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I. General Procedures.

All reactions were carried out in a glovebox under an atmosphere of N,. All glassware
was either oven or flame-dried prior to use. Tetrahydrofuran (THF), diethyl ether (Et,0),
and dichloromethane (CH,Cl,) were degassed with argon and then passed through two 4
x 36 inch columns of anhydrous neutral A-2 alumina (8 x 14 mesh; LaRoche Chemicals;
activated under a flow of argon at 350 °C for 12 h) to remove H,O. All other solvents
utilized were purchased “anhydrous” commercially, or purified as described (vide infra).
Molarities of organolithium and organomagnesium reagents were determined by titration
with menthol/bipyridine." 'H NMR spectra were recorded on Bruker GN-500 (500 MHz
'H, 125.7 MHz °C), CRYO-500 (500 MHz 'H, 125.7 MHz "°C) or DRX-400 (400 MHz
'H, 100MHz "*C) spectrometers. Proton chemical shifts are reported in ppm (9) relative
to the solvent resonance (CDCl3, 8 7.27) Data are reported as follows: chemical shift
(multiplicity [singlet (s), broad singlet (br s), doublet (d), doublet of doublets (dd), triplet
(t), doublet of triplets (dt), doublet of doublet of triplets (ddt), triplet of triplets (tt),
quartet (q), multiplet (m), apparent doublet (ad), broad doublet (br d) and broad multiplet
(br m)], coupling constants [Hz], integration. Carbon chemical shifts are reported in ppm
(9) relative to TMS with the respective solvent resonance as the internal standard (CDCls,
0 77.23 ppm). Unless otherwise indicated, NMR data were collected at 25 °C. Infrared
spectra were obtained on a Mattson Instruments Galaxy 5000 spectrometer. Analytical
thin-layer chromatography (TLC) was performed using Silica Gel 60 F254 precoated
plates (0.25 mm thickness). Visualization was accomplished by irradiation with a UV
lamp and/or staining with KMnOy, ceric ammonium molybdate (CAM), or p-
anisaldehyde (PAA) solutions. Flash chromatography was performed using Silica Gel
60A (170-400 mesh) from Fisher Scientific. Allylboronic acid pinacol ester was
purchased from Frontier Scientific, Inc. and was distilled through a 15 cm Vigreux
fractionating column connected to a short-path distillation head (95 °C, 17 Torr) to
remove B(OH);. [Ir(cod)Cl]; and [Ir(cod)OMe], was purchased from Strem, stored in the
glovebox, and used as received. [Ir(coe),Cl], was synthesized according to a known
procedure.” Potassium fert-butoxide was purchased from Alfa Aesar, stored in a



glovebox and used as received. Deutero-allylboronic acid pinacol ester 9 was prepared
according to the procedure reported by Morken et. al.> Deuterochloroiodomethane used
for the synthesis of 9 was synthesized according to a known procedure.4 All ketones
were purchased commercially and liquids were distilled prior to use. High resolution
mass spectrometry was performed by the University of California, Irvine Mass
Spectrometry Center.

II. Solvent Screen for Allylation of Ketones.

0 [IrcodCl]o OH
_~_Bi(pin) 4 mol% Ir
+ —_ > X
CHs™ 2~ =" £ BUOK (20 mol%) CHs
1.2 equiv. solvent, rt
entry solvent time (h)  conversion (%)2

1 DCM 24 25
2 DMF 24 6
3 THF 24 >95
4 Toluene 24 27

21,4-bis(trifluoromethyl)benzene was used as an internal standard.

III. B(OH); and KO7Bu Additives Screen for Allylation of Ketones.

Commercially available allylboronic acid pinacol ester was used in entry 1 and was found
to be contaminated with boric acid by "B NMR. In entries 2-9, the allylboronic acid
pinacol ester was distilled and was analytically pure by B NMR. Adding 20 mol% of
boric acid and 40 mol% KOrBu to reactions with analytically pure allylboronic acid
pinacol ester were the optimized conditions that provided reproducible results.

[IrcodCl]» H
. 4 mol% Ir
CHZ* . B(pin) B —— X
) Additives CHg
1.5equiv.  THF, 1,6 h

entry KOtBu (mol%)  B(OH)3 (mol%) conversion (%)2

1 20 none 100
2 20 none 60
3 50 none 82
4 100 none 65
5 50 5 82
6 50 20 94
7 40 20 95
8 30 20 80
9 20 20 15

2 1,4-bis(trifluoromethyl)benzene was used as an internal standard.



IV. Base Screen for Allylation of Ketones.

[IrcodCl]»
Q 4 mol% Ir oH
§0H3+ >B(pin) pase (40 mol%) e
. B(OH)3 (20 mol%) 3
1.5 equiv. THF,
entry base time (h)  conversion (%)?
1 KOtBu 3 >95
2 NaOtBu 24 <5
3 LiOtBu 24 <5
4 LaOiPr 24 38
5 KOPh 24 0P

21,4-bis(trifluoromethyl)benzene was used as an internal standard.
b Under these reaction condition the allylboronic acid pinacol ester
was isomerized to the 1-propenylboronic acid pinacol ester.

