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General. Ethyl acetate (ACS grade), hexanes (ACS grade) and diethyl ether
(ACS grade) were purchased from Fisher Scientific and used without further
purification. Anhydrous dichloromethane (HPLC grade) was purified by distillation
over calcium hydride. Anhydrous tetrahydrofuran was freshly distilled from
sodium-benzophenone. Triisopropylsilyl trifluoromethanesulfonate (TIPSOTY)
was distilled under reduced pressure over calcium hydride. Commercially
available reagents were used without further purification. Reactions were
monitored by thin layer chromatography (TLC) using Whatman precoated silica
gel plates. Flash column chromatography was performed over Silicycle silica gel
(230-400 mesh). '"H NMR and *C NMR spectra were recorded on Bruker DRX-
400 or DMX-500 spectrometers using residual solvent peaks as an internal
standard. Infrared spectra were recorded with a Nicolet FTIR spectrometer and
are reported in reciprocal centimeter (cm™). Mass spectra were recorded with an
Agilent 1100 LCMS using the following conditions unless otherwise noted; APCI,

POS, SCAN, 70, with methanol or dichloromethane as the eluting solvent.
General Procedure A: Preparation of Siloxy Alkynes

L LHMDS, LiOO'Bu, then TIPSOTf
R———H R———OTIPS

Anhydrous tert-butyl hydroperoxide (TBHP) was prepared following a detailed
literature  procedure.” CAUTION: SOLUTIONS OF OXIDANTS AND
OXIDIZABLE SUBSTRATES ARE POTENTIALLY HAZARDOUS AND
POSSIBLY SUBJECT TO VIOLENT DECOMPOSITION BY ADVENTITIOUS
CATALYSTS. Safety considerations related to handling solutions of TBHP have

been previously discussed. See reference 1 and further references cited therein.

A solution of alkyne (2 mmol) in THF (10 mL) was treated at —78 °C with freshly
prepared 1.0 M solution of LIHMDS in THF (2.4 mL). At the same time, a solution
of lithium t-butyl peroxide was generated through treating a solution of anhydrous
t-butyl hydrogen peroxide (3.7 M in toluene, 2.4 mmol, 0.65 mL) in THF (10 mL)
with 1.0 M LiIHMDS (2.6 mL) at —78 °C. Lithium t-butyl peroxide solution was



transferred to the alkynyllithium solution via cannula and the resulting mixture
was allowed to warm to 0 °C over 0.5 h, stirred at the same temperature for 2 h
and cooled to -78 °C before the drop-wise addition of triisopropylsilyl
trifluoromethanesulfonate (2.6 mmol, 0.7 mL). The resulting reaction mixture was
allowed to warm up to 0 °C, stirred for 0.5 h and diluted with hexanes (50 mL).
The organic layer was washed with saturated aqueous NaHCO; (40 mL), H.O
(40 mL), brine (30 mL), dried (Na>xSO,), filtered and concentrated. The residue
was subjected to purification via Kugelrohr distillation.

Me———0OTIPS

The above siloxy alkyne was prepared in 80% yield according to the general
procedure A except that the product was purified by silica gel column (pretreated
with EtsN) chromatography. '"H NMR (500 Hz, CDCls) & 1.66 (s, 3H), 1.27-1.20 (m,
3H), 1.10 (d, 18H, J = 7.5 Hz); "*C NMR (125 Hz, CDCls) & 85.4, 25.5, 17.3, 11.8,
1.51; IR (neat, cm™) 2947, 2869, 2289, 1464; MS(APCI) Calculated for
[C12H240Si]™: 212.16; [M* + MeOH + H]: 245.19; Found: 245.1.

:Me
——OTIPS

The above siloxy alkyne was prepared in 95% yield according to the general
procedure A. '"H NMR (500 MHz, CDCls) § 2.05 (t, 2H, J = 6.3 Hz), 1.41-1.35 (m,
4H), 1.27-1.20 (m, 3H), 1.11 (d, 18H, J = 7.5 Hz), 0.87 (t, 3H, J = 6.8 Hz); '°C
NMR (125 MHz, CDCl3) 6 86.7, 32.1, 30.4, 21.9, 17.3, 16.9, 13.6, 11.8; IR (neat,
cm’™") 2946, 2868, 2278; MS (APCI) Calculated for [C1sH3:OSi]*: 255.48; Found:

255.0.
Q%OTIPS

The above siloxy alkyne was prepared in 85% yield according to the general
procedure A. "H NMR (500 MHz, CDCls) § 7.32-7.30 (m, 2H), 7.25-7.22 (m, 2H),
7.19-7.15 (m, 1H), 1.38-1.32 (m, 3H), 1.18 (d, 18H, J = 7.5 Hz); *C NMR (125
MHz, CDCl3) & 131.4, 128.1, 125.9, 125.2, 96.8, 33.5, 17.3, 11.9; IR (neat, cm™)



2946, 2868, 2266; MS (APCI) Calculated for [C1gH3:OSi]* 307.52; [M* + MeOH +

H]: 307.52; Found: 307.2.
O%OTHDS

The above siloxy alkyne was prepared in 91% yield according to the general
procedure A. "H NMR (500 MHz, CDCl3) & 2.28-2.24 (m, 1H), 1.74-1.67 (m, 2H),
1.67-1.64 (m, 2H), 1.47 (m, 1H), 1.34-1.21 (m, 8H), 1.12 (d, 18H, J=7.0 Hz); '°C
NMR (125 MHz, CDCl3) 6 87.2, 35.1, 34.0, 28.0, 26.1, 25.1, 17.4, 11.8; IR (neat,
cm’') 2293, 2868, 2274, 2076, 1464; MS (APCI) Calculated for [C17H330Si]":
281.23; Found: 281.1.

General Procedure B: AgNTf,-Catalyzed Aldehyde Olefination

A solution of siloxy alkyne (0.20 mmol) and aldehyde (0.22 mmol) in CHxCl, (4
mL) was cooled to -78 °C under inert nitrogen atmosphere and treated with
AgNTf, (3.9 mg, 0.01 mmol). The reaction mixture was stirred at the same
temperature for 30 min. The reaction was allowed to warm to room temperature
and stirred for another 30 min. The solvent was removed under reduced pressure.
Crude product was purified directly by silica gel column chromatography to afford

the requisite olefination product.
(0]

Me
OTIPS
Me

6
Ester 6 was prepared in 87% vyield according to the general procedure B. 'H
NMR (500 Hz, CDCls) & 6.81 (t, 1H, J = 7.5 Hz), 2.17 (m, 2H), 1.82 (s, 3H), 1.45-
1.25 (m, 9H), 1.08 (d, 18H, J = 7.5 Hz), 0.89 (t, 3H, J = 7.0 Hz); *C NMR (125
Hz, CDCls) 6 168.1, 143.4, 128.6, 31.5, 28.8, 28.3, 22.5, 17.8, 14.0, 12.6, 12.0;
IR (neat, cm™") 2945, 2868, 1691, 1646, 1465; MS (El) Found: 313.2.



]
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Ester 7 was prepared in 75% vyield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 6 6.84 (t, 1H, J= 7.5 Hz), 3.71 (t, 2H, J = 6.3 Hz), 2.40 (m,
2H), 1.84 (s, 3H), 1.32 (m, 3H), 1.09 (d, 18H, J = 7.5 Hz), 0.88 (s, 9H), 0.04 (s,
6H); "*C NMR (100 Hz, CDCl3) § 167.9, 139.6, 130.3, 61.7, 32.5, 25.9, 18.3, 17.9,

12.8, 12.0, -5.4: IR (neat, cm™) 2948, 1692, 1650, 1464: MS (EI) Found: 401.2.

]
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Ester 8 was prepared in 87% vyield according to the general procedure B.'H
NMR (500 Hz, CDCl3) 6 6.61 (d, 1H, J = 9.5 Hz), 2.62 (m, 1H), 1.84 (d, 3H, J=
4.5 Hz), 1.30 (m, 3H), 1.09 (d, 3H, J = 7.5 Hz), 1.02 (d, 6H, J = 6.5 Hz); '*C NMR
(125 Hz, CDCl3) 5 168.4, 149.7, 126.6, 28.0, 22.0, 17.8, 12.5, 12.0; IR (neat, cm™)

2961, 2869, 1693, 1646, 1465; MS (El) Found: 285.1.
o
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9
Ester 9 was prepared in 75% vyield according to the general procedure B. 'H
NMR (500 Hz, CDClg) 6 7.19 (d, 1H, J = 11.5 Hz), 6.37 (m, 1H), 6.08 (m, 1H),
1.92 (s, 3H), 1.87 (d, 3H, J = 6.5 Hz), 1.35 (m, 3H), 1.09 (d, 18H, J= 7.5 Hz); '°C
NMR (100 Hz, CDCl3) 6 168.5, 139.2, 137.7, 127.6, 126.0, 18.9, 17.8, 12.8, 12.0;
IR (neat, cm™) 3033, 2945, 2868, 1685, 1644, 1610; MS (El) Found: 283.1.
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Ester 10 was prepared in 84% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 6 8.25 (d, 2H, J= 8.5 Hz), 7.72 (s, 1H), 7.54 (d, 2H, J= 8.5
Hz), 2.13 (d, 3H, J = 1.5 Hz), 1.39 (m, 3H), 1.13 (d, 18H, J = 7.5 Hz); '*C NMR
(125 Hz, CDCl3) 6 167.5, 147.1, 142.6, 136.5, 133.4, 130.2, 123.6, 17.8, 14.5,

12.0; IR (neat, cm™) 3080, 2946, 2868, 1692, 1597; MS (El) Found: 364.1.
(0]
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11

Ester 11 was prepared in 85% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 6 7.30-7.26 (m, 2H), 7.21-7.18 (m, 3H), 6.82 (t, 1H, J=7.5
Hz), 2.76 (t, 2H, J = 7.5 Hz), 2.53-2.48 (m, 2H), 2.24 (t, 2H, J = 7.5 Hz), 1.36-
1.26 (m, 7H), 1.09 (d, 18H, J = 7.5 Hz), 0.88 (t, 3H, J = 7.0 Hz); *C NMR (125
Hz, CDCl3) 6 167.7, 141.8, 141.2, 134.2, 128.4, 126.1, 35.1, 31.5, 30.7, 26.8,
22.7, 17.8, 14.0, 12.0; IR (neat, cm™) 3064, 2956, 1693, 1642, 1604, 1496; MS
(El) Found: 389.2.

