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Compound‘ Name. 5 Iodo-4—oxo-2 phenyI-S 4 dlhydro -2H- pyr|d|ne 1-carboxyllc acid benzyl ester

Compound No:  2a
Notebook Pg(s):

Férmula: C19H_i6N03 '
Molecular Weight: 433.24
Veds:
-Appea‘ran'c”e: _yeIIoW solid.

- Stability: stable away from light

" mphp: 111-112.

2a o I
C%C - %H . %N %
Elemental ‘ Calculated:
Analysis »
(Atlantic Microlabs, Inc.)
Found: -
HRMS: Calculated 434.0253  *  Found 434.0256

IR thin film): em™ 3035 2969 1732, 1675, 1579, 1497, 1454, 1391, 1291, 1248, 1179 1115, 1020,
951,013, 737,697

NMR (CDCl):

'H-NMR (300 MHz) &

8.51 (s, 1H), 7.37-7.15 (m, 10H) 579(d, H,J 66Hz) 5.27-5.25 (m, 2H)
3.29-3.10 (m, 2H) -

'3C-NMR (75 MHz) §

18583 151.59, 14752 13770 13453 129.02, 12882 12869 12839
12828 125,72, 76.00, 69.55, 56.33, 40. 57 B

Literature References:
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~ Compound Name:" (1 Hydroxy-3 phenyI propyl) -oxo-2 phenyl -3,4- dlhydro-2H pyndme 1-carboxyllc
‘ " acid benzyl ester :

Compound No: 3a- major S
Notebook Pg(s) 8y, 9y, 11w 13w, 13y, 14w 14y, 15w, 15y, 40w’ “

" Formula: C,gHayNO;-
Molecular Weight: 441.52
© Yield(s): 64% d.r.=1/25

Appearance: clear oil

Stability:
: | rﬁp/bp_: =
~3a  major Isomer .
major o
%Cc %H %N %__
Elemental | calcuated: | - 7617 616 © 847
Analysis . - "
(Atlantic Microlabs, Inc) o o T
- -Found: 76.01" 624 3.24
, HRMS: Calculated 4422018 . Found 442.2006
' c o . . ‘ » A
IR (thin film): cm 3444, 3028, 2020, 1726, 1660, 1621, 1496, 1454 1386, 1297, 1250, 1118,

1022, 964, 742, 697

_NMF* (CDCl3): 300 MHz -

'H-NMR (300 MHz) &

8.00 (s, 1H), 7.32-7.11+(m, 15H)567(d 1H, J= 69Hz)528518(m 2H)442(dd
1H, J= 63Hzand126Hz)306(dd 1H, J= 76Hzand165Hz)281-252(m 3H), .
1.98-1.90 (m, 2H) - , |

13C-NMR (75 MHz) &

19220 15278 141.65, 139.39, 138.17, 13482 12888 128.61; 128.43, 128.30, 12802 125.72,
120.54, 6913 68.78, 55.64,41.88,38.00, 31.92 - . -

Literature References:
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Compound Name: 5- (1 -Hydroxy-3- phenyl-propyl)-4-oxo-2 phenyl 3,4- dlhydro-2H pyndlne -1-carboxylic acid
benzyl ester
Compound No 3a-minor

- Notebook Pg(s) 8y, 9y, 11w 13w, 13y, 14w 14y, 15w 15y, 40w

Formula ngH27N04 :
Molecular Weight: 441.52
| Yield(s)-észt% dr.=125

Appearance: “clear 01I ‘

Stability:
, _ mp/bp:
3a ~ minorlsomer S
- "[(1]_2-30
%G WH o WN . %l
Elemental - , o Calculated: . 7647 . 6.16 o 347
Analysis - : . g
(Atlantic Microlabs, Inc.) ‘ - ' R
Found: 76.46 - 622 | = 313
LRMS: Calculated Found
PR -1 ‘
IR (hinfim): cm! 3439 3008, 2020, 1726, 1662, 1622, 146, 1454, 1386, 1298, 1251, 118,

1024, 961, 750, 698

NMR (CDCla): 300 MHz

‘H NMR (300 MHz) &

790 (s, 1H), 7.34-7.09 (m 15H), 570 (d, 1H, J= 68Hz) 5.29-5.19(m, 2H), 4.26 .
(t, 1H, J=65 Hz), 312 (dd, 1H, J= 7.4 Hz and 168 Hz), 2.83(d, 1H, J=166
Hz),2.76-2.47 (m, 2H), 2.11-1.84 (m, 2H) = o

13C-NMR (75 MHz) 8

192.63, 152.78, 141 .53, 139.42, 137.98, 134.76; 128.89, 12864 12839 128.30,
128.09, 125.77, 120.38, 70.07, 69.21, 5542 41.98, 38.03, 3210 SRS

.. Literature References:
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Compound Name: 5-(1-Hydroxy-hexyl)-4-ox0-2- phenyl 3,4-dihydro-2H- pyndlne 1-carboxyllc
o . acid benzyl ester
Compound No: 3b- major '

Notebook Pg(s): 16y, 36w, 41y, 55w, 56w

'For‘rﬁu!”a: CosHogNOy4
MoIedular Weight: 407..50
" Yield(s): 15% - 31% - 52% - 57%
dr.=1:16 -

‘Appearance: clear oil

~ Stability:’
3b°  majorisomer o _mp/bp:
[
%C s %H - o %N 70
Elemental Calculated: 7368 747 | 3.44
Analysis ‘ , . ‘ :
(Atlant|c Mlcrolabs Inc) . . ' ' )
Found: 73.65 - 7.24 - 348
~ HRMS: Calculated 4082175 . Found 408.2170
IR (thin film): em? - 3441,3082, 2930, 2858, 1727, 1662, 1622, 1497, 1454, 1386, 1298, 1247,