V. General Procedure for the Allylation of Ketones and Imines.

Representative Procedure for Allylation of Acetophenone 1 with ligands.

To a flame-dried 5 mL round-bottom flask in a glovebox, [Ir(cod)Cl], (7 mg, 0.010
mmol) and 1,2-bis(dicyclohexylphosphino)ethane (11 mg, 0.025 mmol) were stirred in 1
mL of THF for 3 h. After 3 h, potassium tert-butoxide (11 mg, 0.10 mmol),
acetophenone (58 pL, 0.50 mmol), allylboronic acid pinacol ester (140 pL, 0.75 mmol),
and 1,4-bis(trifluoromethyl)benzene (79 pL, 0.50 mmol) (as an internal standard) were
added. The reaction mixture was capped with a septa and stirred in the glovebox for 24 h
at room temperature. After 24 h, an aliquot was removed and an '"H-NMR was acquired.
Conversion and yield of allylated product 3 was then calculated by comparison to the 1,4-
bis(trifluoromethyl)benzene standard.

Representative Procedure for Allylation of Acetophenone Sa.

To a flame-dried 5 mL round-bottom flask in a glovebox, was added [Ir(cod)Cl], (7 mg,
0.010 mmol), potassium fert-butoxide (22 mg, 0.20 mmol), boric acid (6.2 mg, 0.10
mmol), THF (1 mL), acetophenone (58 pL, 0.50 mmol) and allylboronic acid pinacol
ester (140 pL, 0.75 mmol). The reaction mixture was capped with a septa and stirred in
the glovebox for 3 h at room temperature. After 3 h, the reaction was removed from the
glovebox and quenched with 1 mL of saturated NH4Cl solution and stirred for 10 min.
The aqueous layer was extracted (3 x 5 mL Et,O) and the combined organic layers were
dried over MgSQy, filtered, and concentrated in vacuo. Purification was performed using
silica gel chromatography (90:10 pentane/Et,O affording 6a as a colorless oil (63 mg,
78%;). Compounds 6e, 6f, and 6j were purified using silver nitrate impregnated silica
gel.

Representative Procedure for Allylation of N-benzylidene-4-methoxyaniline Sm.

To a flame-dried 5 mL round-bottom flask in a glovebox, was added [Ir(cod)Cl], (6.7
mg, 0.010 mmol), potassium tert-butoxide (11 mg, 0.10 mmol), THF (1 mL), N-
benzylidene-4-methoxyaniline (110 puL, 0.50 mmol) and allylboronic acid pinacol ester
(140 pL, 0.75 mmol). The reaction mixture was capped with a septa and stirred in the



glovebox for 12 h at room temperature. After 12 h, the reaction was removed from the
glovebox and quenched with 2 mL of H,O and stirred for 10 min. The aqueous layer was
extracted (3 x 8 mL CH,Cl,) and the combined organic layers were dried over Na;SOs,
filtered, and concentrated in vacuo. Purification was performed using silica gel
chromatography (3—5% Et,0 in pentane) affording 6m as a pale yellow oil (86 mg, 68%).

VI. Characterization Data for Products.

QJQA\

6a

2-Phenyl-4-penten-2-ol (6a): '"H NMR (CDCl;, 400 MHz) & 7.44 (d, J = 7.8 Hz, 2H),
7.34 (t,J=7.4Hz, 2H), 7.23 (d, J = 7.2 Hz, 1H), 5.68-5.56 (m, 1H), 5.14 (d, J = 18.8 Hz,
1H), 5.12 (d, J = 8.5 Hz, 1H), 2.69 (dd, J = 13.4, 6.7 Hz, 1H) 2.50 (dd, J = 13.8, 8.2 Hz,
1H), 2.03 (s, 1H), 1.54 (d, J = 1.54 Hz, 3H). The spectral values obtained were consistent
with those reported in the literature.’

OH

F
6b

2-(4-Fluorophenyl)-4-penten-2-ol (6b): '"H NMR (CDCl3, 400 MHz) 6 7.43-7.39 (m,
2H), 7.05-7.00 (m, 2H), 5.66-5.58 (m, 1H), 5.17-5.12 (m, 2H), 2.66 (dd, J = 13.8, 6.6
Hz, 1H) 2.50 (dd, J = 13.7, 8.2 Hz, 1H), 2.02 (s, 1H), 1.55 (s, 3H). The spectral values
obtained were consistent with those reported in the literature.’

OH

/

Cl
6¢c

2-(4-Chlorophenyl)-4-penten-2-ol (6¢): '"H NMR (CDCls, 400 MHz) 6 7.38 (dd, J = 8.8
Hz, 2H), 7.31 (dd, J = 8.8 Hz, 2H), 5.64-5.56 (m, 1H), 5.17-5.12 (m, 2H), 2.66 (dd, J =
13.7, 6.5 Hz, 1H) 2.49 (dd, J = 13.7, 8.3 Hz, 1H), 2.02 (s, 1H), 1.54 (s, 3H). The spectral
values obtained were consistent with those reported in the literature.”

