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Compound Name: 4-Methoxy-5-methyI-é-triisopropylsilyilpyridine

Compound No: 6
Notebook Pg(s): SH-II51y -

© Formula: C1gHpgNOSI
Molecular Weight: 279.4931 )
" Yields(s): 66%

* Appearance: white crystalline solid

Stability: stable -

mp/bp: 83-84 °C

]
| [0f% .
%C C%H o %N %

Elemental - . Calculated: | 6876 " 10.46 5.01
Analysis B
(Atlantic Microlabs, Inc.) ) . , N K

- . Found: | 874 - 10.50. 4.94

HRMS: Calculated. - Found

IR (thin film): cm™

2950, 2861, 1555, 1460, 1393, 1281, 1006, 882, 669
NMR (CDCly): ' ’ - ‘

TH-NMR (300 MHz) &

8.35 (d, 2 H, J= 12.4 Hz), 3.86 (s, 3 H), 2.33 (s, 3H), 1.45 (septet, 3H J=7.5 Hz), 1.10 (d, 18 H, J= 7.5 Hz)

3C.NMR (75 MHz) &

171.5,155.6, 154.5, 123.6, 121 -6; 60.0,19.0,15.7,11.9..

Literature References:
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Compound Name: (2R, 3RM-1-{(1S, 2R)-b'ans-2-((x-Cumyl)cycIohexyonycarbonyl]-2-(ethyl ;
propiolate)—3—methyI-5-triisopropylsilyl-2,3-dihydro-4-pyridine

Compound No: 7
Notebook Pg(s): SH-IlI-62-w

Formula: C35H54NO5Si
Molecular Weight: 608.3768 -
Yields(s): 70%

| "AppearanCe: white solid .

CO.Et . ~ Stability: stable .
COQ‘.(+)'TCC R
. mp/bp: 94-96 °C
7 o [@]2%; -30.2 (c0.41, CHCl3) -
%C | %H WN T %
Elemental | Calculated: | - 8.94 2.30
~ Analysis : 71.01 j )
(Atlantic Microlabs, Inc.) ‘
' . Found: 71.06 | 876 2.28 |

HR_MS:CaIcuIated o Found

IR (thin film): cm’™

2031, 2868, 1718, 1665, 1574, 1381, 1312, 1243
NMR.(CDCly):

'H-NMR (300 MHz) 8

7.63 (s, 1 H), 7.35-7.26 (m, 4 H), 7.15-7.08 (, 1 H, J= 6.5 Hz), 4.98-4.85 (m, 1 H), 4.12 (9,2 H, J= 6.7
" Hz),3.43 (d, 1 H, J =55 Hz), 2.432.21 (m, 2 H), 210 (d, 1 H, J=10.0 Hz), 1.92-1.90 (m, 1 H),
© 1.82-1.70 (m, 2 H), 1.39-1.18 (m, 15 H), 1.05-90 (m, 23 H)

13C-NMR (75 MHz) &

196.7,153.0, 151.4,146.1,127.9, 125.2; 125.0,111.4,81.1,78.6,72.1,71.1,62.0,51.1,49.4,41.7,
41.5,39.4, 33.3, 31.3, 26.7, 26.3, 25.8, 24.7, 22.9,20.7, 18.8, 18.7, 14.1,13.9, 11.1,10.7

[

Literature References:
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Compound Name (23 3RH1-(1S, 2H)-trans-2-(a-cumyl)cyclohexyloxycarbonyl]-z-(ethyl
proplonate)-3-methyl-5-tr|lsopropylsﬂyl-z 3-dihydro-4-pyridine

Cdrhpound No: 8

. : " Formula: 036H53N053|
Notebook Pg(s): SH-II-52y ‘ ,
' - Molecular Weight: 612.4084

0 o Yields(s); 100%
TIPS o - SRR
I ) S  Appearance: clear oil
N = Stability: stable
CO-(+)-TCC mp/bp:
8 | o [a]235 +74.5 (¢ 7.28, CHCly)
%C %H %N %
Elemental Calculated:
Analysis .
(Atlantic Microlabs, Inc. )
- Found:
HRMS: Calculated Found
612.4084 R 612.4102

IR (thin film): cm’™®

2942, 2848, 1734, 1713, 1665, 1574, 1462, 1381, 1317, 1280, 1248
NMR (CDCl3): '

"H-NMR (300 MHz) &

7.73 (s, 1 H), 734725(m 4 H), 713(t J=62Hz, 1

),495(brs 1H) 410409(m 2H),3.19(d,
J=27 Hz, 1H),25 (br s, 1 H),2.35-1.60 (m, 9H),1.391