1197, 1117, 1022, 962; 763, 697

NMR (CDCl3): 300 MHz

1H NMR (3oo MHz) s

8.01 (s, 1H), 733715(m 10H) 5.70 (d, 1H, J= 7Hz) 529519(m 2H);'4.40 (dd,
1H, J = 6.3 Hz and 12.6 Hz), 3.14 (dd, 1H, J= 7.5 Hz and 16.5 Hz), 2.80 (d, TH, J=
16.5 Hz), 2.52 (d, 1H, J= 5.7 Hz), 1.66-1.59 (m, 2H), 1.25 (s, 6H), 0.88-0.84 (m, 3H)

"SC-NMR (75 MHz) 8-

192.05, 15282 139.19, 138.26, 134.87, 128.83, 12860 128.18, 127.98, 125.76, 121 .05, 69.07,
69.00, 5568 41.99, 36.58, 31.59, 25.28, 2255 1399 ‘

‘Literature References:

S4
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Compound Name: 5.(1 Hydroxy hexyl)-4 _ox0-2-phenyl-3,4-dihydro-2 H-pyridine-1-carboxylic acid
benzyl ester
Compound No: 3b-minor

Notebook Pg(s): 16y, 36w, 41y, 55w, 56w

| Formula; C25H29NQ4

MolecularWeith: 40750

Yield(s): 1'5%"- 31%-52%-57%
dr=116 . |

- Appearance: clear oil

 Stability:
3b . mlnorlsorﬁer mp/bp':
[alzaa'
%G %H %N %
Elemental Calculated: 7368 747 344
Analysis , : !
(Atlantic Microlabs, Inc) - - R , '
' Found: 7340 7.35 337
LRMS: Calculated ~~ Found

IR (thin film): cm™ 3444, 3092, 3060, 3028, 2953; 2920, 2857, 1723 1659, 1622, 1494, 1451,
1387, 1301, 1248 1200, 1114, 1018, 959, 756, 698 ,

NMR (CDCly): 300 MHz

"H-NMR (300 MHz) &

7.91 (s, 1H), 7.34-7.15 (m, 10H), 5.71 (d, 1H, J= 6.9 Hz), 5.25 (dd, 2H, J= 12 Hz and 20.1
Hz), 4.21 (dd, 1H, J = 6.9 Hz and 13.7 Hz), 3.15 (dd, 1H, J= 7.4 Hz and 16.6 Hz), 2.90-2.80
(m, 2H), 171156(m 2H), 124123(m 6H)087-083(m 3H)

13C-NMR (75 MHz) 5

192.38, 152.72, 139.23, 137.98, 134.73, 128.70, 128.51, 128.10, 127.89, 125.71, 120.73,
70.45, 69.02, 55.39, 41.98, 36.47, 31.44, 25.52, 22.43, 13.09

Literature References:
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Compound Name: 5- (Hydroxy phenyl- methyl)-4-oxo -2 phenyl -3 4-d|hydro-2H pyridine- 1-carboxyllc acid
benzyl ester

Compound No: 3c¢- ma]or

Notebook Pg(s): 21y, 37w 37y, 49y

Formula Cé6H23NO4

. MolecularWelght 41346
Yield(s): 0%, 80%, 3%, 61%
| a.r.,=7/i'

Appearance: clearoil

Stability:
3¢ majorisomer - " mphp:
[o?%
% %H %N %
Elemental - Calculated: | 75.53 © o581 | 3839
Analysis , : : :
(Atlantic Microlabs, Inc.) o , : o ; e
: - Found:. 7528 | 5.67 - 334
- LRMS: Calculated Found

IR (thin fim): cm™ | o
! | 3442, 3062, 3031, 2962, 2896, 1726, 1665, 1622, 1622, 1496 1453, 1387, 1317,
1257, 1199, 1119, 1018, 963, 738, 698

NMR (CDCls):

TH-NMR (300 MHz) &

7.88 (s, 1H), 7.32-7.11(m, 15H),5.70 (d, 1H, J= 7.2 Hz), 5.62 (d, 1H, J= 4.9
Hz), 5.25-5.15 (m, 2H), 317(dd 1H, J= 75Hzand167Hz) 3.09 (d, 1H, J=
| 49Hz),2.82(d, 1H, J= 16Hz) :

13C-NMR (75 MHz) 5

191.49, 15251 141.84, 140.22, 13804 134.64, 128. 59 128.39, 128.09, 12782
12724 126.12,125.70, 121.12, 6973 68.81, 55.55, 41.65

. Literature References:

'Se
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Compound Name: 5- (Hydroxy phenyl methyl)-4 -0x0-2-pheny|-3,4- dlhydro-2H-pynd|ne 1-carboxy||c aC|d
benzyl ester

- Compound No: 3c¢-minor ‘
"~ Notebook Pg(s): 21y, 37w, 37y, 49y

Formula: CsgHa3NOy4
MolecuiarWeight: 413.46
Yield(s): 40%, 80% (7:1), 53%, 61% -

Cdr=7M

)\ Lo o Appearance: clear oil
o> ™pn . | o
o g ’ Stability:
3¢ minor isomer : g
: : -mphp:
o |
% %H %N %
CElemental | Calculated: 7553 . 561 1339
Analysis o : . : :
(Atlantlc Mlcrolabs Inc) _ ‘ o ' -
; Found: | 7561 - o584 | 321
 LRMS: Calculated ~ ~  Found

R (thin film): cm’
(thin f"f“) cm 3448 1724 1659 1626, 1496 1452, 1387 1316, 1258 1119 1019, 961
738, 698 .

NMR (CDCly):

'H- NMR (300 MHz) &

7.78 (s, 1H), 733717(m 15H), 5.71° (d 1H, J=72 z), (d, J 54
Hz), 5.19 (dd, 2H, J = 12.3 Hz, 16.3 Hz), 8.37 (d, 1H, J= 5.6 Hz), 3.17 (dd, 1H,
Hz) .