Me OTIPS

12
Ester 12 was prepared in 93% vyield according to the general procedure B. 'H
NMR (500 Hz, CDCls) 6 6.82 (t, 1H, J = 7.5 Hz), 2.28 (t, 2H, J = 7.3 Hz), 2.07 (1,
2H, J = 7.3 Hz), 1.77-1.71 (m, 1H), 1.38-1.30 (m, 7H), 1.09 (d, 18H, J = 7.5 Hz),
0.94 (d, 6H, J = 7.0 Hz), 0.90 (t, 3H, J = 7.0 Hz); *C NMR (125 Hz, CDCls) &



168.9, 142.2, 134.1, 37.6, 31.6, 28.4, 26.9, 22.8, 22.5, 17.9, 14.0, 12.0; IR (neat,

cm’) 2956, 2869, 1692, 1641, 1465; MS (El) Found: 341.3.
o)
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Ester 13 was prepared in 94% vyield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 8 6.58 (d, 1H, J = 10 Hz), 2.65-2.61 (m, 1H), 2.28 (t, 2H, J
= 7.8 Hz), 1.40-1.29 (m, 7H), 1.09 (d, 18H, J= 7.5 Hz), 1.02 (d, 6H, J = 6.5 Hz),
0.90 (t, 3H, J = 7.3 Hz); ®*C NMR (125 Hz, CDCls) & 168.2, 149.7, 131.3, 32.1,
27.9, 27.0, 22.8, 22.4, 17.9, 13.4, 12.0; IR (neat, cm™") 2959, 2869, 1692, 1642,

1465; MS (El) Found: 327.2.
(0]

Me/\/i:“)‘\OTIPS
Me” X

14

Ester 14 was prepared in 66% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) & 7.18 (d, 1H, J = 11.5 Hz), 6.39-6.33 (m, 1H), 6.12-6.05
(m, 1H), 2.38 (t, 2H, J= 7.5 Hz), 1.87 (dd, 3H, J; = 7.0 Hz, J> = 1.5 Hz), 1.44-1.25
(m, 7H), 1.09 (d, 18H, J = 7.5 Hz), 0.91 (t, 3H, J = 7.0 Hz); *C NMR (125 Hz,
CDCl3) ¢ 168.3, 139.3, 137.8, 131.1, 127.5, 32.0, 27.0, 22.7, 18.9, 17.9, 14.0,
12.0; IR (neat, cm™') 3032, 2946, 2868, 1685, 1642, 1605, 1465; MS (El) Found:
325.2.

Me OTIPS

15
Ester 15 was prepared in 73% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 6 7.71 (s, 1H), 7.41-7.37 (m, 4H), 7.34-7.31 (m, 1H), 2.55-
2.51 (m, 2H), 1.59-1.53 (m, 2H), 1.43-1.35 (m, 5H), 1.44 (d, 18H, J = 7.5 Hz),



0.92 (t, 3H, J = 7.0 Hz); ®C NMR (125 Hz, CDCl3) & 168.3, 139.2, 136.0, 134.9,
129.3, 128.4, 128.2, 31.5, 27.6, 22.9, 17.9, 13.9, 12.0; IR (neat, cm™') 2946, 2868,
1690, 1627, 1465; MS (El) Found: 361.1.

Me’ OTIPS

O,N
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Ester 16 was prepared in 84% yield according to the general procedure B. 'H
NMR (500 Hz, CDCIs) 6 8.24 (d, 2H, J=8.5 Hz), 7.68 (s, 1H), 7.49 (d, 2H, J= 8.5
Hz), 2.49 (t, 2H, J = 8.0 Hz), 1.55-1.51 (m, 2H), 1.42-1.34 (m, 5H), 1.12 (d, 18H,
J=7.5Hz), 0.88 (t, 3H, J = 7.3 Hz); ®*C NMR (125 Hz, CDCl3) & 167.4, 147.1,
142.7,138.4, 136.3, 129.8, 123.7, 31.4, 27.7, 22.8, 17.8, 13.8, 12.0; IR (neat, cm’
') 3079, 2947, 2868, 1694, 1597, 1522; MS (El) Found: 406.1.
0
OTIPS
Me
17
Ester 17 was prepared in 72% vyield according to the general procedure B. 'H
NMR (400 Hz, CDCl3) 6 6.69 (t, 1H, J = 7.5 Hz), 2.40-2.19 (m, 2H), 2.20 (m, 1H),
2.19 (m, 5H), 1.50-1.21 (m, 13H), 1.09 (d, 18H, J=7.5 Hz), 0.88 (t, 3H, J=7.0
Hz); *C NMR (125 Hz, CDCls) & 168.7, 167.9, 142.7, 138.9, 138.0, 137.8, 41.3,
38.5, 32.8, 31.5, 30.5, 29.6, 29.5, 28.8, 28.2, 27.0, 26.8 26.2, 25.9, 22.6, 22.5,
17.9, 14.0, 12.1; IR (neat, cm™) 2927, 2867, 1691, 1465; MS (El) Found: 381.2.
(0]
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Ester 18 was prepared in 76% yield according to the general procedure B. 'H
NMR (500 Hz, CDCls) 8 7.35-7.32 (m, 2H), 7.28-7.25 (m, 1H), 7.15-7.13 (m, 2H),
7.09 (t, 1H, J = 7.5 Hz), 2.07 (m, 2H), 1.42-1.21 (m, 9H), 1.02 (d, 18H, J=7.5



Hz), 0.84 (t, 3H, J = 7.0 Hz); *C NMR (125 Hz, CDCl3) & 166.8, 145.8, 136.1,
135.0, 129.6, 127.8, 127.1, 31.4, 29.6, 28.5, 22.4, 17.7, 13.9, 11.9; IR (neat, cm™)
2945, 2868, 1697, 1637, 1465; MS (EI) Found: 375.2.

0O
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Ester 19 was prepared in 76% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) 6 7.46 (d, 1H, J = 10.0 Hz), 7.38-7.35 (m, 2H), 7.31-7.30
(m, 1H), 7.22-7.20 (m, 2H), 6.19-6.12 (m, 2H), 1.79 (d, 3H, J= 6.5 Hz), 1.31-1.25
(m, 3H), 1.05 (d, 18H, J = 7.5 Hz); ®*C NMR (100 Hz, CDCls) § 167.2, 141.3,
139.6, 135.9, 131.7, 130.1, 128.4, 127.8, 127.2, 18.8, 17.7, 11.9; IR (neat, cm'1)
2945, 2867, 1690, 1637, 1465; MS (El) Found: 345.2.

T

20
Ester 20 was prepared in 69% yield according to the general procedure B. 'H
NMR (500 Hz, CDCl3) & 8.01 (d, 2H, J = 9.0 Hz), 7.87 (s, 1H), 7.37-7.35 (m, 3H),
7.21-7.17 (m, 4H), 1.35-1.29 (m, 3H), 1.04 (d, 18H, J = 7.5 Hz); *C NMR (100
Hz, CDCls) 6 166.6, 147.3, 141.3, 137.5, 135.4, 131.0, 129.3, 128.8, 128.2, 123.3,
17.7, 11.8; IR (neat, cm™) 3060, 2945, 2867, 1695, 1595, 1522; MS (El) Found:
426.1.

OTIPS
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Diester 23 was prepared in 80% yield according to the general procedure B. 'H
NMR (500 Hz, CDCls) 6 6.73 (t, 1H, J= 7.5 Hz), 3.67 (s, 3H), 2.34 (t, 2H, J=7.5
Hz), 2.28-2.20 (m, 4H), 1.79-1.76 (m, 2H), 1.36-1.29 (m, 7H), 1.07 (d, 18H, J =



7.5 Hz), 0.88 (t, 3H, J = 7.0 Hz); ®*C NMR (125 Hz, CDCls) § 173.6, 167.7, 141.5,
134.6, 51.5, 33.5, 31.6, 27.9, 26.9, 24.1, 22.8, 17.9, 14.0, 12.0; IR (neat, cm™)
2956, 2868, 1743, 1693, 1642; MS (El) Found: 385.6.

Me O
(0] OTIPS
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24

Ester 24 was prepared in 76% yield according to the general procedure B. 'H
NMR (400 Hz, CDCl3) 6 6.75 (t, 1H, J= 7.5 Hz), 2.44 (t, 2H, J = 9.2 Hz), 2.27 (t,
2H, J=9.2 Hz), 2.21-2.15 (m, 2H), 2.13 (s, 3H), 1.63-1.57 (m, 2H), 1.47-1.28 (m,
9H), 1.07 (d, 18H, J = 7.5 Hz), 0.89 (t, 3H, J = 8.7 Hz); "*C NMR (100 Hz, CDCls)
5 208.8, 167.8, 142.5, 133.9, 43.5, 31.6, 28.5, 28.4, 26.9, 23.5, 22.8, 17.8, 17.7,
14.0, 12.0; IR (neat, cm™") 2945, 2867, 1719, 1690, 1641, 1465; MS (El) Found:
383.3.



Eurrent Data Farameters

NAME TIPSO-~praopyne
EXPNG 5
QO WO~ O Wm0 OWD~—~ — {0 PROCND 1
E DWW~ YA~ 00— QOO
S COANUANNNART == 2SS
a T e o F2 - Acquisition Parameters
Date_ 20054220
Time 10.55
INSTAUM sgect
PROBHE g mm GNP iH
eS PULPROG g
10 32768
SOLVENT Coc13
NS 4
Me DS 0
SHH 5208.333 Hz
FIDRES 0.158946 Hz
AQ 3.1457779 sec
RG 16
oW 96.000 usec i
OE 4.50 usec
TE 300.0 K
01 10. 00000000 sec
2=sasmmcc=== CHANNEL f1 ======e=: W
NUC1 tH 7
P1 10.00 usec
PLY 0.60 dB ,
SFO1 500.1320118 MHz
F2 - Processing parameters
SI 16384 :
SF 500.1300423 MHz “
WOW EM :
558 Q
LB 0.30 Hz
GB 0
pC 1.00
4D NMA plot parameters
| &Ch cx 26.00 cm
Fip 7.756 ppm
F1 3879.05 Hz
Fer 0.455 ppm
F2 227.56 Hz
= W % ﬁ PPMCM 0.36505 ppm/cm ,
5 & |- HZCH 182.57472 Hz/cm ,
o |ele i

]




ppm

—85. 4066

77.2508
=—76.997%

76.7424

OTIPS

25.5104

—17.3136

11.7869

1.5292
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Current Data Farameters

NAME TIPSG-propyne
EXPND 4
PROCND 1

F2 - Acguisition Parameters

Date_ 20051220
Time 10.52
INSTRUM spect
PAOBHD 5 mm GNP 1H
PULPROG zgdc
T0 2380490
SOLVENT Aceton
NS 12
DS o
SWH J9682.539
FIDAES &, 166670
AQ 2.999364)
alt] 819z
OW 12.600
OE 7.50
TE 300.0
D1 4.00000000
dii 0.03000000

»smszexzx=== [CHANNEL f1

NUC1 13C
P1i 8.20
PLL 0.00
5FO1 125.7736214

=anmwwxscz==x [CHANNEL f2

CRPAG2 waitz 16
NUC2 1H
pCPD2 90.00
PL2 120.00
pL12 19.¢0
SFO2 S0¢. 1338000

usec
usec
K
Sec
Sec

usec
dB
MHz

usec

F2 - Processing parameters

SI 32768
5F 125.7577922
WO EM
558 0
L8 1.00
GB 0
PC 1.40

1D NMB plot parameters

cx 20.00
FiP 111.123
Fi 13974.52
FaP -10.295
F2 -12894 .63
PPMCM £.07086
HZCM 763. 48758

