2wz 4
329,138 7.6 231 135 C23HAL S 117 17.628 0.00 o2 1
329.1211 77 234 95 CISH 035 11E  17.747 0.00 19 a1 3 1
329.1210 7.8 237 65 Cll HI7 N6 O 058 11732 0.00 1 17 6 8
329.1208 83 252 05 ClIHSMNZOSS2Z 1152 21098 0.00 1m oz’ oz 5 2
329.1382 9.4 286 05 Cl1HBSNZO7S 1128 18702 0.00 1mozs oz 7 o1
3291389 10,1 307 95 C19 H2i oS 989 4795 0.83 19 21 5
329.1381 4103 313 405 C12 H29 Mz 02 53 1165 22.407 0.00 12 2 2z 2 3
329.1185 10,3 313 105 CISHIF NG OS5 11,7 17.671 0.00 15 17 6 1 1
350 118N ine AR 48 15 WIS NP At Hes 2075 nan [ k! b4
WDl DB0
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C.3.15 2-{4-[(4-Azidopiperidin-1-yl)methyl]phenyl}-3-phenyl-1,6-
naphthyridin-5(6H)-one — 5.25

Eile Edit View Process Help
el® & M B
Single Mass Analysis -
Tolerance =500 PPM 7 DBE: min=-15 max=1000
Elerment prediction: Off
Mumber of isotope peaks used for i-FIT= 3
Monoisotopic Mass, Odd and Even Electran lons
286 formulale) evaluated with 26 results within limits (Up to 50 closest results for each mass) L8
Elements Used v
Mass. Calc, Mass b PP DEE | Formuls i-FIT i-FIT Norm Fit Conf % C H M o] e
437.2103 -1.0 2.3 17.0 28 H27 M3 02 3609 5252 0.52 28 27 3 b B
437.2076 1.7 39 12.5 25 H29 Mz 05 3602 4531 1.08 25 29 b 5
437.2117 -2.4 55 16.5 €30 H28 O3 3638 8120 0.03 30 29 3
437.2063 3.0 6.9 13.0 23 H27 NS 04 3615 5820 0.30 23 27 5 4
437.2143 5.0 -4 zZL0 C33HZZ N 3662 10575 0.00 33 7 1 e
a7 5140 £& 492 RS /10 W90 WA AE A1 tnaon nn e on & & ¥
DIl 069
MS_LCME_171213_27 8 (0.111) Cm (8:3) 1. TOF M2 ES+
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C MS spectra

C.3.16 N-[3-(1-{1-[4-(5-Ox0-3-phenyl-5,6-dihydro-1,6-naphthyridin-2-yl)benzyl]-
piperidin-4-yl}-1H-1,2,3-triazol-4-yl)phenyl]acrylamide — 5.1

File Edit View FProcsss Help
=] BE & M B
Single Mass Analysis ~
Tolerance = 100.0 PPM § DBE: min=-15, max = 1000
Elerment prediction: Off
Mumber of isotope peaks used for -FIT =3
Maongisotopic Mass, Even Electron lons
1004 farmula(e) evaluated with 95 results within limits (up to 50 closest results for each mass) L8
Elements Used: v
Mass [ Calc. Mass | mDa | PPM_| DBE_| Formula [iFr [iFThom  |Ftconf% | € | H | n | o | ~
60,2776 608.2779 1 02 65 C24 H42 N5 013 949 9707 0.01 24 5 13
4 H 1
608.2766 20 15 C23 H4E M OI7 91 10,833 0.00 23 46 1 17 =
608.2761 28 195 C36 HIB N3 06 872 1982 13.77 *® | 36
608.2801 38 235 C41 HIE N O 918 6592 0.14 4 3| 1 4
608.2814 59 285 (42 HM NS 922 7.054 0.09 42 34 0§
608.2739 6.4 25 C19 He2 N7 OIS 960 10,843 0.00 19 4 7 15
608.2819 67 10,5 €28 He2 N3 OI1 932 6055 0.03 2 42 3 11
608.2833 90 155 C30 HIB N7 O7 914 6233 0.20 B @ 77
608.2720 95 155 C3LHBMNSO8 913 6102 0.22 3 3@ 5 &
608.2707 11,7 105 C30 M2 NO1Z 933 &106 0.03 W42 112
608.2702 125 8.5 C43 H34 NE O 931 7.0 0.04 43 3 3 1 v
YDINOT1.2
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VDIIIO71.2
MS_LCMS_180313_2 4: Diode Array
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Purity: 88.8%
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