J=75Hzand 16.7.Hz),2.84 (d, 1H, J=16.7 H

3C.NMR (75 MHz) &

192.43, 152.67,141.39, 140:68, 138.16, 134.76, 128.94, 128.64, 128.36, .
°128.17,128.01, 127.60, 126.32, 126.00, 121.06, 71.40, 59.15, 55.83, 41.94

Literature References:
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Compound Name: (Furan-3-yl hydroxy methyl)-4 -0x0-2-phenyl-3, 4-d|hydro-2H-pynd|ne 1-carboxylic acid
‘ benzyl ester

Compound No: ‘3d-major
Notebook Pg(s): 43w, 47w

Fonnula: 024H21N05‘
Molecular Weight: 403.43
Yield(s): 40%; 68% d.r.=1/2.6
Abpearanc_e: yellow oil

Stability: |

mp/bp:
3d major . - o3
%G %H . %N %

Elemental | calcuated: | 745 |- 525 347
Analysis ' ' _
(Atlantic Mlcrolabs Inc) . ' . _

Found: 7139 | 533 3.43

LRMS: Calculated . - Found

NP _1 » ‘
R (thin film): cm 3436, 3064, 3033, 1727, 1665, 1623, 1498, 1453 1387, 1326, 1295, 1253, 1216,
’ 1158, 1120, 1023, 974, 874, 763,698 _

NMR (CDClg): 300 MHz

"H-NMR (300 MHz) 8
8.02 (s, 1H), 7.32-7.12 (m, 12H), 6.26 (s,1H), 5.71 (d, 1H, J= 6.9 Hz), 5.56 (d, 1H, J= 3.5
Hz), 5.22 (dd, 2H, J= 12.1Hz and 15.9 Hz), 3.19-3.11 (m, 2H), 284 (d, 1H, J= 15.4 Hz)
3C.NMR (75 MHz) &

191.56, 152.58, 143.00, 140.20, 139.51, 137.96, 134,66, 128.71, 128.45, 127.95, 127.04,
125.65, 120.38, 108.82, 68.97, 63.29, 55.56, 41.64 _ |

- Literature References: '
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“Compound Name: 5 (Furan-S-yI hydroxy methyl)-4-oxo-2 phenyl-3 4-d|hydro-2H-pyr|d|ne
- -1-carboxylic aCld benzyl ester.

Compound No: 3d-mindr .

" Notebook Pg(s): 43w, 47w

" Formula: CpqH2yNOs
Molecular Weight: 403.43
Yield(s): 40%, 68% d.r.=1/2.6 -

Appearance: yellow oil

Co Stability: - -
07 0" >ph S
‘ ‘ . r_np/bp:‘
3d- : B
' minor . e [%]230 ,
% %H . %N %__ !
Elemental ' Calculated: - 7145 | . 525 . 3.47
Analysis ' L . 3 .
(Atlantic Microlabs, Inc) ' i ‘ ’ ,
Found: © . 71.09 ~ 555 . . .3.36
' LRMS: Calculated .~ Found

R I : '
IR (thin film): em™ - 3453 3007, 2902, 1726, 1666, 1622, 1498 1451 1386, 1821,1294, 1249, 1214,
\ : 1157, 1120, 1023, 958, 874, 762, 697 - :

NMR (CDClg): 300 MHz

"H-NMR (300 MHz) §

7.94 (s, 1H), 7.33-7.16 (m,12H ), 6.27 (s, 1H), 5.73 (d, 1H, J= 7Hz)‘5V43(d 1H,J=
6.5 Hz), 5.22 (dd, 2H, J= 12.2 Hz and 17 Hz), 3.40 (d, 1HJ 66Hz)317(dd 1H, J=
75Hzand17Hz)287(d 1H, J= 166Hz) ' , )

"C-NMR (75 MHz) 8

19243, 15269 143.19, 14040 139.66, 137.95, 134.72, 12895 128.65, 12819
128.12, 12682 125.87, 120.08, 10902 6924 65.33,55.73,41.92

Literature References: )

S9
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Compound Name: 5- (Cyc|ohexy| hydroxy methyI)-4 oxo -2- phenyl -3,4-dihydro-2H- pyndlne 1-carboxyl|c acid
benzyl ester -
Compound No: 3e _

Notebook Pg(s): 43y book A .

fFormuIa: 025H29N04
MolecularWelght 419 51 -
Yleld(s) 4%

Appearance:_ clear oil

- Stability:
mp/bp:.
3e mixture of isomers ‘ [01123D
%C . %H %N S %
Elemental ) Caloulated: | 7444 © | 697 | ' 33
Analysis . : o »
(Atlantic Microlabs, Inc.) : ' . ‘ R
- Found: . 74.21 ~7.08 . 328 .
~ LRMS:Calculated . Found

N
IR (thin film): cm 3446, 3032, 2925, 2851, 1725, 1661, 1618, 1497, 1450, 1387, 1247, 1197,
1118, 1017, 969, 738, 697 '

NMR (CDCI3) 300MHz

"H-NMR (300 MHz) 5

:796(3 1H), 7.29-7.14 (m, 10H)569(d AH, J= 618Hz)522(dd 2H, J=123
Hz and 16.1 Hz), 4.13 (t 1H, J= 6.1 Hz), 308 (dd, 1H, J= 73Hzand165Hz)
2.81-2.74 (m, 2H), 175078 (m, 11H).