WHZ

Hz

ppm

Hz
ppm

HZ
ppm/cm
Hz/cm




ppm

OTIPS

2.061
2.050
2.036

1.398
1.394
1.386
1.381
1.374
1.256
1.241

-

1.226
1.117
=—1.102

__0.885

Integral

2.008

4.134
3.136
18.994

0.873
0.871
0.858

3.000

Current Data Parameters
NAME TIPSO0-hexy-924
EXPNQ 1
PROCNO 1

F2 - Acquisition Parameters

Date 20050925
Time 20.43
INSTRUM spect
PROBHOD 5 mm GNP 1H
PULPAROG g
D 32768
SOLVENT chC13
NS 4
0s 4]
SWH 5208.333
FIDRES 0.158846
AQ 3.1457779
RG a
OW 96.000
BE 4.50
TE 3c0.0
01 2.00000000
============ CHANNEL fi
NUGC1 1H
F1 10.00
PL1 G.00
SFO4 500.1320118

Hz
Hz
SEC

usec
usec

SEeC

F2 - Processing parameters

51 16384
SF 500.1300132
KOW EM
558 0
L8 6.30
6B 0
PC 1.00

10 NMR plot parameters

CX 20.00
F1F 7.620
F1 3a10.89
F2r 0.430
F2 225.28
PPMCM 0.35847
HZCM 179.28041

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppm/cm
Hz/cm




epm

———06.65684

77.2592
=——-77.0044

76.7501

———32.0854
———30.4279
—21.8715

TT—16.8630

__—17.3151

———13.5902
——11.8160

ppm

100

80

B0

40

Current Data Parameters

NAME TIPSO-hexy-924
EXPNO 2
PROCNO 1
F2 - Acquisitien Parameters
Date _ 20050925
Time 20.45
INSTAUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
T0 238080
SOLVENT Aceton
NS 18
DS 0
SWH 39682 .539
FIDAES 0.16667¢
AG 2.999984¢
RG 4086
DW 12 600
0E 7.5¢
TE 300.0
[k} 4., 00000000
did ¢ . 03000000

mrm==msm==w= QHANNEL f1

MHz

Hz

NUC1 13C
P1 B.2¢
PL1 0.00
SFO1 125.7736214
==a========= CHANNEL f2
CPDPRGZ waltzib
NUC2 iH
PCPO2 90.00
PL2 120.00
PL12 19.00
SFO2 500 . 1338000
F2 - Processing parameters
sl 32768
5F 12%.75778498
WOW EM
558 0
LB 1.00
GB 0
aC 1.4C

i0 NMR plot parameters

CX 20.00
FiP 111.701
F1 14047 .23
FapP -1.140
F2 -143.31
PPMCM 5.64201

HZCM 709.52722

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm




ppm
—7.260

2.276
2.259
2.241

1.673
1.667
1.656
1.290
1.286
1.273
1.271

1.259
1.256
1.244
1.240
1.233
1.226
1.128
1.122
1.114
1.093

—

O¢o.:_um

Integral

0.754

2.000
2.134
0.990
7.851
17.759

Current Data Parameters

NAME TIPSO-Cy
EXPND 1
PROCNG 1

F2 - Acquisition Parameters

Date_ 20050923
Time 23.26
INSTRUM spect
PROBHD 5 mm ONP  {H
PULPROG g
0 32768
SOLVENT ChC13
NS 4
bS 0
SHH 5208.333
FIDRES 0.158945
AQ 3.1457779
RG 32
OW 96.000
DE 4.50
TE 300.90
D1 2.000000C0
============ [HANNEL f1
NUC1 1H
P1 10.00
PL1 0.00
SFO1 500.1320118

F2 - Processing parameters

SI 16384
5F 500.1300129
WOW EM
558 0
LB 0.30
GB 0
PC 1.00

1D NMR plot parameters

CX 20.00
FiP 7.632
F1 3816.79
F2r 0.250
F2 125.23
PPMCM 0.36906
HZCM 184.57797

MHz

Hz

cm
pom

Hz

pom

Hz
ppm/cm
Hz/cm




ppm

—87.1711

77.2%25
76.9996
76.7460

CTIPS

_——35.1085

TT—34.0240

_——27.9505

——26.0851

——17.3648

—11.8256

ppm

Current Data Parameters

NAME TIPSD-Cy
EXPNG 2
PROCKD 1

F2 -~ Acquisition Parameters

Date_ 20050923
Time 23.31
INSTRUM spect
PROBHD 5 mm ONP  4H
PULPROG zgdc
10 238090
SOLVENT Aceton
NS 203
DS 0
SWH 39682.539
FIORES 0.166670
AQ 2.9999840
G 8192
DK 12.600
DE 7.50
TE 300.0
ot 4,00000000
did 0.03000000
===ssss==s=e CHANNEL f1
NUC1 13C
Py .20
PL1 0.00
SFO1 125.7736214
=========c== CHANNEL §2
CPOPRG2 waltz1b
NUC2 1H
PCPO2 90.00
L2 120.00
PL12 19.00
SFO2 500. 1338000

Hz
Hz
Sec

usec
usec
K
Sec
sec

EwmzasasEs

usec

F2 - Processing parameters

S1 32768
SF 125.7577922
WOW EM
558 0
LB 1.00
GB 0
PC 1.40

10 NMR piot parameters

CX 20.00
Fip 125.871
Fi 15829.25
Fap -10.619
F2 -1335.36
PPMCM 5.82447
HZCM 85823053

MHz

Hz

cm

ppm

Hz

ppm

Hz
ppm/cm
Hz/cm




fpm
7.317
7.314
7.300

7.298
7.244
7.230
7.227
7.215
7.186
7.171

1.359
1.347
1.345
1.332
1.329
1.315
1.202

=o—1.173

Integral

1.780
1.976
0.914

3.000
18.736

1.137
1.109
1.068
1.058

Current Data
NAME TIP
EXPND
PROCNO

Parameters
SOpheacetyl
1

1

F2 - Acquisition Parameters

Date__
Time
INSTRUM
PROBHD 5
PULPROG
]
SOLVENT
NS

i3]

SWH
FIORES
AQ

RG

OW

DE

TE

01

PL1
SFO0Y

20050808
22.50
spect

mm GNP 1H
Z9

32768
cDc13

4

0

5208.333
0.158946
3.1457779
32

95.000
4.50

300.0

2. 00000000

500.1320118

F2 - Processing parameters

5I
SF
WOW
558
LB
GB
PC

10 NMR plot
CX

FiF

F1

Fop

F2

PPMCM

HZCM

16384
500.1300181
EM

parameters

20.00

7.801

3901 .96

0. 466
233.08
0.36675
1B3.42390

WHz

Hz

cm
ppm

ppm

HZ
ppm/cm
Hz/cm




ppm

———131.389
———128.057
—125.901

126. 187

— 096.836

77.252
76.999
76.745

oTIPS

— 33.499
— 17.312

— 11.894

Current Data Parameters
NAME TIPSOpheacetyl

EXPNO 2
PROCND 1

F2 - Acquisition Farameters
Date_ 20058808

Time 22.56
INSTRUM speCt
PROBHD 5 mm GNP 1H
PULPROG zgdc

iy 238090
SOLVENT Aceton

NS 35

0s 0

SWH 39682.539 Hz
FIDRES 0.456670 Hz
AQ 2.9999840 sec
RG 2048

oW 12.600 usec
DE 7.50 usec
TE 300.0 K

D1 4.00000000 sec
dil 0.03000000 sec
============ CHANNEL f] ==s=======
NUC1 13C

P1 8.20 usec
PL 1 0.00 dB
SFO% 125.7736214 MHz

========z==== CHANNEL f2 s=w======n=

CPDPRGZ waltz 1B
NuC2 1H
PCPRO2 90.00 usec
PL2 120.00 dB
PL12 19.00 dB
SF02 500.13368000 MHz

F2 - Processing parameters

SI 32768
5F 125. 7577946 MHz
WOW EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

410 NMR plot parameters

CX 20.00 tm

FiP 144.373 ppm

F1 1B156.03 Hz

F2pP -3.111 ppm

F2 -391.24 Hz
PPMCM 7.37420 ppm/cm

HZCM 927.36374 Hz/cm




Current Data Parameters

NAME hexnal _pdt
EXPNG 1
“ DO -~ e DO—0MNEN— MoV PROCNO 1
34 D O~O00YT U~ OO OO~ dD I~
~ AN MMANSSSN0D®DD®
o P e R e o F2 - Acquisition Parameters

ppm
—7.260
6.805
6.790

Date__ 20051215
Time 12.42
INSTRUM spect

PROBHD 5 mm GNP 1H

PULPROG Ig
o 32768
SOLVENT COC13
0 NS 4
s [+]
Me OTIPS SWH 8012.820 Hz
| FIDRES 0.244532 Hz
Me H : AQ 2.0447731 sec
! RG 16
: DW 62.400 usec
: DE 4.50 usec
TE 300.0 K
13 10.00000000 sec
|
===sers==s== CHANNEL f] =====nam:
NUC1 1H
P 10.00 usec i
PL1 0.00 d8 !
SFO1 500.1337510 MHz
F2 - Processing parameters
81 16384 ;
SF 500.1300129 MHz
WOW EM
5SB 0
LB 0.30 Hz
GB 0
PC 1.00
1D NMA plot parameters
|F i cx 20.00 cm
L FiP B.484 ppm
F1 4243.21 Hz
Fa2p -0.223 ppm
F2 ~141.58 Hz
= S iy o y|g)e PPMCM 0.43537 ppm/cm
& @ = ~ @] cuf ey HZCM 217.73967 Hz/cm
- o |0y [aVIE SR +] KVs]
bt by | b=t
T d‘ T T T _ T T T _ T T T — T T T d T T T _ T Ll T _ T T Ll — T T T _
ppm 8 7 6 5 4 3 2 1 0 i




~ -t o am o Or~mM<S oo gD
m =T m in o o mo=—tb S oM~ M~
= (=] I -t Ol O M~ UL oOoO~STDOh O
e B g e ERR mTEmEDYNSOY
- - -y
0

M _ TIPS

Me H
_ _ 1 _ T _ _ T 1 _ T T T _ ~ T T _ T _
ppm 160 140 120 100 80 60 40 20 0

Current Data Parameters

NAME hexnal_pdt
EXPNO 2
PROCNG 1

F2 - Acguisition Parameters

Date_ 20051215
Time 12.48
INSTAUM spect
PAOBED 5 mm GNP 1H
PULPROG 2gdc
0 238090
SOLVENT Aceton
NS 40
0s ¢
SHH 39682.539
FIDAES 0. 166670
A 2.9999840
A6 8182
DW 12.600
DE 7.50
TE 300.0
31 4.00000000
i 0.03000000
smzzzumws=== CHANNEL f1
NUC1 13€
P1 8.20
PLY 0.00
SFO4 125.7736214

ze=xzaw===== CHANNEL f2

usec
dB
MHz

usec
d8
11}
MHz

MHZ

Hz

CPOPRG2 waltzib
NUC2 iH
PCPD2 80.00
P2 120.00
PL12 13.00
SFO2 500. 1338000
F2 - Processing parameters
SI 32768
SF 125.7577910
WDR EM
S58 0
LB 1.60
GB 0
PC 1.40

