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Oxime 7
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Oxime 9
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Crystal structure of 6, 7 and 9 viewed down the crystallographic a axis.



Molecules 2008, 13, 301-318

Crystal structure of oxime 7 viewed down the crystallographic b axis.
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Perspective view of crystal packing of oximes 6, 7 and 9.
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CH/= Hydrogen bonds: Oxime 7.

CH/n Hydrogen bonds: Oxime 9.
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1,2-DIARYL(3-PYRIDIL)ETHANONES AND DERIVATIVES
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'H NMR AND **C NMR ASSIGNMENTS OF ETHANONES 1-5
e 2-Cyclohexyl-1-(3-fluorophenyl)ethanone (1)

'H NMR (DMSO-dg, 200 MHz)
13C NMR (DMSO-dg, 50.3 MHz)

.6, 25.9, 25.7

e 1-[4-(Methylthio)phenyl]-2-phenylethanone (2)

14 NMR (DMSO-dg, 300 MHz)
13C NMR (DMSO-dg, 75.4 MHz)

HMQC
7.34
251 1256 331 146.3
2> HaCS
14773
7.33-7.20
135.9 127.1, 129.0, 130.3

o 1-[4-(Methylsulfonyl)phenyl]-2-pyridin-3-ylethanone (3)

1H NMR (CDCls3, 300 MHz)
13C NMR (CDClg, 75.4 MHz)

N

8.53, 148.5 N 8.54,1485

4.36,42.8 ~17.36
123.6, 137.2,
1951 =~ 140.0, 144.5, 150.3
o 8.19,129.2

8.08, 127.9 SO,CHjy 3.10,44.3

3
o 2-(6-Methylpyridin-3-yl)-1-[4-(methylsulfonyl)phenyl]ethanone (4)

'H NMR (CDClg, 200 MHz)
13C NMR (CDCl3, 50.3 MHz)
157.3
N r/ CH3 2.56, 24.1

126.0 N

) 7.16,123.3
75,1375
8.19, 129.2

8.07,127.9 \\SOZCHs 3.09, 44.3
4

140.1

144.3
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e 1-[4-(Methylthio)phenyl]-2-pyridin-3-ylethanone (5)

'H NMR (CDCl3, 200 MHz)
13C NMR (CDCl3, 50.3 MHz)

N

8.52, 150.4¢° Xy 8.52, 148.1
4.26, 42. 726
1953 123.8,137.2,
T 132.3. 146.6, 155.0
1) 7.94,128.8

7.28,125.0 SCHj 2.53,14.8

5
'H NMR AND **C NMR ASSIGNMENTS OF KETOXIMES 6,7 AND 9

e 1-[4-(Methylthio)phenyl]-2-phenylethanone oxime (6)

'H NMR (DMSO-dg, 200 MHz)
13C NMR (CDCl3, 75.4 MHz)

e 131.9
126.7 .
H3CS 136.3
4.10
2.43 30
15.3 -
758 | 7.21-7.16
1402 1285 ,N\ 128.4,126.3,125.5
/ HO" 1568
6

11.38
o 1-[4-(Methylsulfonyl)phenyl]-2-pyridin-3-ylethanone oxime (7)

14 NMR (400 MHz, DMSO-dg)
13C NMR (50.3 MHz, DMSO-dg)

8.47, 149.5 N\ 8.37, 147.4

4.22,43.4 =~ 7.28,123.7
7.56, 135.8
12.03HO. =~
N
1267595 SO2Me 320,277

Quaternary aromatic C: 140.7, 140.0 and 132.5

7

e 1-[4-(Methylthio)phenyl]-2-pyridin-3-ylethanone oxime (9)
1H NMR (200 MHz, DMSO-dg)
13C NMR (75.4 MHz, DMSO-dj)

g.44 N 834

413
413 2 7.6
11.51
HO. =
y
7.20 2.44
153.7 760 °M€ 143
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SYNTHESIS OF 1-ARYL-2-(3-PYRIDYL)ETHANONES 3-5
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METHOD A: Synthesis of N-methoxy-N-methyl-2-pyridin-3-ylacetamide (15)

_OMe
N coH N oy mN\Me
~ —_—
N” HCl N” N
17 15
e Essay num. 1 e Essay num. 4
1. SOCl,
_ A co,Et 1. Me(MeO)NH-HCI
N 2. KoCOq 2M | 2 2.i-PrMgCl
| COH 3. Me(MeO)NH-HCI P
N
N" -HCl 15 s (33%)

17

* Essay num. 2 * Essay num. 5

1.t-BuCOCI/EtzN

| T COMH 5 Me(MeO)NH-HCIEEN

7

N~ -HCI
17

* Essay num. 3

1. SOCl,/MeOH

|\ COH 2. Me(MeO)NH-HCI/i-PrMgCl

Pz
N~ -HCI

17

15

15

1. IE.-R (OH™ form)/EtOH

2. CDI/DMF

A

| _ COH 5 Me(MeO)NH-HCI

N~ -HCl (33%)
17

e Essay num. 6

1. IE.-R (OH™ form)/EtOH
2. CDI/DMF(cat.)
2. Me(MeO)NH-HCI/DIEA

P
N~ -HCI
17

(16%)
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15
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