- BC.NMR (75 MHz)

191.76, 152.69, 13961 138.02, 13479 128.58, 128.43, 12801 127.77,125.70, 12003
73.16, 68.87, 55.39, 41 70 29.35, 28.07, 2620 25.90, 25.73

Literature References:
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Compound Name: (1 Hydroxy hexyl)-2- methyl-4-oxo-3 4-d|hydro-2f-l-pyr|d|ne 1-carboxyl|c acnd benzyl ester

Compound No: 3f
Notebook Pg(s): 56y-59w

_FormUIa: CQQH25NO4
Molecular Weight: 351.40
" Yield(s): 64% (1:2.6) -

Appearance: oil

_ Stability: -

07 >0 ph -
L mp/bp:
3f P
1%
%G C%H %N . %
Elemental | Calculated:.
Analysis | . . . ~
(Aflantic Microlabs, Inc.) ]
: Found: .
- LRMS:Calculated 346 - Found 346

IR (thin fllm)7 em 3435, 2955 2930, 2858 1725, 1662, 1619 1456 1388 1309 1264 1138 1107
1065, 764 698

NMR (CDClg):

TH-NMR (soo MHz) &

isomerA 7.74 (s, TH), 7.39 (s 5H) 533523(m 2H), 438-432 m, 1H) 290281 (m, 1H) 2.35-2.29
(m, 1H), 1.70-1.61.(m, 2H)

IsomerB 770 (s, 1H), 7.39 (s, 5H), 533523(m 2H), 431-424(m 1H) 2.90-2.81 (m 1H) 2.35-2.29
‘ (m, 1H) 1.70-1.61 (m, 2H)

13C-NMR (75 MHz) &

lsomerA 193. 30 152.49, 13813 13506 12875 12838 11963 7049 6972 6899 4907 42.07,
36.32, 31.62, 2562 22 57, 16.83, 1400

isomer B 193 30, 15249 138.13, 135.06, 128.75, 128. 38 11963 7049, 69 72 68 99, 48.99, 4225
36.54, 31.62, 25.76, 22.57, 1677 1400 ‘

Literature References: -
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Compound Name: 5. (Hydroxy phenyl methyl)-2 methyl-4-oxo-3 4-d|hydro 2H-pynd|ne -1-carboxylic acid
: benzyl ester

Compou_nd‘No: 39 .
Notebook Pg(s): 57y-58y

l Formula: ‘CQ1H21NQ4
o Molecular Weight: 351 40
N Yleld(s) 57%, 46% (dr.= 1/35and
Ph
' 1/2 6)
Appearance oil -
0% 07 >Ph
' : Stabullty
3g
) mp/bp:
%
% %H %N %
Elemental | Calculated:
Analysis .
(Atlantic Mlcrolabs Inc) S
. - Found:
© HRMS:Calculated 3511417 ©  Found 351:1483

IR (thin film): em™ 3438, 3063, 3032,»2978. 1724, 1661, 1620, 1496, 1454, 1386, 1318, 1265,

1193, 1136, 1102, 1065, 1026, 989, 946, 738, 699

NMR (CDCls):

"H-NMR (300MHz) 8  major isomer: 7.64 (s, 1H), 7.36-7.23 (M, 10H), 5.59 (d, 1H, J= 4.7 Hz), -
: . 5.25-5.16 (m, 2H}), 4.65 (1, 1H, J=6.5Hz), 3.50 (d, 1H, J= 4.9 Hz), 2.81 (dd,
1H, J=6.8 and 16.5 Hz), 2.28 (d, 1H, J=16.5Hz), 1.17 (d, 3H, J= 6.8 Hz)

"minor isomer: 7.51-7.26 (m, 11H), 5.59 (d, 1H, J= 4.7 Hz), 5.21 (s, 2H), 4.68.
{t,1H, J=6.4 Hz), 3.48 (d, 1H, J=3.5Hz),5.70 (dd, 1H, J=6.9 and 16.5 _
- Hz),2.34(d, 1H, J=165Hz), 125 (d, 3H, J=6.7Hz). .

13C.NMR (75 MHz) 5 major isomer: 192.81, 152.19, 141.90, 139.33, 134.84, 128.57, 128.26,
C . 128.01,127.39, 12614 119.74,70.39, 6878, 49.02, 41.83, 16.62

‘ mlnorlsomer19328 152.26, 141.36, 139.55, 13487 128. 68 128.32,
128.02, 127.59, 126.30, 11994 71.03, 68.90, 49.15, 41 89 16.90

Literature Refe‘rences:

S12




© 2001 American Chemical Society, Org. Lett.., Comins 0l015529v Supporting Info Page 14

Compound Name: é-Methyl-4-oxo-5 -(1 -phenyl but 3-eny|) -3,4-dihydro-2H-pyridine- 1-carboxyI|c aC|d
" ) benzyl ester

Compound No: 4 -
"Notebook Pg(s): 61w

_Fdrmula:. Cu4H25NO;5
Molecular Weight: 375.46
:kaiéld.(s):. 100% ‘mix of diastereomers
dr.=118

Appearance: oil

Stability:
* mp/bp:
[of%
".p/oC‘ o KO/OH ’ S %N %,
Elemental Calculated:
Analysis -
(Atlantic Microlabs, Inc.). N
. Found:
" HRMS: Calculated 376.1913 ~ Found 376.1924

IR (thin filmy): cm'1 3063, 3028, 2975 2920 1721, 1665, 1618 1496, 1452, 1387 1325 1268, 1183,
o 1135 1106, 1066, 914 738, 699 :

NMR (CDCly):

_ |somerA 755 (s, 1H), 738-716(m 1OH) 575560(m 1H),
5.30-5.21 (m, 2H), 5.02-4.92 (m, 2H), 4.66 {t, 1H, J=5.7 Hz), 4.08 {,

1H, J=7.8Hz),2.77 (dd, 1H, J= 66Hzand16HZ)264-258(m
2H)231(d 1H, J=16.2 Hz), 1.22 (d, 3H, J= 6.8 Hz)

isomer B : 7.62 (s, 1H), 7.38-7.16 (m, 10H), 5.75-5.60 (m, 1H), 5.305.21 (m,
. 2H), 5.02-4.92 (m, 2H), 4.66 t, 1H, J=5.7 Hz), 3.97 (t, 1H, J=7.9 Hz