20 (m, g H), 1.08-1.01 (m, 22 H)

BCNMR (75 MHz) &

199.6, 172.5, 152.5, 152.3, 146.9, 128.0, 125.5, 125.3, 110.9, 78.5, 60.6, 560 51.0, 430 39.7,33.6,
31.1,30.3,27.1,25.9, 24.9, 22.6,22.1, 19.0, 18.9, 14.3, 112 109

Literature References:

S3
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Compound Narﬁe: (8S, 9Sj—8-MetﬁyI-6-triisopfopylsily|-8,9-dihydroiﬁd‘ovlizidine-3,7-d\i'one7 -

Compound No. 9a
Notebook Pg(s): SH-II-53w

Formula: C4gH3{NO,Si
MélecﬁlarWéight: ‘321\.53 |
Yields(s): 80%
Appearance: whi;(e_solid, '

Stability: stable

.mp/bp: 80-82°C

9a ' [0 -252.0 (¢ 0.60, CHCI3)
T %C %H %N %
Elemental Calculated: 1 N o
Analysis . 67.24 9.72 . 4.35
(Atlantic Microlabs, Inc.) , .
Found: 67.09 - | 968 4.35
HRMS: Calculated - Found

IR (thin film): cm™ |
2035, 2869, 1725, 1658, 1565, 1460, 1378, 1301, 1262, 1130, 883

NMR (CDCly):

'H-NMR (300 MHz) &

7.74 (s, 1 H), 3.80- 70( m, 1 H) .62-2.56 (m 2H), 246-2 34 (m,2H),1.83 (pentet J=11 OHZ 1H),
1.40-1.27 (m, 2 H), 1.14 (d, J=6.6 Hz, 2 H), 1.08-1.02 (m, 18 H) ,

13C.NMR (75 MHz) &

199.7,171.7, 142.6, 112.6, 605, 46.3, 31.2, 25,6, 19.0, 189, 11.2,9.8

Literature References:
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Com'pouhd Name: ‘(8R, §S)—8-Methy|-6-triiébpropylsi|yl-5,6-dihydroindolizidine-3',7-dione

i Compound No: 9b
Notebook Pg(s): SH-IlI-53w

Formula: CygHgiNOzSI
Molecular Weight: 321 53
TIPS i o Yields(s): 80%
| ‘ _ " Appearance: cleér oil
oy _ ,
N Stability: stable
[0) o _ | mp/bp: |
ob I B ri88.0(cj.1S,CHQI3)

%c %M %N %
ifafgles'i‘;a' Calculated: | 67.24 | 872" | 435 | |
(Atlantic Microlabs, Inc.) : L : -

' Found: | 67.47 9.76 ‘}.07 :
HRMS: Calculated Found

IR (thin film): cm”

2032, 2868, 1723, 1654, 1558, 1456, 1381, 1264
NMR (CDCl,): )

'H-NMR (300 MHz) & .

772 (5,1 H), 4.31-4.24 (m, 1 H), 2.64-259 (m, 2 H), 2.55-2.47 (m, 1 H), 2.13-2.00 (m, 2 H), 1.38-1,29(m,
3 H), 1.09-1.03 (m, 21 H) , '

13C.NMR (75 MHz) §

202.1,172.2, 142.6,111.1, 58.0, 43.9, 31.0,20.0, 19.1, 19.0, 11.4,11.2,10.5

Literature References:
S5
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Compound Name: A
(8R, 9S)-8-Acetoxy-8-methyl-6-triisopropylsiIyI-8,9-dihydroindolizidine-a,7¢dione
Compound No: 10

Notebook Pg(s): SH-Ill-42w

Fomula: CagHsaNOGSI
Molecular Weight: 379.574
:Yilelds(sv): 54%
o Appeafance: white solid

Stability: stable

mp/bp: 119:120 °C

10 [0f% -37.4 (c0.27, CHCly)
%C %H %N %
Elemental : Calculated: 63.28 876 369
Analysis - _
(Atlantic Microlabs, Inc.) ‘ - o :
Found: - | 6328 | 888 355

HRMS: Calculated ' " Found

IR (thin film): cm™
2989, 2942, 1725, 1685, 1448, 1426, 1370, 1267
'NMR (CDCly): '

'H-NMR (300 MHz) 8

' 7.62(s, 1H),447 (ddd, J=2.1, , 13.3 Hz1H)342(m1H),302(td1HJ 46,12.3 Hz, 1 H),
2.65-2.22(m,6H),1.85(, ), 0(d, J=65Hz,3H) |