OH

Vs

Br
6d

2-(4-Bromophenyl)-4-penten-2-ol (6d): '"H NMR (CDCls, 400 MHz) 6 7.47 (d, J = 8.6
Hz, 2H), 7.32 (d, J = 8.6 Hz, 2H), 5.66-5.55 (m, 1H), 5.17-5.13 (m, 2H), 2.66 (dd, J =
13.7, 6.5 Hz, 1H) 2.49 (dd, J = 13.7, 8.3 Hz, 1H), 2.03 (s, 1H), 1.54 (s, 3H). The spectral
values obtained were consistent with those reported in the literature.®



OH

/

MeO
6e

2-(4-Methoxylphenyl)-4-penten-2-ol (6e): '"H NMR (CDCls, 400 MHz) 6 7.37 (d, J =
8.9 Hz, 2H), 6.89 (d, J = 8.9 Hz, 1H), 5.70-5.59 (m, 1H), 5.16-5.11 (m, 2H), 3.82 (s,
3H), 2.67 (dd, J = 13.7, 6.5 Hz, 1H), 2.50 (dd, J = 13.7, 8.2 Hz, 1H), 2.00 (s, 1H), 1.54 (s,
3H). The spectral values obtained were consistent with those reported in the literature.’

OH

MeOQ/M

MeO of

2-(3,4-Dimethoxylphenyl)-4-penten-2-ol (6f): '"H NMR (CDCls, 400 MHz) & 7.04 (d, J
= 2.1 Hz, 1H), 6.94 (dd, J = 8.4, 2.1 Hz, 1H), 6.84 (d, J = 8.4 Hz, 1H), 5.71-5.60 (m,
1H), 5.15 (d, J = 17.5 Hz, 1H), 5.14 (d, J = 9.9 Hz, 1H), 3.91 (s, 3H), 3.89 (s, 3H), 2.70
(dd, J = 13.7, 6.5 Hz, 1H) 2.50 (dd, J = 13.7, 8.2 Hz, 1H), 2.01 (s, 1H), 1.55 (s, 3H); *C
NMR (CDCl3, 125 MHz) ¢ 148.8, 147.8, 140.7, 134.0, 119.6, 117.0, 110.9, 108.7, 73.7,
56.1, 48.7, 30.2, 24.8; IR (thin film, cm™) 3482, 3076, 2976, 2934, 1261, 1143, 1028;
HRMS (TOF MS ES+) m/z calculated for C;3H;303 245.1154 [M+Na]" found 245.1146;
TLC R¢= 0.3 (65:35 hexanes/EtOAc).

OH

SORe

69

2-(Naphthalen-2-yl)-4-penten-2-ol (6g): '"H NMR (CDCl3, 500 MHz) ¢ 7.93 (s, 1H),
7.86-7.83 (m, 3H), 7.55 (dd, J = 8.6, 1.7 Hz, 1H), 7.50-7.46 (m, 2H), 5.67-5.59 (m, 1H),
5.18 (d, J=17.1 Hz, 1H), 5.13 (d, J = 10.1 Hz, 1H), 2.82 (dd, J = 13.8, 6.3 Hz, 1H) 2.60
(dd, J =13.8, 8.4 Hz, 1H), 2.18 (s, 1H), 1.65 (s, 3H) . The spectral values obtained were
consistent with those reported in the literature.’

OH

—
N
6h

2-(Pyridin-3-yl)-4-penten-2-ol (6h): '"H NMR (CDCl3, 400 MHz) 6 8.70 (d, J = 1.8 Hz,
1H), 8.50 (d, J = 4.6 Hz, 1H), 8.00 (d, J = 8.0 Hz, 1H), 7.27 (dd, J = 7.7, 4.8 Hz, 1H),
5.68-5.60 (m, 1H), 5.17 (d, J = 10.3 Hz, 1H), 5.16 (d, J = 17.8 Hz, 1H), 2.68 (dd, J =
13.8, 6.7 Hz, 1H) 2.54 (dd, J = 13.8, 8.1 Hz, 1H), 2.30 (s, 1H), 1.59 (s, 3H); *C NMR
(CDCl3, 125 MHz) 6 148.2, 147.1, 143.0, 133.0, 132.9, 123.2, 120.5, 72.7, 48.6, 30.0; IR
(thin film, cm™) 3267, 2976, 1639, 1579, 1419; HRMS (TOF MS ES+) m/z calculated
for CioH 30, 164.1075 [M+H]" found 164.1074; TLC R¢ = 0.2 (6:4 hexanes/EtOAc).

H
S
| N

6i



2-(Thiophen-2-yl)-4-penten-2-ol (6i): '"H NMR (CDCl3, 400 MHz) 6 7.21 (dd, J = 5.0,
1.2 Hz, 1H), 6.96 (dd, J = 5.0, 3.6 Hz, 1H), 5.79-5.70 (m, 1H), 5.20-5.16 (m, 2H), 2.72
(dd, J=13.7,6.6 Hz, 1H), 2.58 (dd, J = 13.6, 8.1 Hz, 1H), 2.27 (s, 1H), 1.63 (s, 3H). The
spectral values obtained were consistent with those reported in the literature.’