1D NMR plot paramgters

CX 20.00
FiP 169,415
Fi 22688.63
Fap -5.140
F2 -646.42
PPMCM 9.27778
HZCM 1166.75293

ppm
Hz

ppm

ppm/cm
Hz/cm




current Dateg Parameters
NAME propynsil_pdti

EXPNO 3
e 2R8TS38 BN N8 IIL L8RS OERERT SN PROCNO 1
a CWoVo@N @I TIMOANOANNSSe SS9 o0Rn
e M~ 00 W W U Ol = om0 OO F2 - Acquisition Parameters
Date__ 20651220
Time 19.28
INSTRUM spect
PROBHD 5 mm QNP 1H
PULPROG zq
T0 32768
o SOLVENT CcoC13
Me NS 4
OTIPS | bs 0
: SWH 5208.333 Hz
Me FIDRES 0.1583846 Hz
! AQ 3.1457779 sec
RG 32
W 96.000 usec
DE 4.50 usec ;
TE 300.0 K
D1 10.00000000 sec m
====cmsz=s=== [HANNEL fi ======a=:
MUC1 1H m
P1 10.00 usec
PL1 0.00 dB
SFC1 900.132011B MHz
F2 - Processing parameters
51 16384
SF 500.1300423 MHz
WOW EM
558 0
LB 0.30 Hz
GB Q
PC 1.00
1D NMA plot parameters
CX 20.00 cm
! —h 1 ! F1P 7.745 ppm
F1 3873.39 Hz
F2pP -0.292 ppm
F2 ~146.08 Hz
- % 2 2 223 o PPMCM 0.40184 ppm/cm
5 «© =] o =M HZCM 200.97372 Hz/cm
2 o af oy w|~||@||m
S

._ﬁ____k_h___‘____4___-__-_4__4__..‘___«__h__w—_h__m___.______‘_.-_____________ i

ppm 7 6 g 4 3 2 i 0 !




ppm

—168. 107

———143.4144

——128.644

77.254
77.000
76.747

Me

QTIPS

31.547

__—— 28.795

T~ 28.263

—— 22.467
——— 17.842
= 13.995

— 12.557

11.992

Current Data Parameters
NAME propyngil_pdtl
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20051220

Time 15,32

INSTHUM spect

PAOBHD 5 mm GNP IH

PULPROG zgdc

TD 238090

SOLVENT Aceton

NS 2a

0s 0

SWH 39682.539 Hz

FIORES 0. 166670 Hz

Al 2.8999840 sec

RG g192

DW 12.600 usec

nE 7.50 usec

TE 0.0 ¥ '
D1 4.00000000 sec

dii 0.03000000 sec ;
smmzzcazmmes CHANNEL f1 sew=zze=s=
NUC1 13C ;
P1 8.20 usec

PL1 0.00 d8

SFO% 125.7736214 #Hz W
sszzzzzz=oss CHANNEL {2 ssszazz=ss
CPOPRG2 waltz16

NuC2 1H

pCPD2 90.00 usec

PL2 120.00 d8

PL12 19.00 dB

SFQ2 500.1338000 MH2

F2 - Processing parameters

51 32768

SF 129, 7577922 WHz

WOW EM

558 i}

LB 1.00 Hz

G8 0

PC 1.40

10 NMR plot parameters

cX 20.00 cm

FiP 186.637 ppm

Fi 23722.62 Hz

Fap -4.121 ppn

F2 -518.23 Mz

PEMCM 9.63791 ppm/Cm
HZCW 1212 .,04285 Hz/cm
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€ mW La mw mm TA NS A TOOONDITAUSIDNEEDO T O
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Me
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Current Data
NAME or
EXPNO

PROCND

Parameters
oyn_isubuty
3

1

Fe - agquisition Parameters

Date_
Time
INSTRUM
PROBHD 5
PULPRODG
0
SOLVENT
NS

0s

SWH
FIDRES
AQ

RG

oW

0E

20051221
23.37
spect

mm GNP 1H
29

32768
CDC13

4

0
5208.333
0. 158946
3.1457779
32

96.000
4.50
300.0
5.00000000

CHANNEL f1
1H

10.00

€.00
500.1320118

F2 - Processing parameters

SI
5F
WOW
S58
LB
G8
PC

10 NMA plot
CX

F1P

F1

F2P

F2

PPMCM

HZCM

16364
500.1300151
EM

Q

0.3¢

0

1.00

parameters

20.00
7.785
3893.74
0.475
237.56
0.36552

182 .80905

MHz

Hz

cm
opm

Hz

ppm

Hz
ppm/cm
Hz/cm




5 3 3 R 2 3398
m ® Y 3 a8 S & HH3
=] ) : ) S Enes
& g g & S Loy
0
Me oTIPS
Me
Me
A EREITOSIRY. Npovae— .,_r..r!..._',
T T _ T _ _ T _ T T T _ L) _ _ — T T
ppm 150 140 120 100 BO 80 40 20

Current Data Parameters

NAME proyn_isobity
EXPNO 4
PROCNO i

F2 - Acquisitien Parameters

Date 20051221
Time 23.43
INSTAUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
10 238090
SOLVENT Aceton
NS 57
D3 [
SwH 35682.539
FIDRES 0.166670
A3 2.9999840
] 6192
L] 12.600
DE 7.50
TE 300.0
D1 4.00000000
dit 0.03000000

zrxxzzomssse CHANNEL f1

NUC1 13C
P 8.20
PL1 0.00
SFO1L 125.773b214

=zzcorwsxews [HANNEL f2

CPOPAGZ waltz1b
NuCz2 1H
PCPO2 90.00
PLZ 120.00
PL12 19.00
SF02 500 . 13368000

Hz

usec
a8
MHz

usec
dB
dB
MHz

F2 - Processing parameters

SI 32766
5F 125. 7577922
WDW EN
558 0
LB 1.00
GB 0
PC 1.40

1D NMR plot parameters

X 20.00
Fip 179,159
Fi 22530.61
Far ~0.905
F2 -113.85
PPMCM 9.00320

HZCM 113222266

MHz

Hz




Current Data Farameters

NAME propysi_croto
EXPND i
O 0 MO COoOMRMOOM—M~MUMO T OM~MTOUNUODWLOMEPpUUONIONo <O PROCND 1
E DO~ M~WODWOLITMOMmMID OO AMMROOYT MO0 OO~
9221333333331000 339883333311000000
B NN N O W W WwI Wi WD oW VIV B T B I RS R S F2 - Acquisition Parameters
Date_ 200591224
Time 21.46
INSTRUM spect
PROBHD 5 mm GNP {H
PULPRCG Fas|
0 32768
SOLVENT COC13
_ NS 4
o DS 0
Me SWH 5208.333 Hz
OTIPS FIDRES 0.158946 Hz
AQ 3.1457779 sec
Me” " A5 32
bl 96.000 usec
DE 4.50 usec
TE 300.0 K
D1 5.00000000 sec
seszsazswsss CHANNEL f1 =s=cawzw
NUC1 iH
P1 10.00 usec
PL1 0.00 dB
SFO01 500.1320118 MHz
F2 - Processing parameters
SI 16384
SF 500.1300155 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
10 NMA plot parameters
CX 20.00 cm
M e ke FiP 7.704 ppm
F1 3853.18 Hz
FaP 0.463 ppm
F2 231,49 Hz
m - g 3 208 3= PPMCM 0.36207 ppa/cm
& o o (o cle o} | HZCH 184.08444 Hz/cm
2 (=] o o m|m ™ (e
S
..._-.ﬁ__.______.__ﬂ_._ﬂ—______—___q__——__uq_—_A___m_________—_-___—_._q-
ppm 7 B 5 4 3 2 {




ppm

—168.49

_——139.23
137N

_—127 .63
TT——126.03

Me

77.33
77.014

Me

-

76.69

OTIPS

18.86
17 .85
17.75
17.68

- 12.78

12.00
11.87

ppm

160

140

120

100

80

60

40

20

Current Data Farameters
NAME prosi_groton_p
EXPNO 1
PRCGCNO 1

F2 - Acquisition Parameters

Date_ 20051225
Time 13.56
INSTRUM spect
PROBHD 5 mm GNP 4{H
PULPROG zgdc
TO 121208
SOLVENT COC13
NS 342
0s 4
SWH 30303.031
FIDRES 0.250008
AR 1.9999820
RG 2048
DwW 16.500
DE 7.50
TE 300.0
D1 3.00000000
dii 0.03000000

zxzxxxxzxxxnx [HANNEL f1

NUC1 13C
Pi 11.00
PL1 -2.00
SFO1 100 .6258087

xzzxzuncxzxzxxzx [HANNEL f2

CPDPRG2 waltzie
NUCc2 tH
PCPO2 101.00
PL2 120.00
PL12 12.00
SFO2 400.1324710

usec
[sL:]
MHz

usec
[sL:]
dB
MHz

F2 - Processing parameters

SI 16384
SF 100.6127717
WOW EM
558 0
LB 1.00
GB 0
PC 1.00

10 NMA plot parameters

CX 20.00
FiP 181.436
Fi 18254.73
Fep 1.924
F2 193.33
PPMCM 8.497570
HZCM 903.07043

MHz

Hz

cR
Ppm

Hz

ppm

Hz
ppm/cm
Hz/cm




ppm
B.261
8.258
8.248
8.244
7.720

——7.547

7.530
———7.260

OzN

2.127
2.124
1.418

1.403
1.3688
1.372
1.358
1.141

129

126

1.135

1
i

1.120

Current Data Parameters
NAME propynsil_pdt2

EXPNO
PROCNO

5
1

F2 - Acquisition Parameters

NN

| -

Integral

1.964

0.944
2.010

3.000
3.064
17.720

ppm

Date_ 20051220

Time 19.49
INSTRUM spect
PROBHD 5 mm GNP 4H
PULPROG Fos|

o 32768
SOLVENT CDC13

NS 4

Ds 0

SkH 5208.333 Hz
FIDRES 0.458946 Hz
AQ 3.1457779 sec
RG 32

DW 96.000 usec
DE 4.50 usec
TE 300.0 K

D1 10.00000000 sec
s=z=z=z=z=== CHANNEL fi ========
NUC1 iH

=5 ] 10.00 usec
PLL 0.00 dB
5F01 500.1320118 MHz

F2 - Processing parameters

SI 16384
SF 500.1300123 MHz
WOW EM
558 0
LB 0.30 Hz
6B 0
PC 1.00

iD NMA plot parameters

Cx 20.00 cm

FiP B8.696 ppm

Fi 4348 .94 Mz

Fep 0.625 ppm

F2 312.48 Hz
PPMCM 0.40354 ppm/cm
HZCM 204.82294 Hz/cm




ppm

—-——167.541

~———147.104

142.599
————136.503
—133.354

TT—130.231
—123.597

O:N

77.251
76.998
76.742

TIPS

—F— 17.825
—— 14.481

TT— 11.951

Current Data Parameters
NAME propynsil_pdta2
EXPNO 6
PROCND 1

F2 - Acquisition Parameters

Date_ 20051220
Time 19.583
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
TD 238090
SOLVENT Aceton
NS 31
ns 0
SWH 33682 . 539
FIORES 0.166670
AQ 2.49999840
RG 8192
Dw 12 .600
0E 7.50
TE 300.0
01 4.00000000
o611 0.03000000