),
285278(m 1H), 264—258(m 2H) 229(d,1H, J= 162Hz) 114(d 1H; J
—67Hn

'H-NMR (300 MHz).8

BCNMR (75 MHz)'$
- isomer A : 191 65, 152,53, 142.86, 138.41, 136.64, 13519 128,67, 128.34,
128.05,127.84, 126.31, 121.05, 116.34, 68.70, 49.10, 42.11, 38.69, 16.81

isomerB : 191.74, 152,53, 143.36, 138.11, 136.55, 135.19, 128.59, 128.21,
128.05, 12774 12620 121.06, 116.41, 6878 49.10, 41.49, 38.08, 16.95

Literature References:
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Compound Name: 5- Benzyl—4-oxo-2 phenyl -3,4- dlhydro-2H pyridine- 1-carboxyllc a0|d
benzyl ester .
Compound No: 5a

Notebook Pg(s): 41w

Formula: _C26H23NO3
Molecular Weight: 397.47

Yield(s): 77%.

Ph ] ‘
’ Appearance: _cleeiroil
PR Stability:
07 0" ph
mp/bp»:
5a : és
[
%C o %H %N %
Elemental . : Calculated:
Analysis -
(Atlantic Microlabs, Inc. )
Found:
* HRMS: Calcuiated 398.1756°  Found 398.1749

IR (thin film): cm’*
: 3062, 3029, 1722, 1669, 1625 1496, 1453 1408, 1386 1318, 1253, 1199, 1119,

1023, 963, 737, 697
NMR (CDCly):

'H-NMR (300 MHz) 5

' 7.73 (s, 1H), 7.30-7.08 (m, 15H), 5.70 (d, 1H, J = 6.5 Hz), 5.22-5.13 (m, 2H), :
3.50 (dd, 2H, J = 153Hzand25Hz)312(dd 1H, J= 7.5 Hz and 16.6 Hz), 2.83
@ 1H,J=165Hz)

8C-NMR (75 MHz) &

191.15, 152.68, 139.80, 139.42, 138.35, 134.91, 128.69, 128.57, 128.53, 128.45,
128.30, 127.93, 127.84, 126.04, 125:90, 121.22, 119.27, 68.77, 55.88, 41.75, 32.85

3

Literature References:

. S14
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Compound Name: 4-Oxo-2-phenyl-5 (38-phenyl-propyl)- 34-d|hydro-2H—pynd|ne 1-carbox
' : - ylic acid benzyl ester - By

‘ Compound No: Sb
Notebook Pg(s): 40y

Ifo;mula: CogHo7NO,
Molecuilar Weight: 425.52
Yield(s): 72%

Appearance: clear oil

- Stability:
. . mp/bp:
5b. N
[0
%C . %H %N %
Elemental | calculated:
Analysis ‘ ‘ .
(Atlantic Microlabs, Inc.) - . ‘
- Found:
' HRMS: Caloulated 4262069 . Found 4262090
P 1. - A
R (thinfim): em™ 3062 3028, 2933, 1721, 1667, 1625, 1496, 1453, 1405 1385 1304, 1251,

; 1197 1117, 1019, 960, 748 697

NMR (CDCLy): 300 MHz

TH-NMR (300 MHz) 5

© 777 (s, 1H), 7.29-7.07 (m, 15H) 568 (d, 1H, J= 5.5 Hz), 525516(m, 2H), 3.05
(dd, 1H, J= 7.4 Hz and 16.5 Hz), 2.80 (d, 1H J= 163Hz) 2,51, 2H, J= 7.7 Hz),
230208(m2H)181160(m2H) AR

3C-NMR (75 MHz) 8

191.52, 152.70, 141.89, 138.59, 138.35, 134.94, 128.61, 128.45, 128.23, 128.07,
127.71,125.72,125.51,119.24, 68.69, 55.62, 41.64, 35.18,30.47, 26.88 :

Literature References: -
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Compound Name: 5-(1 Methoxy-3 phenyl-propyl) -0xo0-2-phenyl-3,4- dlhydro-2H-pynd|ne 1-carboxyI|c acid
. benzyl ester _

Compound No: 6

Notebook Pg(s): 53y

. Formula 029H29N04
Molecular Weight: 455.54
Yield(s): 100%

Appearance: oil -

Stability:
mp/bp:'
6 . [0
%C %H %N %__
Elemental Calculated: -
Analysis »
(Atlantic Microlabs, Inc.) .
. - Found:
HRMS: Calculated 456.2175 ~ Found 456.2153

IR (thin film): cm™ 3062, 3028 2930 2821, 1726, 1665 1623, 1496 1453, 1407, 1387 1295
1251, 1198, 1105, 1021, 963, 750, 698

NMR (CDCl3):

'H-NMR (300 MHz) 8 - isomer A : 8.04 (s, 1H), 732705(m 15H), 5.71 (d, 1H, J= 7.1 Hz),
5.67-5.21 (m, 2H), 4.20-4.15 (m, 1H), 3.26 (s, 3H), 324311 (m, 1H),
2.89-2.46 (m, 3H), 1.92-1.77 (m, 2H) ,

isomer B : 8.01 (s, 1H), 7.32-7.05 (m, 15H), 5.76 (d, 1H, J= 6.8 Hz), -
5.67-5.21 (m, 2H),4.20-4.15 (m, 1H), 3.16 (s, 3H), 3.04 (dd, 1H,J=7.31 Hz
and 16.4 Hz), 2.89-2.46 (m, 3H), 1.92-1.77 (m, 2H) - -

"*C-NMR (75 MHz) 8 isomer A : 190.97, 152.83, 141.92, 139.75, 138.06, 134.95, 128.81, 128.61,
| © 128.38,128.20,127.94,125.70, 119.23, 75.58, 69.07, 56.88, 41 65 37.81,