BCNMR (75 MH2) &

194.5,171.4,169.0, 141.6, 110.5, 76.4,63.4, 30.9, 21.4,18.9,18.7, 18.3, 149 112

Literature References:
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Compound Name: (8S, 9H)-B-Methyl;octahydroindolizine-7,8-diol |

Compound No: 11 ,
Notebook Pg(s). SH-1lI-54y

Formul.a:\,(.JanNOz |
| Molecular Weight: 171.1259
OH - k - Yields(s): 85%
: | ‘Appearance: white sdiid

N ‘ ’ |~ Stability: stable

mp/op: 128-129 °C

", (0?3 +40.0 (¢0.15, CHCl3) -
© %G %H %N %
Elemental Calculated: -
Analysis ,
(Atlantic Microlabs, Inc.)
Found:
HRMS: Calculated . Found-

1711259 - 1711264
IR (thin film): cm™ | ‘ .

3479, 2944, 1654, 1364, 1077,
NMR (CDCly): |

"H-NMR (300 MHz) &

3.21 (m, 1H),2.99 (m, 2 H), 2.72 (s, 1 H), 2.17:(m, 1 H), 2.08-1.50 (m, 8 H), 1.18 (s, 3H)

13C-NMR (75 MHz) 5

74.4,71.2,70.7,54.7, 50.1, 31.3,23.7,22.3,204

i

Literature References:

s7
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Compound Name:
(8R, 8,S)-8- Hydroxy-8-methyl-6-((Z)-2(R)-methyI-hexylldene)octahydromdol|zm-7-one

Compound No: 13
Notebook Pg(s): SH-lIl-61y

Formula: C4gHo7NO» -
.Mc-Jlecular Weight: 26‘5‘.2042 '
Yields(s): 51%

| Appeérance: colorless oil

Stability: stable

mp/bp:
13 .. 23 -~
- [0)*°p -6.3 (¢ 0.50, CHCl3)
%C %H %N o
Elemental ‘ . Calculated:
Analysis
(Atlantic Microlabs, Inc.) o
. : Found:
" HRMS: Calculated . Found

IR (thin film): cm™
3421, 2957, 2871,1700, 1122.
NMR (CDCly): |

TH-NMR (300 MHz) §

6.52 (dd, J= 14,102 Hz, 1 H), 4.02 (d, J= 139 Hz, 1 H), 367 (br 1 H), 3.22 (m, 1 H), 2.97 (dd, J= 2.6,
14.0 Hz, 1 H), 2.46-2.28 (m, 3 H), 2.00-1.80 (m, 2 H), 1.40-1.11 (m, 3 H), 1.26 (s, 3H),102(dJ 6.6 Hz,
3H), 0.87 (t, J= 6.8 Hz, 3H)

13C-NMR (75 MHz) §

 197.2,148.0,129.6,77.4, 73.1,69.2,55.3,52.1,36.3,32.9, 29.8, 23.6,22.8,20.0,17.8,14.0

Literature References:

S8
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‘Compound Name: (8R, é's)-s-Acetoxy-s-méthyl-s,é-dihydroindoli'zidine-3;7-dioné

CompoundNo: 3 -
Notebook Pg(s): SH-lll-45y

Formula: C11H13NO4 :
Molecular Weight: 223.0845 
Yields(s): 93% |
Appearance: white solid

Stability: stable

mp/bp: 102-104 °C ' o

3 | [ +27.3(c0.30, CHCly)

o/oC . °/oH ' CVON ‘ ‘ . o/o__-
Elemental ' Calculated:
Analysis
(Atlantic Microlabs, inc.)

Found:
HRMS: Calculated ~ ~ Found
223.0845 223.0838

IR (thin film): cm! |
2021,1725, 1685, 1598, 1416, 1325, 1269, 1243, 1198, 1096
NMR (CDCly): | o

"H-NMR (300 MHz) &

7.64(d,J= Hz, 1 H), 544(d J=8.1Hz, 1H), 393(dd J=7.1,9.7 Hz, 1H), 266258(m 2 H),
2.40-2.15 (m, 2 H), 201(5,3H), 153(s,3H) .