OH
o
6j

a-Methyl-a-(2-propenyl)cyclohexanemethanol (6j): "H NMR (CDCl;, 500 MHz) &
5.94-5.86 (m, 1H), 5.16 (d, J = 17.1 Hz, 1H), 5.12 (d, J = 10.4 Hz, 1H), 2.29-2.19 (m,
2H), 1.88-1.58 (m, 5H), 1.42 (s, 1H) 1.33-0.98 (m, 5H); ®C NMR (CDCls, 125 MHz) &
134.4, 118.8, 74.1, 47.7, 44.4, 27.8, 27.1, 27.0, 26.9, 26.8, 23.9; IR (thin film, cm™)
3431, 3076, 2927, 2854, 1639, 1450; HRMS (TOF MS ES+) m/z calculated for C;;H»,O
191.1412 [M+Na]" found 191.1415; TLC R¢= 0.2 (9:1 pentane/Et,0).

OH

X
Et

6k
2-Phenyl-4-hexen-2-0l (6k): "H NMR (CDCl;, 500 MHz) § 7.40 (d, J = 7.2 Hz, 2H),
7.37 (t, J = 7.7 Hz, 2H), 7.25 (t, J = 7.2 Hz, 1H), 5.63-5.55 (m, 1H), 5.15 (d, J = 19.3 Hz,
1H), 5.12 (d, J = 10.6 Hz, 1H), 2.74 (dd, J = 13.7, 6.0 Hz, 1H) 2.51 (dd, J = 13.7, 8.7 Hz,
1H), 2.02 (s, 1H), 1.91-1.81 (m, 2H), 0.78 (t, J = 7.4 Hz, 3H). The spectral values

obtained were consistent with those reported in the literature.®
NHPMP

X

9a
4-methoxy-N-(1-phenylbut-3-enyl)aniline (9a): "H NMR (CDCls, 500 MHz) & 7.39-
7.17 (m, 5H), 6.67 (ad, J = 8.9 Hz, 2H), 6.45 (ad, J = 8.9 Hz, 2H), 5.81-5.70 (m, 1H),
5.21-5.09 (m, 2H), 4.30 (dd, J = 8.3, 5.1 Hz, 1H), 3.87 (br s, 1H), 3.67 (s, 3H), 2.63-2.53
(m, 1H), 2.51-2.41 (m, 1H). Analytical data is consistent with reported literature values.’

NHPMP
X

Br
9b

N-(1-(4-bromophenyl)but-3-enyl)-4-methoxyaniline (9b): 'H NMR (CDCls, 500
MHz) 6 7.45 (d, J = 8.4 Hz, 2H), 7.25 (d, J = 8.4 Hz, 2H), 6.68 (d, J = 8.9 Hz, 2H), 6.42
(d, J = 8.9 Hz, 2H), 5.80-5.69 (m, 1H), 5.18 (d, J = 17.1 Hz, 1H), 5.16 (d, J = 9.6 Hz,
1H), 4.26 (m, 1H), 3.90 (s, 1H), 3.70 (s, 1H), 2.60-2.53 (m, 1H), 2.48-2.40 (m, 1H). *C
NMR (CDCl3, 125 MHz) 6 152.5, 143.0, 141.2, 134.5, 131.9, 128.4, 120.8, 118.9, 115.0,
114.9, 57.8, 55.9, 43.4; IR (film, cm™") 3402, 3076, 2999, 2933, 2908, 2833, 1512, 1240;
HRMS (TOF MS ES+) (m/z): [M+H]" calculated for C;7H;sNOBr 332.0650, found
332.0647; TLC R¢ = 0.5 (5% Et,0 in pentane).



OH OH

phM + phMrD

DD D
11a 11b

3,3-dideutero-2-phenyl-4-penten-2-ol (11a) and 5,5-dideutero-2-phenyl-4-penten-2-
ol (11b): "H NMR (CDCl;, 400 MHz) & 7.44 (d, J = 7.8 Hz, 2H), 7.34 (t, J = 7.4 Hz,
2H), 7.23 (d, J = 7.2 Hz, 1H), 5.68-5.56 (m, 1H), 5.14-5.12 (m, 1H), 2.69-2.50 (m, 1H),
2.03 (s, 1H), 1.54 (d, J = 1.54 Hz, 3H); *C NMR (CDCls, 125 MHz) & 147.8, 133.8,
133.6, 128.4, 126.8, 125.0, 119.8, 73.8, 48.6, 30.13, 30.08; IR (thin film, cm™) 3425,
3061, 2976, 1601, 1446, 1373; HRMS (TOF MS APCI+) m/z calculated for C;;H;,D,0
187.1068 (M+Na)* found 187.1067; TLC R¢ = 0.2 (9:1 Pentane/Et,0).
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Current Data Parameters
USER tjbark
NAME 1-TUB-171
EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080216
Time 17.32
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
0 65536
SOLVENT €DC13T
NS B
0s 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118573 sec
RG 1149.4
oW 78.000 usec
DE 4.50 usec
TE 298.0 K
Dt 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ===
NUCt 1H
P1 12.00 usec
PLL 0.00 dB
SFO1 400. 1328009 MHz
F2 - Processing parameters
SI 85536
SF 400.1300221 MHz
WOW
Ss8 0
L8 0.30 Hz
68 0
PC 2.00
10 NMA plot parameters
CX 22.80 cm
cY 10.00 cm
F1P 11.000 ppm
F1 4401.43 Hz
=3 -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59476 Hz/cm
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Current Data Parameters