31.39

isomer B : 190.89, 152.83, 141.85, 13955 13818 134.95, 128.81, 128.61,
128.38, 128.20, 127.94, 125.70, 119.23, 75.58, 69.07, 55.87, 4209 3700

31.92

- Literature References::
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Compound Name 2 Methyl-4-oxo-5 (1 -phenylsulfanyl hexyl)-S 4—d|hydro-2H pyridine- 1-ca|boxyllc acud
‘ _ ‘benzyl ester
Compound No: 7 '
. Notebook Pg(s): 61y

Forrul: C%H@Noaé N
o MoIecularWelght 437.60
" Yield(s): 73% dr —1/22

" Appearance: oil

Stability: -
mp/bp: .
[
%C .. %H C%N %
- Elemental ; Calculated:
" Analysis _ _ - :
(Atlantic Microlabs, Inc.) _
' - Found:
'I-iRMS:CaIcuIatedl437.2025 t - Found 437‘.;_2011

IR (thin film): cm™ . 3063, 3034, 2956, 2929 2857, 1726 1667 1619, 1456, 1405, 1384, 1311, 1266,
1187, 1135, 1107, 1066, 741, 696

'NMR (CDCly):

1 - |somerA 7.78 (s, 1H), 739-714(m 10H), 530519(m 2H), 4.66-4.59 (m,
H-NMR (300 MHz) 8. 1H), 4.38 (dd; 1H, J= 7.4 Hz and 14.6 Hz), 2.68 (dd, 1H, J= 6.6 Hz and 16.3
. Hz),2.30(d, 1H, J= 16.2 Hz), 1.75-1.68 (m, 2H), 136126(m 6H), 1.17 (d,
1H, J=6.8 Hz), 085-083( m, 3H)

isomerB :7.73 (s, 1H), 739714(m 10H) 530519(m 2H), 466-459 (m,
1H), 4.38 (dd, 1H, J=7.4 Hz and 14.6 Hz), 2.79 (dd, 1H, J=6.7Hz and 16.5
Hz),2.30 (d, 1H, J= 162Hz)175168(m 2H)136126(m6H)099(d 1H,
J=68Hz),0.850.83 (m, 3H)

13C-NMR (75 MHz) § . ;
e |somerA.191.12,.152.20,139.27,135.13,131.-73,-128.67,128.23,126.71,
118.00, 68.83, 49.12, 43.41, 41.71, 35.57, 31.38, 27.14, 22.43, 16.76, 13.94

isomer B :'191.02, 152.20, 139.55, 135.13, 131.61, 128.67, 128.23, 126.71,
118.00, 68.83, 49.12, 43.04, 41.88, 35.01, 31.38,27.14, 22.43,16.56, 13.94

Literature References:
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Compound Name: - | | h |

Compound No: 8-major

. Notebook Pg(s): 70y, 7_1y

Formula: C29H31NQ4
Molecular Weight: 457.56 S
Yield(s): 80% d.r.=1/3.2

' Appearance: colorless oil =

SRS Stabilty: stable
)\ ~ less polar isomer (major 4 '
“o pol (major)

, mb/bp:
e 8 o [
%C - %HT - %N %___
Elemental - Calculated: 7612 683 | 306
Analysis - . ;
(Atlantic Microlabs, Inc.) N
: . Found:
HRMS: Calculated : 458.2331 " Found : 458.2324

IR (thin film): cm’” 2929, 2859, 1725, 1667, 1622, 1499, 1453, 1386, 1298, 1252, 1196, 1118, .
' 1020, 960, 736 696

NMR (CDCly):

'H-NMR (300 MHz) 8 7.83 (s, 1H)733-719(m11H)628(s 1H), 6.05 (d, iH,J=29
_ . Hz), 5.71 (d, 1H, J= 6.2 Hz), 5.26-5.17 (m, 2H), 4.02 (t, 1H, J=7.6
Hz), 3.14 (dd, 1H, J= 7.3 and 16.4 Hz), 2.85 (d, 1H, J= 16.5 H2),
180160(m 2H), 1.26-1.11 (m, 6H)084080(m 3H)

BCNMR (75 MHZ)S 19045 15636 152, 84,141 21 139.25, 138.33, 135.00, 128.73, 128.54,
: . 128.47,127.86, 125.86, 121.01, 110.00, 105.66, 68.79, 55.64, 41.75, 35.00,
34.06, 31 54 27.08, 22.46, 14.00

Literature References:
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Compound Name:
Compound No: -8-minor.

Notebook Pg(s): 70y, 71y

Formula: CogH3iNO4
Molecular Weight: 457.56
Yield(s): 80% d.r.=1/3.2

Appearance: colorless oil

 Stability: stable

)\ -~ more po-Iar isomer | - o
o~ 0 (minor) - e
O TR o
| % . . %H %N %__

Analysis
- (Atlantic M|crolabs Inc)

Fouhd:

HRMS: Calculated : 4582331~ Found : 458.2315

IR (thinfim): cm™ . 3032, 2927, 2858, 1725, 1669, 1623, 1499, 1453, 1386, 1302, 1252, 1197, 1118, -
: 1020, 961, 736, 697 |

'NMR (CDCly):

"H-NMR (300 MHz) 8 7.88 (s, 1H), 7:33-7.09 (m, 11H), 6.23 (d, 1H, J=2 Hz), 5.96 (d, 1H,
' J= 3Hz)567( d, 1H, J=7Hz), 5.21 (s, 2H),3.97 (t, 1H, J= 7.7
Hz), 3.16 (dd, 1H, J= 7.5 and 16.4 Hz), 2.80 (d, 1H, J-164Hz)
1.87-1.67 (m, 2H), 1.24 (s, 6H), 0.89-0. 82 (m, 3H)

3CNMR.(75 MHz) 8 190.51, 156.65, 152.84, 140.98, 139,69, 138.46, 135.00, 128.73, 128.60,
‘ 128.54, 128.02, 127.89, 125.92, 120.46, 110.02, 105.40, 68.86, 55.97,
42.10,35.61, 32.41, 31.57, 27.24, 22.46, 13.99.