smxmnxzxxxzxx [HANNEL f1

NUC1 13C
P1 8.2¢
PL1 G.00
SFO1 126.7736214

mrmazr=====x= CHANNEL 2

CPDPRG2 waltz16
NUC2 iH
PCPD2 90.00
PL2 120.00
PLiZ 19.00
SFOR 500.1338000

usec
dB
MHz

TarEapEme=

usec
oB
oB
MHz

F2 - Processing parameters

SI 32764
SF 125.75779486
WOW EM
558 9
LB 1.0
GB [
PC 1.40
10 NMR plot parameters

cx 20.00
FiP 134, 449
F1 24453 46
FeP -4._483
F2 -563.79
PPMCM 9.94660

HZCM 1250 .86267

WHZ

Hz

opm

Hz

ppm _
Hz i
ppm/cm

Hz/cm




Current Data Parameters

NAME propysi_OT8S
EXPNO 1
=2B8998¢ SO RICRILSLT2IN2YR3RARSTH  Row 1
a M e o FROTTOHMOMDZDOOO0MNANSCSoCoNDIDADOR OO
8 Nwowwwowo OO OAUAUAUA ™o dd o d— "GOO O00 00 OO F2 - Acquisition Parameters
Date_ 20051224
Time 20.52
INSTRUM spect
PROBHD 5 mm QNP {H
PULPRDG 29
L1 32768
SOLVENT CDC13
NS 4
Ds 0
) SkH 5208.333 Hz
0 ! FIDRES 0.1568946 Hz
! AR 3.1457779 sec
Me
TIPS RG 32
Dw 96.000 usec
TBSO DE 4,50 usec
. TE 300.0 K
D1 5.00000000 sec
ssuszsnzsnxs [HANNEL f]| =s======
NUC1 1H
P1 10,00 usec
PL1 0.00 dB
SFO1 500.1320118 MHz
F2 - Processing parameters
SI 16384
SF 500.1300155 MHz
WO EM
558 0
LB 0.30 Hz
GB 4]
PC 1.00
Kk C 1D NMR plot parameters
‘ Cx 20.00 cm
P A ﬁ A FtP 7.578 ppm
Fi 3789.94 Hz
Fa2P ~-0.618 ppm
F2 ~308.89 Hz
- m..: by % b4 = o m % PPMCM 0.40978 ppn/cm
& @ P =) o o| |ola r~ HZCM 204.94159 Hz/cm
£ o oY o tu ™) i o T
_w_____ﬁ_¢_______u_-_—__-__—________-_____ﬁ-——..4_4_'.-_a_~._._____________ﬁ_——dﬁJ
ppm 7 ] 5 4 3 2 i 0




Current Data Parameters

NAME T8S0_pdt
EXPNO i
< @ 3 & RS = B 8 48R3 " PROCNO 1
a r~ @ o T - U WD @Al 0
o o m ™ P~ P w M ! F2 - Acquisition Parameters
Date_ 20051224
Tine 21.26
V A ‘ 7 ; /J\ _ INSTAUM spect
PROBHD 5 mm GNP iH
PULPROG zgdc
70 121208
SOLVENT cDC13
NS 235
DS [H
. SWH 30303.034 Hz
o ; FIDRES 0.250008 Hz
" A 1.9999820 sec
-] ARG 4096
CTPS ' oW 16.500 usec
: DE 7.80 usec
TBSO TE 300.0 K
' L1 3.0000000C sec
W dit 0.03000000 sec
wxawwwrexzxxxx CHANNEL f] s=ssszzze=
NUC1 13C
P1 15.00 usec
PL% -2.00 dB
SFOL 100.62568087 MHz
wxmzxxzrcazx [HANNEL f2 ==sx=cazxe
CPDPRG2 waltzib
NUC2 iH
pCRO? 101.00 usec
L2 120_00 ¢
PL12 19.00 dB
SFo2 400. 1324710 MHz
F2 - Processing parameters
SI 16384
SF 100.6427717 MHz
WO EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.00
10 NMA plot parameters
cX 20.00 cm
FiP 179.773 ppm
1 " r_ F1 18087 .50 Hz
e T Fap =-13.703 ppm
. _ _ . : : : _ : _ : : : _ - T ; ; . F2 -1378.69 Hz
ppm 160 140 120 100 80 60 40 20 0 PPMCH 3.67381 non/ca

HZCM §73.30927 Hz/cm

e i s s e i - S - i i s 3 e st iy




Current Data Parameters

NAME isovaler_pdt
EXPNO 1
QN QWUWNCDYT N - TOOWANWES @D OGN PROCNO 1
87687554322100985832198
MmEoonmmmOaSoao o]
o v e a  t  a “ F2 - Acquisition Parameters

ppm
—7.260
6.839
6.824
6.809

Date _ 20051215
Time 20.08
INSTRUM spect

PROBHD 5 mm GNP {H

PULPROG 29
0 32768
SOLVENT CDC13
NS 4
Me i 0s 4]
Me OTIPS SWH 208,333 Hz
FIDRES 0.158946 Hz
Me AQ 3.1457779 sec
RG 32
oW 96.000 usec
DE 4.50 usec
TE 300.0 K
D1 10.00000000 sec

ss=ss======== [HANNEL f1 s===z=am=

NuCi iH

P1 10.00 usec
PL1 0.00 oB
SFO1 500.1320118 MHz

F2 - Processing parameters

51 16384

SF 500.1300129 MHz
WDN E™

558 Y

LB 0.30 Hz
GB 0

PC 1.00

iD NMA plot parameters

ol
?,

[44 20.00 cm
FiP 7.879 ppm
Fi 3940.69 Hz
FepP -0.305 ppm
Fe -152.38 Hz
m & W % H M n% _._Jw. % PPMCM 0.40920 ppm/cn
& b i) S|ia =] o= HZCM 204.65353 Hz/cm
= o AV HE ] o ~|@ o™
___ﬁ______.._______ﬁ_____m.—__.M_.—_—___—____________—__«.——-_—~44<._|.—ﬁ._|._l_.._ll_|qﬂﬂ_.ﬂl..._.4

ppm 7 6 <] 4 3 2 3 0
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Current Data Farameters

NAME isovaler_pdt
EXPNO 2
PRGCNO i

F2 - Acquisition Parameters

Date__ 20051215
Time 20.23
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
T0 238090
SOLVENT Aceton
NS 111
0s 0
SWH 39682.539
FIDRES 0.166670
AQ 2.9999840
AG B192
L} 12.600
0E 7.50
TE 300.0
D1 4. DOOLOOOD
dit D. 03000000

sxunawawxwws [HANNEL fi

NUC1 13C
P1 8.20
PL1 0.60
SFO1 125.77362¢4

axsunwnzzsw= CHANMEL f2

CPOPAG2 waltzig
NUC2 1K
PCPD2 90.00
PLZ2 120.00
PL12 19.00
SF02 500. 1338000

usec
[sL:]
MHz

F2 - Processing parameters

SI 32768
SF 125.7577898
WD EM
558 0
LB 1.00
GB 0
PC 1.40
10 NMR plot parameters

Cx 20.00
Fip 182.826
F1 22991.79
Fap -1.701
F2 -243.87
PPMCM 9.22633
HICM 1160268286

MHz

Hz

1]
ppm

Hz

ppm

Hz
ppr/om
Hz/cm

e



Current Data Parameters

NAME isobutyl_pdt
EXPND 1
e g g Qe wummw%nmmwm%mammm%wmuummm PROCNG t
e ~ 0 w ool Al T IR T T S I R R e G - = F2 - Acquisition Parameters
Date_ 20054215
Time 18.35
INSTRUM spect
PROBHD g mm GNP iH
PULPROG 2g
1D 32768
SOLVENT coCci13
: NS 4
o DS 0
SNH 5208.333 Hz
Me QTIPS FIDAES 0.158946 Hz
Me AQ 3.1457779 sec
[2:¢] b4
Me oW 96.000 usec
13 4.50 usec
TE 300.0 K
1} 10.00000000 sec
z=sssxe===zx [HANNEL ] ss=s==cx
NUC1 iH
Pi 10.00 usec
PL1 0.00 dB
SFC 500.1320118 MHz
F2 - Processing parameters
51 16384
SF 500G.1300129 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 4]
PC 1.00
‘ : 10 NMA plot parameters
CX 20.00 cm
! l a r: F1P 7.802 ppm
Fi 3952.01 Hz
FerP -0.282 ppm
rk F2 -141.06 Hz
- 3 = rs o Malo PPMCM 0.40320 ppm/cm
m. : & % o ﬂ % W HZCM 204.65353 Hz/cm
o o = - ~||m|n|m
S -
.._‘._ﬂ_A‘__________ﬁ_—"___-_____d_....____ﬂ_.______-q..____—______.‘.__-—._____H___
ppm 7 6 5 4 3 2 i 0
P — R o, ‘v..‘kf”mi \".m‘ 5 -l S £ -, .\‘E. i e g




ppm

—168.232

—— 149,740

—131.294

Me

77.251
76.998

76.742

OTIPS

32.086
27.908

= — 26.970
__— 22.826

T~ 22.388

TT— 17.861
—— 13.984

12.047

Current Data Parameters

NAME isobutyl_pdt
EXPNO 2
PROCND 1

F2 - Acguisition Parameters

Date_ 20051215
Time 1B.40
INSTHAUM spect
PROBHD 5 mm GNP 1H
FULPROG zgdc
0 238090
SOLVENT Aceton
NS 34
Ds 0
SWH 39682. 53%
FIDRES 0.166670
AQ 2.9999840
RG a192
DW 12.600
DE 7.50
TE 300.0
D1 4, 00000000
dii 0.0300000C

zxxzrxxssaas CHANNEL. f1

usec m
dB
MHz

USEC
dB
dB
MH2

MHz

Hz

NUCY 13C
P 8.20
PLY 0.00
5F01 125.7736214
==xczxxzxz=xms CHANNEL f2
LPOPRGZ waltz16
NuCz2 iH
PCPO2 90.00
PL2 120.00
PLt2 19.00
SF02 500. 1338000
F2 - Processing parameters
5I 32768
SF 125.7577898
WOW EM
558 o
La 1.00
o] 0
Pt 1.40

1D NMR plot parameters

CX 20.00
FiP i81.797
Fi 22862 . 38
F2pP -5.474
F2 -688.34
PPMCH 9.36352
HZCW 1177 .53613

ppm
Hz i
pom i

ppmica i
Hz/cw |




ppm

Current Oata Parameters

NAME benzald pdt
EXPNO 3
T M A~ A OO hMED O CoOMOUODoOMOO T T OmMm@M~MA~~Mmoo PROCNO 1
et OGN O~ T M OO et (0 e B a B T Ve B TS B s B v o B R To - S o VI T B I« o p I VI ]
?443333333332 555055554433311009999
P R N S N R R A T T e s T e T e b — - 00 QC F2 - Acquisition Parameters