USER tibark

NAME 1-TJB-278

EXPNO 5

PROCNO 1

F2 - Acquisition Parameters

Date_ 20080503

Time 10.08

INSTRUM cryo500

PROBHD 5 mm CPTCI 1H-

PULPROG zgdc30

TD 65418

SOLVENT coc13t

NS 513

DS 4

SWH 30303.031 Hz

FIDRES 0.463222 Hz

AQ 1.0794470 sec

R6 14596.5

oW 16.500 usec

OE 6.00 usec

TE 298.0 K

01 0.25000000 sec

di1t 0.03000000 sec

MCREST 0.00000000 sec

MCWRK 0.01500000 sec
=== CHANNEL f1 =

NUC1L 13C

P1 14.75 usec

PL1 -1.00 dB

SFO1 125.7942548 MHz

======== CHANNEL f2 =

CPOPRG2 waltz16

Nuc2 1H

PCPD2 100.00 usec

PL2 1.60 dB

PL12 24.80 dB

SFo2 500.2225011 MHz

F2 - Processing parameters

SI 65536

SF 125.7803983 MHz

WDW EM

ss8 0

LB 1.00 Hz

GB 0

PC 2.00

1D NMR plot parameters

(9 22.80 cm

cy 50.00 cm

F1p 230.625 ppm

F1 29008.05 Hz

Fap -10.296 ppm

F2 -1294.98 Hz

PPMCM 10.56667 ppm/cm

HZCM 1329.08032 Hz/cm

! [ [ L I T T T T
ppm 200 150 100 50
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Current Data Parameters
USER tjbark
NAME 2-TJB-15
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080614
Time 14.54
INSTRUM gn500
PROBHD 5 mm broadband
PULPROG 2930
T0 81728
SOLVENT cDoC13T
NS B
0s 2
SWH 8012.820 Hz
FIDRES 0.098043 Hz
AQ 5.0998774 sec
RG 1824.6
DW 62.400 usec
DE 6.00 usec
TE 298.0 K
[o}8 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
SFO1 499.8284888 MHz
F2 - Processing parameters
SI 65536
SF 493.8250256 MHz
WOW
SsB 0
LB 0.30 Hz
GB 0
PC 4.00
10 NMR plot parameters
CX 22.80 cm
cyY 15.00 cm
FiP 11.000 ppm
Fi 5498.08 Hz
FapP -1.000 ppm
F2 -499.83 Hz
PPMCM 0.52632 ppm/cm
HZCM 263.06580 Hz/cm
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3 8 8 2 & a2 3 g
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Current Data Parameters
USER tibark
NAME 2-TJB-15
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080617
Time B.34
INSTRUM cryo500
PROBHD S mm CPTCI iH-
PULPROG 2gdc30
0 65418
SOLVENT €oc13t
NS 129
Ds 4
SWH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG 13004
DW 16.500 usec
DE 6.00 usec
TE 298.0 K
D1 0.25000000 sec
di1 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f{ ========
13C
14.75 usec
-1.00 dB
125.7942548 MHz
= CHANNEL 2 =
CPDPRG2 waltz16
Nuc2 H
PCPD2 100.00 usec
PL2 1.60 dB
PL12 24.80 dB
SFO2 500.2225011 MHz
F2 - Processing parameters
SI 65536
SF 125.7804006 MHz
WOW EM
SsB 0
LB 1.00 Hz
GB 0
PC 2.00
1D NMR plot parameters
(3 22.80 cm
cy 15.65 cm
F1P 230.637 ppm
Fi 29008.68 Hz
Fep -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10693 Hz/cm
[ [ : I T | T
200 150 100 50
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Current Data Parameters

USER tibark
NAME 2-TuB-10
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080607
Time 17.32
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930

o 65536
SOLVENT coc13t

NS 8

0s 2

SWH 6410.256 Hz
FIDRES 0.097843 Hz
AQ 5.1118579 sec
RG 1143.4

OW 78.000 usec
OE 4.50 usec
TE 297.9 K
Dt 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

== CHANNEL f1 ==

NUC1 1H

P1 12.00 usec
PL1 0.00 dB
SFO1 400.1328009 MHz

F2 - Processing parameters

SI 65536

SF 400.1300179 MHz
WOW EM

SSB 0

LB 0.30 Hz
[¢:] 0

PC 2.00

10 NMR plat parameters

cX 22.80 cm
cY 25.00 cm
FiP 11.000 ppm
Ft 4401.43 Hz
Fep -1.000 ppm
Fe -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm

@
i
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Current Data Parameters

USER tibark
NAME 2-TJB-10
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080609
Time 11.02
INSTRUM cryo500
PROBHD S mm CPTCI tH-
PULPROG zgdc30