Literature References:
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Compound rName: 5- Benzoyl-4—oxo—2 phenyl -3 4-d|hydro-2H-pyr|d|ne 1-carboxyhc acid’
benzyl ester
Compound No: 9a

Notebook Pg(s) 44y, 52y

~ Formula: C26H21NO4
Molecular Welght 411 45

Yleld(s) 62% -

‘Appearance. :
Stability:
| mp/op:
9a . ' ‘
.8 [0
%C . %H %N %
Elemental - " Calculated:
Analysis i
(Atlantlc Microlabs, Inc) -
Found:
'HRMS: Calculated 412.1548 .~ Found 412.1555

IR (thin film): em™ 3063, 3033, 2961, 2916, 1740, 1676, 1654, 1598, 1580, 1497, 1449, 1384, 1365,
1312, 1264, 1240, 1190, 1176, 1158, 1116, 1057, 1026, 972, 762,730, 698

NMR (CDCly):

'H-NMR (300 MHz) &

8.67 (s, 1H), 7.60-7.22 (m, 15H), 5.80 (d, 1H, J= 7.2 Hz), 5.28 (dd, 2H, J=
11.9 Hz and 18.9 Hz), 3.26 (dd, 1H, J= 7.5 Hz and 16.1 Hz),2.87 (dd, 1H, J=
1.4 Hz and 16.1 Hz) '

3C.NMR (75 MHz) &

191.97, 188.16, 152:18; 148.10, 138.09, 137.59, 134.21,132.62, 129.22, 129.15,
128.93,128.72, 128.44, 128.04, 125.66, 118.92, 69.99, 56.70, 42.38

Literature References:
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Compound Name 5- Cyclohexanecarbonyl-4-oxo-2 phenyl -3,4-dihydro-2H-pyridine- 1-carboxyl|c acid.

_ benzyl ester
Compound No: 9b

Notebook Pg(s): 50w -

Fbrmula: C26H27NO4
Molecular Weight: 417.50 .

~ Yield(s): 50%

)\ S , _ Appearance:
070" > ph o L
- Stability:
® | mp/op:. |
ol
%C T %H %N %
Elemental Calculated:.

Analysis
(Atlantic Microlabs, Inc.)

Found:

HRMS: Calculated 418.2618 A: ‘ " Found 418.2006

IR (thin film): cm’” 3064, 2929, 2852, 1743; 1674, 1561, 12197; 1450, 1402, 1381, 1358, 1335, 1297,
. 1237, 1216, 1167, 1139, 1113, 1084, 1068, 1028, 989, 964, 763, 697

NMR (CDCla):

"H-NMR (300 MHz) 5

8.93 (s, 1H), 7.36-7.11 (m, 10H), 5.70 (d, 1H, J= 7.4 Hz), 5.27 (dd, 2H, J= 12
Hz and 21.8 Hz), 3.38-3.31 (m, 1H), 318(dd 1H, J= 77Hzand159Hz)
2.77 d, 1H, J=15.9 Hz), 1.82-1.15 (m,.10H) ‘

"®C-NMR (75 MHz) 3

.200.98, 188.83, 152.20, 149.87; 13%.70,'134.20, 129.08; 128.94, 128.73, 128.51,
128.38, 125.55, 116.57, 70.04, 56.95, 48.33, 42.95, 28.66, 26.07, 25.79

Literature References:

S21
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Compound Name: 5-(Furan-3-carbonyl)- 4-0%0-2- -phenyl-3,4- dlhydro-2H—pynd|ne-
1-carboxylic acid benzyl ester '

Compound No:' 9¢

Notebook Pg(s): 45w, 51y |

Formula: CasHigNOs
" Molecular Weight: 401.41

Yield(s): 50%

Appearance:
p Stability:
0% N0 “ph S
- mp/bp:
9¢
[of%
- %C %H %N %
Elemental Calculated:
Analysis _ .
~ (Atlantic Microlabs, Inc.)
Found:
" HRMS: Calculated 402.1341 Found 402.1365

IR (thin film): cm’ 3131, 3064, 3033, 2962, 1740, 1678, 1641, 1561, 1498, 1454, 1389, 1321,
1286, 1240, 1153, 1116, 1061, 1026, 963, 944, 872, 823, 755, 698

NMR (CDCly):

H-NMR (300 MHZ) 5

8.72 (s, 1H), 7.83 (s, 1H), 7.37-7.18 (m, 1H), 6:71 (s, 1H), 5.77 (d, ‘1H J=7.2
Hz), 5.28 (dd, 2H, J= 12 Hz and 19.3 Hz), 324(dd 1H, J= 75Hzand161
Hz), 287(d 1H, J= 16Hz) .

13C-NMR (75 MHz) 3

188.08, 183.65, 152.15, 149.12, 148.13, 143;16, 137.53, 134.18,.129.14, 128.95, 128.73, o
128.47, 127.32, 125.57, 119.32, 109.87, 70.03, 56.59, 42.51

Literature References:

S22
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- Compound Name: 4. Hydroxy-5 (hydroxy phenyl-methy|)-2-phenyl-3,4-dihydro-2Hpyridine- 1-carboxyllc acid
‘ benzyl ester :
Compound No:1t0 - . o o \

“Notebook Pg(s): 62y Formula: CogHosNO
omuia: CogHasNOg

Molécular Weight: 41 5.48 ‘v
Yield(s): 77%.
Appeara.m'ce:. White solid
Stability:

- .mp/bp: 93-95°C

[l
10 )
% 0 .%H %N %
Elemental | calculated: -
Analysis
(Atlantic Microlabs, Inc.) ’
Found:
HRMS: Calculated 415.1784 " Found 415.1794
IR @hinfilm): om™ 3424 (broad), 2957, 1708, 1666, 1496, 1452, 1404, 1338, 1241, 1157, 1119, 1068,