Date_ 20051214
Time 18.59
INSTRUM spect

PROBHD S mm GNP AH

PULPROG zg
™ 32768
SOLVENT coc13
NS 4
DS 0
0 . SWH 8012.820 Hz
FIDRES 0.244532 Hz
Me' OTIPS ) AQ N.GAANHMH SeC
AG 4
_, DW 62. 400 usec
,. DE 4.50 usec
_ TE 300.0 K ﬂ
! D1 10.00000000 sec ”
===s======== CHANNEL {1 s=s=s=a=: |
NUC1 1H 1
P1 10.00 usec m
PL4 0.00 o8
SFO1 500. 1337510 MHz

F2 - Processing parameters

51 16384
SF 500.1300129 MHz
WOW EM
558 0
LB 0.30 Hz
GB Q
PC 1.00
10 NMA plot parameters
x Cx 20.00 cm
. F1iP B.972 ppm
F1 4487 .07 Hz
FapP -0.293 ppm
Fe -146.43 Hz
m I|igE 2 28l(8|< PPMCM 0.46323 ppm/cm
=4 ool < S| ] HZCM 231.67503 Hz/cm
m o |wio o (@ e~ flm
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
8 7 6 5 4 3 2 { 0 .




ppm

—166.328

_.——136.020

TT—134.865
—129.271

128.413

128.231

77.250
76.998
76.742

Me

OTIPS

31.470
— 27.600
— 22.838
—- 17.89%
—— 13.878

T 12.041

Current Data Parameters

NAME benzald_pdt
EXPND 4
PROCND 1

F2 - Acquisition Parameters

Date_ 20051214
Time 19.04
INSTRUM spect
PROBHD 5 mm GNP 1H
PULPROG zgdc
TD 238080
SOLVENT Aceton
NS 48
os 0
SWH 39682 . 53%
FIDRES 0.166670
A 2.9999840
RG B192
hi] 12.600
DE 7.50
TE 300.0
D1 4.00000000
411 0.03000000
=====xzm=m=m= CHANNEL f1
NUC 1 13C
P1 8.20
PL1 0.00
SFO1 1257736214

====z===z=x=x= [HANNEL f2

Hz
Hz
SEeC

usec
usec
K
SeC
sec

usec
dsg
MHz

usec
dB
df
MHz

MHz

Hz

CPOPRG2 waltzib
NuC2 1H
pPCPO2 90.00
L2 120.00
PLiZ2 19.00
SF02 500.1338000
F2 - Processing parameters
sI 32768
SF 125. 7577934
WOW EM
558 0
La 1.00
GB 0
PC 1.40

10 NMR plot parameters

CX 20.00
FiP 162141
F1 22901.88
F2p -4.B16
F2 -605.71
PPMCH 9.34638

HZCM 1175.37964




O XN YOO OO~ D - O A A MO~ OMIO S W -1 oM T ST O WD
E DA ~DODOWIHN WYMo~ O~ 0O~ DO~ DDA MO MmDN-—O
(=% 211333333331000 33388884333333310000998
o M M 00 W00 W0 W W O W00 DI VI sV gt R S S S S D S = I =
0
Me O._.__—um.
Me” T
h= T Y _F‘ \—f LLP;;;
— Ty] | (@ @ =) | (W
[ < o (W o P=1 M| oo
& [+] o (o o =] m| (oo
o ! . ! 4 s : e
H o o le 41 m M~ |@fm
— -
u T T _ T T T _ T T T “ T T T — T T _ T T T ~ T T T _
ppm 7 6 4 3 2 1 0

Current Oata Parameters

NAME
EXPND
PROCND

crotonald_pdt

i
1

F2 - Acguisitien Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT

NUCH
P1
PLY
SFO1

20051214
22.32
spect

5 mm GNP 1H
g

32768

CBC13

4

0

8012.820
0.244532
2.0447731

Hz
Hz
3&c

B4
62.400 usec
4.50 usec
300.0 K
10.00000000 sec

1H
10.00 usec
0.00 dB
500.1337510 MHz

F2 - Processing parameters

16384
500.1300129 MHz
EM
1]
0.30 Hz
0
1.00

1D NMR plat parameters

CX
FipP
Fi
Fap
F2
PPMCM
HICM

20.00 cm
B.153 ppm
4077.73 Hz
-0.241 ppm
-120.29 Hz
0.41969 ppm/cm
209.90106 Hz/cm




ppm

—168.298

_——139.295
TT—137.846
—131.109
—127.458

Me

77.2562
76.959
76.744

(o]

QTIPS

— 31.971
— 27.008

— 22.748
——— 18.857

T~ 17.873

12.039

Current Dats Parameters

NAME crotonald_pdt
EXPNO 2
PROCNO i
F2 - Acquisition Parameters
Date_ 20051214
Time 22.38
INSTAUM spect
PROBHO 5 mm QNP 1H
PULPAOG zgdc
D 238090
SOLVENT Aceton
NS 48
ps 0
SWH 39682.53%
FIDRES 0.166670
AR 2.9999840
RG a142
DW 12.600
DE 7.50
TE 300.0
D1 4.00000000
di1 0.03000000

ansnzwsuwaza CHANNEL f1

NUC1 13C
P1 8.20
PLY D.00
SFO1 125.7736214

wwansuvsnswz CHANNEL 2

CPOPAG2 waltzib
Nuc2 1H
PCPO2 90.00
pL2 120.00
PLi2 19.00
SFO2 500.1338000

TnxxEETEEE
usec

dB
MHz

MHz

F2 - Processing parameters

51 32768
SF 125.757791¢
WO EM
$s8 0
Le 1.00
GB ¢
PC 1.40

1D NMR plot parameters

% 4 20.00
FiP 191.048
F3 24025.77
F2p -3.599
Fe ~-1207.15
PPMCM 10.03235
HZCM 1261 . 64600

MHZ

Hz

fpm

Hz

ppm

Hz
ppm/em
Hz/cm

ity e 5




Current Data Parameters
NAME nitrobenz_pdt
EXPND 2
PROCNQ b1

fapm
8.255
8.252

__——7.684

8.238

F2 - Arquisition Parameters

fo =

© O

AR .

M~ M~
Date_ 20051213
Time 16.53
INSTRUM spect

PROBHD 5 mm GNP 1H

———7.506

PULPROG g
D 32768
SOLVENT cDhCci3
Q NS 4
s o]
Me OTIPS SWH 8012.820 Kz
FIDRES {.244532 Hz
| AQ 2.044773% sec
0N ,. RB 32
! Ok B62.400 usec
DE 4 .50 usec
TE 300.0 K
138 30.00000000 sec
=ssssmess==== CHANNEL fi saz=====:
NUC1 tH
Pi 10.00 usec
PL1 0.00 dB
SFO1 500. 1337510 MHz
F2 - Processing parameters
5I 16384
SF 500.1300129 MHz
WOW EM
S58 0
LB 0.30 Hz
GB ¢
PC 1.0
iD NMR plot parameters
_llm h‘ CX 20.0C cm
L FiP 9.041 ppm
Fi 4521.91 Hz
Fop -0.153 ppm
Fe =76.75 Hz
¥ > Lz =1 2|88 PPMCM 0.45975 ppm/cm
2 @ oo, =) ][ f]m HZCM 229.93309 Hz/cm
2 -t O - [al} [3' 107 9] _...1_I m
h=
— L] T T T _ T T T T _ T T T T _ T T T T m T T T T .W T T T 1] _ T T T T _ T T T T _ T T T T _
ppm 8 7 6 5 4 3 2 1 0




- — 1N o gOo M oW N W o o o
(=] T @M OoO WD n o< M~ O =< 0J @ i~
€ N SERRE 8 8 &R mR3SRG
m M- M~ o @Owo| m M~ o 0 Lol o VN S s
g SY88EE RRE RRENSDS
o,
Me OTIPS
OaN !
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
ppm 200 175 150 125 100 75 50 25

Current Data Farameters

NAME nitrobenz_pdt
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20051243
Time 16.57
INSTRUM spect
PROBHD 5 mm QNP 4H
PULPROG zgde
Th 238080
SOLVENT Aceton
NS 3
DS 4
SWH 39682 .539
FIDRES 0.166670
AR 2.99359849)
RG g1g2
Ow 12.600
DE 7.80
TE 300.0
01 4.,00000000
o1l 0.03000000
sxmacumunn== CHANNEL 1
NUCA 13c
P B.20
L 0.00
SFD4 125.7736214

snusswnm=m== CHANNEL f2

usec
dB
MHz

usec
uB
dB
MHz

MHZ

Hz

CPDPAG2 waltz16
Nuce iH
PCPD2 90.00
P2 120.00
PLi2 19.00
SF02 500.1338000
f2 - Processing parameters
§I 32768
SF 125. 7577946
WONW EM
556 4]
iB 1.00
68 0
PC 1.40
10 NMR plpt parameters
£X 20.00
FiP 212.284
Fi 26696 .39
F2p -7.227
Fe -308.85
PPNCM 10.97556
HZCM 1380.26233




Current Data Parameters

NAME tinnam_pdt
EXPNQ 3
PRGCNOD 1

ppm
7.300
7.287
7.285
7.274
7.270
7.260
7.213
7.212
7.200
7.184
6.838
6.823
6.808
2.773
2.758
2.742
2.528
2.513
2.497
2.258
2.243
2.228
1.359
1.344
1.329
1.314
1.302
1.299
1.295
1.287
1.273
1.093
1.089
1.084
1.078
0.893
¢.889
6.879
0.865

F2 - Acquisition Parameters

Date_ 20051216
Time 19.54
INSTRUM spect

PROBHD 5 mm GNF 1H

PULPROG g
T0 32768
SOLVENT CoCl13
NS 4
Ds 0
0 ' SWH 5208.333 Hz
; FIDRES 0.158946 Hz
Me oTIPS : AQ 3.1457779 sec
: RG 32
i DwW 896.000 usec
| DE 4.50 usec
TE 300.0 K
D1 10, 00000000 sec
sss==u=====s [HANNEL fi ==szz=zzx:
NUC1 1H
Fi 10.00 usec
PL1 0.00 dB
SFO1 800 .1320148 MHz