0 65418
SOLVENT COC13T

NS 256

0s 4

SWH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG6 9195.2

o]} 16.500 usec
DE 6.00 usec
TE 298.0 K

D1 0.25000000 sec
di1 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

CHANNEL f1 ==
13C
14.75 usec
-1.00 dB
125.7942548 MHz

==== CHANNEL f2 ====

CPDPRG2 waltz16

Nuc2 1H
PCPD2 100.00 usec
PL2 1.60 dB
pL12 24.80 dB
SFO2 500.2225011 MHz
F2 - Processing parameters
SI 65536

SF 125.7803983 MHz
WOW EM

SSB Q

LB 1.00 Hz
GB 0

PC 2.00

1D NMR plot parameters

CX 22.80 cm
cy 30.00 cm
FiP 230.637 ppm
F1 29009.67 Hz
F2pP -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10681 Hz/cm

| [
ppm 200 150 100 50 0
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Current Data Parameters

USER tibark
NAME 2-TuB-81
EXPND 4
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080801

Time 16.10
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930

0 65536
SOLVENT coe13t

NS 2]

0s 2

SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 406.4

oW 78.000 usec
DE 4.50 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

======== CHANNEL f1 ========

NUC1

P1 12.00 usec
PL1 0.00 dB
SFO1 400. 1328009 MHz

F2 - Processing parameters

SI 65536

SF 400.1300180 MHz
WOW EM

SsB 0

L8 0.30 Hz
GB 0

PC 2.00

1D NMR plot parameters

cx 22.80 cm
cY 30.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
Far -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
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Current Data Parameters
USER tibark
NAME 2-TJUB-17
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080614
Time 14.28
INSTRUM cryo500
PROBHD 5 mm CPTCI {H-
PULPROG zgdc30
T0 65536
SOLVENT €oc13T
NS 145
DS 4
SWH 30303.031
FIDRES 0.462388
AG 1.0813940
RG 13004
oW 16.500
DE 6.00
TE 298.0
01 0.25000000
di1 0.03000000
MCREST 0.00000000
MCWRK 0.04500000

CHANNEL f{ ========

13C
14.75
-1.00
125.7942548
==== CHANNEL f2 ==:
CPDOPRG2 waltz16
NUC2 1H
PCPD2 100.00
pPL2 1.60
PL12 24.80
SFo2 500.2225011

F2 - Processing parameters
SI 65536
SF 125.7803988
WOW EM
SsB Q
LB 1.00
GB 0
PC 2.00

1D NMR plot parameters
CX 22.80
cy 30.00
FiP 230.637
Fi 29009.67
FepP -10.287
F2 -1293.96
PPMCM 10.56688
HZCM 1323. 10681
[ I T [ T I T T T I T
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Current Data Parameters
USER tibark
NAME 2-TJB-77
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080729
Time 13.34
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
T0 65536
SOLVENT coc13T
NS 8
0s 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118573 sec
RG 322.5
OW 78.000 usec
DE 4.50 usec
1E 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
P1 12.00 usec
PL1 0.00 dB
SFO1 400. 1328008 MHz
F2 - Processing parameters
sI 65536
SF 400.1300179 MHz
WOW EM
SsB 0
LB 0.30 Hz
GB 0
PC 2.00
1D NMR plot parameters
CX 22.80 cm
cy 40.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
FopP -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
| L l‘ L. J W
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73.60
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Current Data Parameters

USER tibark
NAME 2-TJB-76
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080726
Time 14.47
INSTRUM cryo500
PROBHD S mm CPTCI {H-
PULPROG zgdc30

AL 65418
SOLVENT €DC13T

NS 128

0s 4
SWH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG 13004

W 16.500 usec
DE 6.00 usec
TE 298.0 K
D1 0.25000000 sec
dit 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