13C-NMR (75 MHz) &

1906, 1717, 169.0, 136.0, 106.2, 7.5, 76.2, 636, 30.8, 21.4, 18.3, 14.9,0.2

Literature References:

se
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Compound Name: (8R, 8aS);8-HydroxyI-8-methyl-7-octahydroind_oliz_idone)

Compound No: 2
_Notebook Pg(s): SH-lII-56w

- Formula: C9H1‘5N02
Molecular Weight: 170.1181
Yields(s): 75% -

Appearance: colorless oil -

‘ Stability: not stable

mp/bp:
2 . [0]%, 45.0 (¢ 0.50, CHCly)
%C CowH %N e %

Elemental . Calculated:

Analysis

(Atlantic Microlabs, Inc. )

- Found:
HRMS: Calculated " Found

IR (thin film): cm™

13411, 2934, 1720, 1645, 1374, 1100
NMR (CDCla): |

TH-NMR (300 MHz) &

378 (br's, 1 H), 3.25 (dd, J=7.5, 9.6 Hz, 1 H), 315 (t, J=7.5 Hz, 1 H), 3.04 (ddd, J= 7.5, 12.5, 145 5 Hz, 1
H), 2.35 (ddd, J= 3.5, 9.6, 12.5 Hz1H)231(m1H)223(de 27,145 Hz,1H), 216 (i J= 8.1 Hz,
1H)192172(m4H)116(s 3H)

3C-NMR (75 MHz) §

209.5,75.6,72.5, 54.2,50.3, 36.5, 23.7, 23.0, 17.0

Literature References:
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Compbund Name: (+)-Aliopumjliotoxin 267(A) | | |

Compound No: 1

Notebook Pg(s): SH-llI-62w

Formula: C1gHagNO,

| Mdepular wéight: 267.2198
Yields(s): és%‘
Appearance: cglodessloil

Stability: stable

| mp/bp:
L | [@f® +30.0 (c0.50, CHCly)
%C %H W %
Elemental . ~ Calculated: |
Analysis — -
(Atlantic Microlabs, Inc.)
. Found:

HRMS: Calculated . Found

v
'
ot

~ IR (thin film): cm’™®

3420, 2956, 1558, 1456
NMR (CDClg): '

TH-NMR (300 MHz) 8

,3H), 0.87 (t, J=7.2 Hz, 3H)

5.34 (d, J= 9.5 Hz, 1 H), 3.73 (s, 1 H), 361 (d, J= 11.7 Hz, 1 H), 3.05 (m, 1 H), 2.72 (d, J= 128 Hz, 1 H)
2.50-2.47 (m, 1 H), 2.40-2.36 (m, 1 H), 2.30-2.24 (m, 1 H), 2.0 (brs, 1 H). 1.77-1.60 (m, 2 H), 1.42-1.12(m, 3
H), 1.22 (s, 3 H), 0.98 (d, J=6.5Hz :

13C_NMR (75 MHz) &

139.0, 133.5, 81.1,70.5, 65.5, 54.5, 49.1, 37.3, .32.2, 299, 23.0,22.8,21.4,20.8,14.3

Literature References:”

S11 -
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Comparmg our (4)- Allopurmhotoxm 267TA ‘NMR Data ‘with. Overman's " v(+)- .

Allopumiliotoxin NMR Data

'"HNMR -
our data (300 MHz)

534 (d, J = 9.5 Hz, 1H)
373 (s, 1 H) |
3.61 (d,J =117 Hz, 1 H)
3.05 (m, 1 H)

272 (d,J=12.8 Hz, 1 H)

2.50-2.47 (m, 1 H)
2.40-2.36 (m, 1 H)
2.30-2.24 (m, 1 H)

2.0 (br s, OH) |

1.77-1.60 (m, 2 H)

1.42-1.12 (m, 3 H)
122(s,3H)

0.98 (d, J = 6.5 Hz, 3 H)

0.87 (1, J =7.2 Hz, 3 H)- |

» Overman's data (500 MHz) -
533 (dd, J = 1.5,9.5 Hz, 1 H)
371 (s, 1H)

3.60 (d, 7= 125Hz, lH)
10(m1H)

- 271 (d, J—12OHz lH)

2.50-2.45 (m, 1 H) -
2.41-2.37 (m, 1 H)

2.40-2.20 (m; 1 H)

2.91 (br s, OH)

1.80-1.60 (m, 2 H)
1.40-1.10 (m, 3 H)

1.21 (s, 3H)

097(d,J=65Hz,3H)

- 0.87(t, J=7.2Hz 3 H)
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BC NMR

our data (75 MHz) | | | © Overman's data (125 MHz)
43 : 14 o
208 - 206 "

21.4 a2

228 R 27

230 o S 22.8

29.9 | R 297

22 . 320

373 '8

49.1 S | '43.9}

54.5 ‘ o 54.3

655 o 652

70.5 | | 703

81.1 o 80.9

133.5 1334

139.0 _ ' ‘ . 1387

literature "[OL]B‘D +31 (¢ 0.22, MeOH)

our [¢1]?, +30.0 (c 0.50, CHCl,)
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