F2 -~ Processing parameters

51 16384

5F 500.1300129 MHz
WDW EM

558 c

LB 0.3C Hz
6B 4

PC 1.¢¢

1D NMR plat parameters

el
S

CX 20.00 cm
FtP 7.902 ppm
F1 3952.01 Hz
Fap -0.3595 ppm
F2 -197 .67 Hz
® a5 |¢ SliBI8|& oS8 PPMCM 0.41486 ppm/cm
] ;| |; Cli@ind|m oH 1M HZCM 207.48415 Hz/cm
< tuioy o |- @ |{m|[m
L= -
.n_m__.__*—_.q-m__aﬂq_—_~—a-.~__________A__"____«_—_‘__-n__«__a__q______-—-___1J4___
ppm 7 6 5 4 3 2 1 0

et b g

e A o T e g e e




ppm
—167.703
128.414
128.395
77.250
76.996
76.741

——134.219

__——141.769
141,182

Current Data Parameters

NAME tinnam_pdt
NOOUWDOD@DTO—WOWINmMo M EXPNO 4
W OO OS OO SN OM~3Wm
M= MM WO@DOM~MODIMS~ONDD PROCNO 1
WD~ — OW OO~ -
MEMmOMA Al = F2 - Acquisition Parameters
Date_ 200512186
Time 20.02
INSTAUM spect
PROBHD 5 mm ONF 1R
PULPROG 2gdc
0 238090
SOLVENT Aceton
NS 52
1] o
SWH 39682.538 Hz
FIDRES 0.166670 Hz
oTiPS , A8 2.9999840 sec
! AG 4096
oW 12.600 usec
bl 7.50 usec
TE 300.0 K
D1 4.00000000 sec
dii 0.03000000 sec
sxaskxz=x=a= [HANNEL il sscr—xxxzs
NUC1 13C
P1 8.20 usec
PL1 0.00 dB
SF04 125.7736214 MHz
suzmwoos=a== [HANNEL f? wasszwswsx
CPOPAG2 waltzib
NUC2 1H
PCPD2 90.00 usec
PL2 120.00 d8
PLi2 19.00 dB
SF02 500.1338000 MHz
Fe - Pracessing parameters
51 32768
5F 125. 7577846 MMz
WOW EM
558 4
LB 1.00 Hz
GB [
PC 1.40
1D NMA plot parameters
[ 20.00 cm
FiP 181.072 ppm
F1 22771.27 Mz
F2p 0.662 ppm
VO Mm:nx 9 Mwmmn ”“;\n;
60 40 20 HZCM 1134.40308 Hz/ca




Current Data Parsmeters

NAME phenyl_crude
[= 3 Tyl — <t 0 T TN OO T OLM~DUWOD~DOIOLDTONIODSDOIN EXPNO 4
hh — = 0o wm oo MMMO—“~~~~YoYYMMUMoMNMSHo@ IO IDHMm
o -~ M~ = m SN - O~~~ 0O00W0CERNTM~COS WD W Ol S e PROCNO 4
QoM oo om OO~ NOMAU"TCOOOOODMDODODMO M M
~ O W P~ M~ M~ 0 MOMN AN MOOMOm NN~ OO oM
w0 ww [l lNTs o MiTe] U O w00 O F2 - Acquisition Parameters

ppm
—7.25989

-
N

Date_ 20051218
Time 11.45
INSTRUM spect

PROBHD 5 mm GNP 1H

PULPROG g
T0 15384
SOLVENT £oc13
, NS 4
o] X 0s 0
; SWH 4807 .692 Hz
OTIPS FIDRES 0.293438 Hz
! AG 1.703986C sec
Me | RG 32 :
Dw 104,000 usec
OE 6.00 useg
TE 300.0 K
D1 10.000C0000 sec
szemes=====s [HANNEL f1 =s=====a: i
NUC3 1H ;
P1 10.50 usec
PL1 0.00 d8
sFa1 4001320007 Mz |
F2 - Processing parameters
51 32768
SF 400 . 1300099 MHz
WOW EM
558 0
LB 0.30 Hz
68 [+
PC 1.00
iD NMR plot parameters
1_ ;r . _ cx 20.00 cm

Fi1p 7.813 ppm
F1 3126.33 Hz ;
Fap ~0.369 ppm :
F2 -147.78 Hz _
= 3 b e ped e Y = 18lg PPMCM 0.40913 ppm/cm :
[ -5 m w|@|m|S = | n||S HZCM 163.70564 Hz/cm
m o o olalaln T m| [w||m

___4_._._.______________ﬁqn_____—ql—_A_____-_“_ﬂ_—uﬁ___A_v_____—_____-_A..___-a_____

ppm 7 6 5 4 3 2 1 0




ppm

__—168.748
TT——167.914

__——142.740

137.976
137.752

__—138.901

OTIPS

77.254
77.000
76.747

v

41.316
38.470
32.818
31.537
31.507
30.493
29.585
28.774
<8.196
27.024
26.800

6.242
5.913
22.470
17.915
13.998
12.083

ol

3]

s

1
ppm

Current Data Parameters

NAME Cy_nlefin_pdt
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date 20051219
Time 21.28
INSTRUM spect
PROBHD S5 mm GNP {H
PULPROG 1gdc
TD 238080
SOLVENT Aceton
N3 302
DS 0
SwH 39682.539
FIDRES 0. 166670
AQ 2.9999840
AG Big2
OW 12.600
13 7.50
TE L[t
D1 4,00000000
dii 0.03000000

ammzz=z===z= HANNEL fi

NUC1 13C
P1 8.20
PLL 0.00
5F0% 125.7736214

meecrzz===x==x CHANNEL §2

usec
dB
MHz

MHz

Hz

CPOPRG2 waltzib
NUC2 1H
PCPD2 90.00
PLZ 120.00
PL1Z2 18._00
SF02 500 . 1338000
F2 - Processing parameters
51 32768
SF 125.7577922
WOW 2]
558 0
LB 1.00
GB 0
PC 1.40

10 NMR plot parameters

X 20.00
FiP 181.082
Fi 22773.70
FapP 4.111
F2 516.96
PPNCM 6.84905
HZCM 111283655

ppm
Hz

bom

ppm/cm
Hz/cm




Current Data Parameters

NAME phenyl_pdt
EXPNO 1
D OoOomnNomor~Mm-srTom UM~~~ DOMOST OO OMmO @Y PROCND 1
E X M- @O UMD~ QMO T OMOMSE T <0 M00IDN 0NN~ MO
aOaMMmMmMOAUAUAN— — — DO CO0OFTUMNMNMMUNANMNMMNAUNDSD OO OO
fnlll S S S NG [t S S N L U O OU QU ™ w1 vt vt ot o ot v DO F2 - Acquisition Parameters

Date_ 20051219
Time 20.57
INSTRUM spect

PROBHD S5 mm GNP 1H

s
\

PULPROG g
ity 32768
SOLVENT CBC13
0 NS 4
: 0s [
OTIPS SWH 5208.333 Hz
FIDAES 0.158946 Hz
Me AQ 3.1457779 seg
; RG 32
DN 96.000 usec
DE 4.50 uset
TE 300.0 K
1 10.00000000 sec
z=msss=====s [HANNEL fi ====z=aes
NUC4 1H
P1 16.00 usec
PL1 0.00 df
SFO1 50C.1320118 MHz
F2 - Processing parameters
51 16384
§F 500.1300481 MHz
WOW EM
358 0
LB 0.30 Hz
GB 0
PC 1.00
10 NMR plot parameters
; F CX 20.00 cm
F1P 7.914 ppm
Fi 3958.17 Hz
FarP 0.172 ppa
F2 B5.89 Hz
o pond fsed bl = 2 elol [Zis PPMCM 0.38713 pom/cm
5 o|- o =] @] oo HZCM 193.61412 Hz/cm
+ e |~ o i [
sl -
__._—_________—,._____d_________________—___________m_-________.ﬁuqﬂﬁ____q._____
ppm 7 6 2] 4 3 2 |




Current Oata Parameters

NAME phenyl_pdt
o ~ m oW M~ ~— @ Mol @ ~— <M EXPNO S
= & m SsoBnas RSN %W&ﬁ.”%ﬂ PRGCND 1
08 2 S8LRN RRE AeEY SO
— — — o e o e F2 - Acquisition Parameters
. Date_ 20051219
Time 20.32
INSTRAUM spect
PROBHD S mm QNP IH
PULPROG zgdc
TO 238080
SOLVENT Aceton
o NS 185
LS 0
OTIPS SWH 39682.539 Hz
FIDRES 0. 166670 Hz
Me Ad 2.9999840 sec
' AG B192
W 12.600 usec _
DE 7.50 usec :
TE 300.0 K
01 4.00000000 sec
ai1 0.03000000 sec :
=zrwozzx=z=x [HANNEL f{| sexzxaxmus
NUC1 13C
F1 B.20 usec :
PL1 0.00 dB i
S5F04 125.7736214 MHz
==mxraz=c==== [HANNEL f2 wewswcxxzs
CPOPARGZ waltzis
NUC2 iH
PCPO2 90.00 usec
PL2 120.00 dB
PLA2 19.00 ©B
SFQo2 500.1338000 MHz
F2 - Pracessing parameters
SI 32768
5F 125. 7577934 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
2 1.40
10 NMR plot parameters
cx 20.00 em
o - " . e by . o voag - ~ Mo Fip 181.425 ppm
F1 22815.62 Hz
Fap ~1.387 ppm
_ T T T ~ T T T _ T T T % T T T — T T T _ T T T J_ T T T 7 T T T _ ¥ T T |—| ﬂN I»NL.WW xN W
ppm 160 140 120 100 80 60 40 20 PPN 314058 ppm/cm |

HZCM 1£49.49963 Hz/cm




Current Data Parameters

NAME phesi_grotni
EXPNO 1
clPRESC88RS25T2TRY $ERUBRISBREE28YE oo '
SYIMOMNOAUUNUNR 7o RRNMAYNANSceS6S00e0
N NNMNMNNMNNNN~N®G oG © oo S e T T e e e e e O F2 - Acquisition Parameters
‘ Date_ 20051230
Time 16.93
INSTAUM spact
PROBHD 5 mm GNP 1H
PULPROG g
1O 32766
SOLVENT Coc13
oTIPS e 5
SkH 5208.333 Hz
FIDRES 0.158946 Hz
AG 3.1457779 sec
RG 128
on 96.000 usec
OE 4.50 usec
TE 300.0 K
01 10.00000000 sec
=====s==z=== CHANNEL fl =e=sss== m
NUC1 1H
P1 10.00 usec
PL1 0.00 dB
SFO1 500.1320118 MHz :
F2 - Processing parameters “
51 16384 .
SF 500.1300151 MHz
WOW EM
558 0
LB .30 Hz
GB o]
PC 1.00
1D NMA plot parameters
cX 20.00 cm
A FipP 8.004 ppm
F1 4002.96 Hz
Fep 0.383 ppm
Fe 191.57 Hz
— DO |~m od|n Q ol [ PPMCM 0.38104 ppm/cm
S (&SRS 3|s 3 S |8 HZEM 190.56982 Hz/cn
m ol |— -t | m o) |~
—
m.__a__—ﬂjﬁ_____.,,_._,____a____k—_a_.__.__,__u______—q_.___.__—_______\,__.__«44
ppm 7 6 5 4 3 2 1 |

miteonier ety s




ppm

—167 .22

141.28

~ —139 61

___—135.88

——130. 11

128.42

128.05
127.83

127.23

77.33
77.00
76.69

Xy

OTIPS

—— 29.70

15.84

17.79
17.73
17 .64
12.07
11,93
11.82
11.76

Current Data Parameters

NAME phesi_rrotoni
EXPNO 1
PROCNQ 1

F2 - Acquisition Parameters

Date_ 20051230
Time 19.09
INSTAUM spect
PROBHO 5 mm GNP 3H
PULPROG zgdc
) 121208
SOLVENT £oci3
NS 1024
1] 0
SWH 30303.03t
FIDRES 0.250008
A0 1.9999820
AG 2048
oW 16.500
DE 7.50
TE 300.0
o1 3.00000000
dii 0.03000000
=sasazz===== CHANNEL f1i
NUC1 3¢
P1 11.00
PL1 -2.00
SFOY 100. 6258087

xamunmxnn=== (HANNEL 2

usec
[1]:]
MHz

usec
dB
dB
MHz

MHZ

Hz

CPOPAG2 waltzi6
NuC2 1H
PCPD2 104,00
PL2 120.00
pPLi2 19.00
5FD2 400. 1324710
F2 ~ Processing parameters
SI 16384
SF 100.6127718
WOW EN
558 0
LB 1.00
GB 0
PC 1.00

1D NMR plat parameters

CX 20.00
FiP 179.422
Fi 1B052. 14
F2p -6.076
F2 -611.35
PPMCH 9.27489
HZCM 933.37279

ppm
Hz !