===s==== CHANNEL fi ========
NUCL 13C

P1 14.75 usec

PL1 -1.00 dB

SFO1 125.7942548 MHz
= CHANNEL f2

CPDPRG2 waltz16

Nuc2 H

PCPD2 100.00 usec

PL2 1.60 dB

PL12 24.80 dB

SF02 500.2225011 MHz

F2 - Processing parameters

sI 65536

SF 125.7804006 MHz

WOW EM

Ss8 0

LB 1.00 Hz

GB 0

PC 2.00

10 NMR plat parameters

CX 22.80 cm

cy 15.65 cm

F1P 230.637 ppm

F1 29009.68 Hz

FapP -10.287 ppm

F2 -1293.96 Hz

PPMCM 10.56688 ppm/cm

HZCM 1329.10693 Hz/cm

ppm
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Current Data Parameters
USER tibark
NAME 2-TJB-48
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080705
Time 13.20
INSTRUM drx400
PROBHD 5 mm QGNP H/F/P
PULPAOG 2930
10 65536
SOLVENT coc13t
NS 8
DS 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 645.1
ow 78.000 usec
L3 4.50 usec
ki 298.0 X
0t 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f1 =
NUC1 iH
P 12.00 usec
PLL 0.00 d8
SFO1 400.1328009 MHz
F2 - Processing parameters
SI 65536
SF 400.1300179 MHz
WOW EM
SSB 0
L8 0.30 Hz
68 0
PC 2.00
10 NMR plat parameters
cx 22.80 cm
cy 7.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
Fep =1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
A\ jk_._.‘ -
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Current Data Parameters
USER tjbark
NAME 2-Tue-28
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080621
Time 1141
INSTRUM cryoS00
PROBHO 5 mm CPTCI iH-
PULPROG 29dc30
T0 65418
SOLVENT €oC13T
NS 636
os 4
SKH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG 9185.2
OW 16.500 usec
OE 6.00 usec
TE 298.0 K
01 0.25000000 sec
d1i 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
=s====== CHANNEL f{ ========
NUC1 13C
P1 14.75 usec
PL1 -1.00 dB
SFO{ 125.7942548 MHz
======== CHANNEL f2 =
CPOPRG2 waltz16
NuC2 1H
PCPO2 100.00 usec
PL2 1.60 d8
PLI2 24.80 d8
SFO2 500.2225011 MHz
F2 - Processing parameters
SI
SF 125.7804011 MHz
WO EM
SSB 0
LB 1.00 Hz
GB Q
PC 2.00
10 NMR plot parameter:
cx 22.80 cm
cy 15.65 cm
FipP 230.603 pom
Fi 28005.29 Hz
F2pP -10.318 ppm
F2 -1297.74 Hz
PPMCM 10.56667 ppm/cm
HZCM 1329.08044 Hz/cm
J
T T T T T T T T T
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- G

7.27001
5.19454
5.12041
2.84085
2.82823
2.81334
2.80072
2.62250
2.60566
2.57813
2.18035
1.65082
1.55107
0.01032

Current Data Parameters
USER tibark
NAME 1-TUB-295
EXPNO 6
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080614
Time 14.08
INSTRUM cryo500
PROBHD 5 mm CPTCI 1H-
PULPROG 2930

T0 81728
SOLVENT coc13

NS 8

0s 2
SWH 8012.820 Hz
FIDRES 0.098043 Hz
AQ 5.0998774 sec
RG 18

DN 62.400 usec
0E 6.00 usec
TE 298.0 K
Dt 0.10000000 sec
MCREST 0.00000000 sec
MCWAK 0.01500000 sec

======== CHANNEL f1

NUC1 1H

Pi 7.38 usec
PL1 1.60 dB
SFO1 500.2235015 MHz
F2 - Processing parameters
SI 65536

SF 500.2200262 MHz
WOW EM

SSB 0

LB 0.30 Hz
GB 0

PC 4.00

10 NMR plot parameters

CX 22.80 cm
cy 15.00 cm
FiP 11.000 ppm
F1 5502.42 Hz
Fap -1.000 ppm
Fe -500.22 Hz
PPMCM 0.52632 ppm/cm
HZCM 263.27371 Hz/cm

!
F
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o
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Current Data Parameters
USER tibark
NAME 1-TJUB-295
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080614
Time 13.53
INSTRUM cryo500
PROBHD 5 mm CPTCI 1H-
PULPROG 2gdc30
0 65418
SOLVENT €oc13t
NS 602
Ds 4
SKH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG 13004
OW 16.500 usec
DE 6.00 usec
TE 298.0 K
D1 0.25000000 sec
di1 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f{ ===
13C
14.75 usec
-1.00 dB
125.7942548 MHz
CHANNEL f2 =:
CPOPRG2 waltzi6
NUC2 H
PCPD2 100.00 usec
PL2 1.60 dB
PLi2 24.80 0B
SF02 500.2225011 MHz
F2 - Processing parameters
SI 65536
SF 125.7803983 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 2.00
10 NMR plot parameters
Cx 22.80 cm
cy 45.00 cm
FiP 230.625 ppm
F1 29008.05 Hz
F2pP -10.296 ppm
F2 -1294.98 Hz
PPMCM 10.56667 ppm/cm
HzCM 1329.08032 Hz/cm
T T T T T T T T T T T T T T T T T I T T T
ppm 200 150 100 50 0
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Current Data Parameters
USER tjbark
NAME 1-TJB-298
EXPNO 7
PROCNO 1
F2 - Acquisition Parameters
Date _ 20080827
Time 8.21
INSTRUM cryo500
PROBHD 5 mm CPTCI 1H-
PULPROG 2930
0 B1728
SOLVENT €DC13T
NS 8
DS 2
SWH 8012.820 Hz
FIDRES 0.098043 Hz
r AG 5.0998774 sec
RG 6.3
oW 62.400 usec
0 6.00 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f] ========x
NUC1 iH
P1 7.38 usec
PLL 1.60 dB
SFO1 500.2235015 MHz
F2 - Processing parameters
SI 65536
SF 500.2200289 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 4.00
1D NMR plot parameters
CX 22.80 cm
cy 5.00 cm
FiP 11.000 ppn
F1 5502.42 Hz
F2pP -1.000 ppn
F2 -500.22 Hz
PPMCM 0.52632 ppm/cm
HZCM 263.27371 Hz/cm
1 | | 1
2 gl |8 HS/ g? < & 2|3 = 2
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Current Data Parameters
USER tibark
NAME 2-TJB-24
EXPNC 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080621
Time 11.01
INSTRUM cryo500
PROBHD 5 mm CPTCI 1H-
PULPROG 2gdc30
0 65536
SOLVENT coc13t
NS 108
0s 4
SWH 30303.031 Hz
FIDRES 0.462388 Hz
AQ 1.0813940 sec
R6 145396.5
OW 16.500 usec
OE 6.00 usec
TE 298.0 K
01 0.25000000 sec
dil 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
==s===== CHANNEL f] ======x=
NUC1 13C
P1 14.75 usec
PLY -1.00 d8
SFO1 125.7942548 MHz
== == CHANNEL f2 =
CPOPRG2 waltz16
NUC2 1H
pCcPO2 100.00 usec
PL2 1.60 o8
PLi2 24.80 dB
SF02 500.2225011 MHz
F2 - Processing parameters
SI 65536
SF 125.7803988 MHz
WOW EM
SS8 0
[&:} 1.00 Hz
G8 0
PC 2.00
1D NMR plot parameters
Cx 22.80 cm
cy 15.65 cm
FiP 230.637 ppm
F1 29009.67 Hz
Fop -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10681 Hz/cm