1010 984, 746, 698

NMR (CDCly):

'H-NMR (300 MHz) 8  7.33-7.02 (m, 16H), 5.44 (d, 1H, J= 1.9 Hz), 5.27 (s, 1H)503(dd
2H, J=12.6 Hz and 15.8 Hz), 3.94-3.87 (m, 1H), 3.18 (s, 1H), 2.73
(d,1H,J=52H2), 227222 (m, 1H), 213201 (m 1H) .~

BC-.NMR (75 MHz) & - 153.33, 141.68, 140.90, 135.73, 128.53, 128.39, 127.96, 127.71, 127.49,
- : 127.11,126.71,124.95, 123.75,122.16, 73.25, 67.70,62.92, 54.76,
37.52 : ‘

Literature References:
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"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones”

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
‘Dept. of Chemistry, NCSU, Raleigh, NC
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"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC
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"Synthesis and Reactivity of N-Acyl-5-(1 -:<a8x<w_x<_v-m_m-a,:<a3-p-n<1ao:mm=
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Dept. of Chemistry, NCSU, Raleigh, NC

O OH

3g (minor isomer)

3¢ NMR ( CDCl3 75MHz)

S31

T T

BeRERERERENEEEEEN
I

._© 2001 American Chemical Societ

_—__“.___.—____uJ_—u———__.u___

“-_«.”._>_.~_«._.~._.~_~._._._.

200 180

SR EENNEEERE RN I

160 140 120 100 80

L R RN R R

40 20

0 PPM =20




"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones” -

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

0 AN
| Ph
Me N
o&/o\/_us
4

"HNMR ( CDCl,, 300 MHz)

S32

—t

© 2001 American Chemical Society, Org. Lett., Comins 01015529V'Supp0rting Info Page 33



"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC L

0 X
_ Ph
Me N
O&/O,\/ Ph
4

'3C NMR (CDCl;, 75MHz)

S33

.
TV RYY & Wy ..IF..P. L FRCA Wy ki " .PP.
L B L T R S TR S DR WS PPy WIS e

--—--_—-]\-—-q-—qlujq_—--.—--—w--._-_-—v-.-—--—-—-.-_--d--—--—--J—--—_--_-----—---—--—1—-_-—--.——%-ﬂ

220 - _ 200 180 160 140 120 100 80 60 40 20 0 PPM -20

_© 2001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 34




0
| Ph
P N
o&/o\/_u:
5a .

3C NMR (CDCl3, 75 MHz)

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

"Synthesis and Reactivity of z..>o<_-m-: -hydroxyalkyl)-2,3-dihydro-4-pyridones"

Lo

{?—)55\\. A A
i

PN

S

o

S34

Miuidnsontpvsbhira i bhimsion

226 200 180 160 140

© 2001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 35

120 100

80

50

40

c0

-q-.--u_.-——44ﬁ~m~j-q-.u~—-u—_-du—-—-—-uuﬂﬂ--——juuﬂl-——~_-u-ﬂ-qq-_“-_~u.-m—-mnm.uuuq_d.-m--—u-du—--quuﬂum--~

0 PPM ~-20




© 2001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 36

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

o]

Ph

|
N .
o\ﬁo\\/_u:
5a

'H NMR ( CDCl,, 300 MHz )

)

"Synthesis and .mmmo:<=< of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

A

S35

o AN

8 7 b 5

4

3

'm
- «-a\-_—‘_‘ﬂuq—J—--uu‘_‘dx—-—ﬂl—-Jn"-A——-ujﬂ\m_-n-u—-u-——.-‘-—-—.~

-

2

T T T

| LI LA A A

1 PP

RN

0




“Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones’

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

0]

ph”” N
o&/o\/vz
5b

'HNMR ( CDCls, 300 MHz )

S36

-~ L

_.-u-—--~HJ‘u-_j—wa\u|~ld1‘~|\—~1—-qwﬁ-HJHJ-«-—wu~4ﬂu|ﬂ-nﬂ4mu{——-ﬂq1ﬁa__.-.-~|~\~—.-J—J._-.-_
8 7 _ 5 9 4 3 2 : 1 PPH 0

62001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 37




© 2001 American Chemical Society, Org. Lett., Comins 01015529v Supporting Info Page 38

“Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

0O

Ph

|
Ph NT
_ok/o\/nz
5b

3CNMR (CDCl5, 75 MHz)

S37

RS W 1N A e

TTITY T iTreTy T
1 T ™ ~_|:J:w:.4juﬂ:_._-.__..;.:_H:..__]47_:.::‘q_.:..a.._4.:J..ﬂﬂ:::_:..:~:#~“:

220 200 189 60 140 120 100 80 &0 40 20

Waaivey

.-u-a\.«“u-umﬂ_-—

0 PPM 20




fie

"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

0] OMe

_
Ph” N
_ o\_/o\/_uz

6

Ph

'"HNMR ( CDCls, 300 MHz )

S38

— e AL
---—-.-—--.—.-——__-_—_H-—__-__—__—_—___.____-_-._-_—_-__-_-____-_—_-—-_-——

8 7 6 3 4 3 2 1 PPM 0

_© 2001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 39




"Synthesis and Reactivity of N-Acyl-5-(1-hydroxyalkyl)-2,3-dihydro-4-pyridones"

D. L. Comins*, Anne-Cecile Hiebel and Shenlin Huang
Dept. of Chemistry, NCSU, Raleigh, NC

Ph

3C NMR (CDCl; 75 MHz)

S39

-—-_-_—___-_.-___—-_-_-_—_—-_-_—.__-___-_-_._—

180 160 140 120 100 __.__mﬁ_u.______._mﬁ_v__.___._.Jﬁ_u__un_z___

©2001 American Chemical Society, Org. Lett., Comins 0l015529v Supporting Info Page 40