Ppm

Apm/cm
Hz/cm




Current Qata Perameters

NAME phesi_NOZbenz
EXPND i
T O WO TOTYT OO T OO DO~ QO S — < 01 M (0 PROCND 1
E o CNWMSM~OOOTON DM~ M TN =0 DU N T M@
N ~ L N R I R R R - F2 - Acquisition Parameters
Date_ 20055230
Time 16.22
INSTRUM spect
PROBHD 5 mm GNP {H
PULPROG g
0 32768
8] SOLVENT coc13
) ; :
_ OTIPS 0s o
SkH 5208.333 Hz
FIDRES 0.458946 Hz
AG 3.1457779 sec
O RG 32
DW 96.000 usec
DE 4.50 usec
TE 300.0 K
01 10.00000000 sec
sz=========x CHANNEL f1 ====sz==:
NUC1 iH
P1 10.00 usec
PLe ¢.00 dB
SFO1 500.4320118 MHz
F2 - Processing parameters
SI 16384
SF 500.1300454 MHz
WOW EM
558 ¢]
LB 0.30 Hz
GB o]
PC 1.¢0
iD NMA plot parameters
h_ F ? CX 20.00 cm
FiP 8.429 ppm
F1 4215.67 Hz
Fa2P 0.498 ppm
F2 249.06 Hz
m o a3 2 | PPMCM 0.39656 ppm/cm
] @|m ofl S| (@ HZCM 198.33058 Hz/cm
mm Eatl=] m|lm ol =
_mdm_ﬁ.__._._«_—m___——._al—_‘____-___4____~ﬁ_.__~_______L______iu.__________ T T 11

T
ppm B 7 b 5 4 3 2 1




[Ty} O WMMS QS O m moaq © — oD
E 0 MmO eoNdawm mew R et
=3 W U v DO M m M~ M~ 0 P~ M O
=9 IooooNNy YN N~ el
e
_ OTIPS
OaN
_ 1 _ o “ A
T I T | T T [ I T T
ppm 160 140 120 100 B0 60 40 20

Current Data Parameters

NAME phesi_NO2benz
EXPND 1
PROCND 1

F2 - Acquisition Parameters

Date_ 20051230
Time 16.38
INSTRUM spect
PROBHD 5 mm GNP 1K
PULPROG zgde
™ 121208
SOLVENT coc13
NS B2e
DS 0
SHH 30303.031
FIDRES 0.250008
A0 1.9999820
R 2048
DN 16.500
0E 7.50
TE 300.0
D1 3.00000000
di1 0.03000000
==mwwenszmrx CHANNEL f4
NUCL i3
P 11.60
PL1 -2.00
5F01 100 .6258087

======msz=== CHANNEL f2

usec
dB
MHz

MHz

Hz

cm
ppm

Hz

ppm

Hz
ppa/cm

CPOPRG2 waltzig
NuC2 1H
PCFD2 101.00
PL2 120.00
PL12 h 19.00
5F02 4001324710
F2 - Protessing parameters
51 16384
§F 100.6127736
WOW EM
558 i
LB 1.00
GB 0
PC 1.00
1D NMR plot parameters
4 20.00
FiP 179.089
F1 18018 .66
Fap 0.240
Fe 24.15
PPMCM 8.94246
HZCM 89972571

Hz/cm



Current Data Parameters

NAME ester_pdt 1229
EXPNO 2
e g 932 S EBIRNSN38R8BREEYYSERT o :
= NN CONMANUNNAMMNASOOSS N0 Q@
a ~ W W o 33323322111111111110000 F2 - Acquisition Parameters
_ /_ \ // /%//j/%j%“ / X Date_ 20051229
Time 21.50
INSTRUM spect

PROBHD 5 mm GNP 1H

PULFROG 29
TD 32768
SOLVENT coc13
NS 4
D5 ]
SWH 7507 .507 Kz
Me o , FIDRES 0.229141 Hz
. AQ 2.1B23968 sec
0 OTIPS ! a5 12
On 66.600 usec
MeO DE 4.50 useg
TE 300.0 K
D1 10.00000000 sec
==zzz==s==== CHANNEL f1 =sz===x==
NUCH 1H
P1 10.90 usec
PL1 0.00 d&
SFO1 500. 1335009 MHz
F2 - Processing parameters
51 16384
SF 500.1300152 MHz
WDW EM
SSB 0
L8 0.30 Hz
£ 0
PC 1.00
.; E 1D NMA plot parameters
CX 20.00 cm
1 k - J 2 Fip 7.997 pon
F1 3959.44 Hz
Fep 0.408 ppm
fa 204.26 Hz
- % o % 8 = ﬁ% a 3 % 2 PPMCM 0.37942 ppm/ch
& w = m o —|B|o P~ @ (oo HZCM 189.75929 Hz/cm
m =] o o o o|-|m - o |~||m
____H_____—______._—_____—_u~w_q______«u_____«-4___~—a____-___——-_____-_ﬂ_.
opm 7 3] 5 4 3 e i




—173.645
—167.670
—141.481
—134.630

NAME cinamal_pdt
EXPNO 2
PROCNO 1
Date_ 20080326
Time 17.52
INSTRUM spect
PROBHD 5 mm PAQNP lH/
PULPROG zgpg H
™ 197364 _
i SOQLVENT CbC13 :
NS 81
0 omeS DS 0
' SWH 29761 .904 Hz
| FIDRES 0.150797 Hz
. AQ 3.3157651 se¢
, RG 2050
. oW 16.800 us
—. DE 6.00 us
: TE 296.1 K
Dl 4.00000000 se
D1l 0.03000000 se
Do ‘x
==c====== CHANNEL [l =x=====
Nucl i3c
Pl 8.00 u=
PL1 1.00 dE
PL1W 72.42802429% W
SFO1 125.7716224 ME
======== CHANNEL f2 s=====
CPDPRGZ waltzlé
NuC2 1B
PCPD2 80.00 us
PL2 0.00 dE
PL12 16.50 4k
PL13 17.00 &k
PL2W 24.54113007 W
PL1ZW 0.54940748 W
PL13W 0.489659% W
SFO2 500.1325006 ME
sI 131072
SF 125.7577890 MH
WDW EM
SSB 0
LB 0.30 Hz
. . , . i . . GB 0
| I ) T 1 ] | | | ] I PC 1.40
180 160 140 120 100 80 60 40 20 ppm




Current Data Parameters

NAME ketoalde_pdt
» S0 By B8IBeSRoldaeRs8Lay EXPNO 3
[ o w0 WO ~ QU MINOONMOMSMMMRODMOAUNOMAOA U — 0 - M PROCNO 1
a. Te] w0 < ol DT 0D AUNDYTOM 0O @M~WDT OO M~
o (31} P~ P 444211133333330000988
P~ 0w w YR TRE VIR R TR VY e T I “~—oc oo F2 - Acguisiticn Parameters
Date_ 20060102
Time 20.04
INSTRUM spect
PROBHD 5 omm GNP 1H
PULPROG zg
TG 16384
SOLVENT CDC13
Me [s] NS 4
[15] 0
o OTIPS . SHH 4807 .692 Hz
FIORES 0.293438 Hz
Me : e 1.7039660 sec
AG 35.9
DwW 104,000 usec
OE 6.00 usec
TE 300.0 K
D1 10. 00000000 sec
===a=zusswrr CHANNEL f] =sw==zz=ze:
NUC1 1H
P1 10.50 usec
ALl 0.0C o8
SFO1 400.1320007 MHz
F2 - Processing parameters
SI 32768
SF 400.1300101 WHz
WONW EM
558 0
LB 0.30 Hz
<23 0
PC 1.00
_ 1D NMR plet parameters
cX 20.00 cm
ne F FiP 7.667 ppm
Fi 3067.81 Hz
FeP 0.360 ppm
F2 143,93 Hz
.m b= Sial8ls S8 8 % PPMCM 0.36537 ppm/cm
5 o =] S |=| || HZCM 146. 15418 Hz/cn
= o odi | oufeu adfcu|r~| 1| |m
fror] -
T T g T T T _ T T T — T T T _ T T T _ T T T _ T T T _ T L]
ppm 7 6 5 4 3 2 1




ppm
—=208.75
——167.81

Current Data Parameters

NAME ketoalde_pdt
EXPNC 4
m - m DO @OMmLWUOWEL M~ M@E@WDm
m o © T OO TOOLMN~DODDODND PROCNO b
M~ P~ M — QWP P
P P TMALAA A A F2 - Acquisition Parameters

142.50
—133.94

Date_ 20060102
Time 20.08
INSTRUM spect

PROBHD 5 mm GNP 1H

PULPROG zgdc
T0 121208
SOLVENT CoC13
NS 258
0s Q
SWH 30303.031 Hz
Me o FIDRES 0.250008 Hz
AQ 1.9999820 sec
o) OTIPS ! AG 4597 .6 :
oW 16.500 usec |
DE 7.50 usec !
Me 1€ 00.0 « :
D1 3.00000000 sec i
d11 0.03000000 sec :
sesswsnssmwe CHANNEL {1 =ssswszmm=
NUC1 13C
P1 11.00 usec W
PLI -2.00 a8 |
SFO01 100. 6258087 MHz !
sasanzxnnssxe [HANNEL f2 =srzzmaxzmx
CPOPRG2 waltzib
NUC2 iH
PCPC2 101.00 usec
PL2 120.00 d¢B
PL1Z2 19.00 o8B
SFG2 400, 1324710 #Hz
F2 - Processing parameters
SI 16384
SF 100.6127718 MHz
WOW EM
588 0
LB 1.00 Hz .
6B 0 :
PC 1.00
iD NMR plot parameters
%3 20.00 cm
_ r—r Fip 226.646 ppm
T - N P S WIRVRIORP W Fi 226803.44 Hz
tilrfiﬂ " il o oy o i Fop 27,055 ppm
T T T T m T T T T _ T T T T _ “m Iﬂﬁm'm& :N '
150 100 50 0 PPNCM 11.88504 ppm/cm ﬁ

HZCM 1175.66394 Hz/cm
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