ppm 200 150 100 50 0
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Current Data Parameters

USER tjbark
NAME 2-TJB-32
EXPNO 8
PROCNO 1

F2 - Acquisition Parameters
Date_ 20081120
Time 8.52
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930

0 65536
SOLVENT CDC13T

NS B

Ds 2
SHH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 512

i} 78.000 usec
DE 4.50 usec
TE 298.1 K
D1 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

P1 12.00 usec
PL1 0.00 dB
SFO1 400.1328009 MHz

F2 - Processing parameters

SI 65536
SF 400.1300179 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 2.00

10 NMR plot parameters

CX 22.80 cm
cY 12.00 cm
Fip 11.000 ppm
Fi 4401.43 Hz
F2p -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cn
HZCM 210.58474 Hz/cm
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Current Data Parameters
USER tibark
NAME 2-TJB-32
EXPNO 4
PROCNO &
F2 - Acquisition Parameters
Date_ 20080621
Time 10.54
INSTRUM cryo500
PROBHO 5 mm CPTCI 1H-
PULPROG zgdc30
10 65536
SOLVENT cbC13T
NS 33
Ds 4
SWH 30303.031 Hz
FIDRES 0.462388 Hz
AQ 1.0813840 sec
RG 13004
W 16.500 usec
DE 6.00 usec
TE 298.0 K
D1 0.25000000 sec
dif 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.04500000 sec
CHANNEL f1 ========
13C
14.75 usec
-1.00 dB
125.7942548 MHz
. CHANNEL f2 =:
CPOPRG2 waltz16
Nuc2 iH
PCPD2 100.00 usec
PL2 1.60 dB
PL12 24.80 dB
SF02 500.2225011 MHz
F2 - Processing parameters
SI 65536
SF 125.7603997 MHz
WOW EM
SSB 0
LB 1.00 Hz
GB 0
PC 2.00
1D NMR plot parameters
CX 22.80 cm
cy 15.65 cm
F1p 230.637 ppm
Fi 29009.68 Hz
Fep -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10693 Hz/cm
T T T T T T T T T
ppm 200 150 100 50
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Current Data Parameters
USER tibark
NAME 2-TuB-82
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date__ 20080802
Time 15.25
INSTRUM arx400
PROBHO 5 mm GNP H/F/P
PULPROG 2930
0 65536
SOLYENT CDC13T
NS 8
0s 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 90.5
oW 78.000 usec
0E 4.50 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 ========
1H
12.00 usec
PLY 0.00 ¢8
SFO1 400.1328009 MHz
F2 - Processing parameters
SI 65536
SF 400. 1300180 MHz
WOW EM
SSB 0
LB 0.30 Hz
68 0
PC 2.00
10 NMA plat parameter:
cx 22.80 cm
cy 15.00 cm
FiP 11.000 ppm
Ft 4401.43 Hz
Fep -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
B g 3 3 3 2 &
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LML L L L L Y B TT T T T L L L L L B B
ppm 10 6 4 2 0



OH

134.37

118.83

77.48

76.97

T ———— 74.13

47.65

44.43

27.82

27.06

26.95
26.91

26.75
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Current Data Parameters

USER tjbark
NAME 2-TJB-82
EXPNO 3
PROCNO 1

F2 - Acquisition Parameters

Date_ 20080826
Time 19.26
INSTRUM cryo500
PROBHO 5 mm CPTCI 1H-
PULPROG 2g9dc30

0 65536
SOLVENT coci3t

NS 128

DS 4

ShH 30303.031 Hz
FIDRES 0.462388 Hz
AG 1.0813940 sec
R6 13004

oW 16.500 usec
DE 5.00 usec
TE 298.0 K

01 0.25000000 sec
dii 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

CHANNEL f{ ========
13C
14.75 usec
-1.00 ¢B
125.7942548 MHz

== CHANNEL f2 ========

CPOPRG2 waltz16
Nuc2 1H
PCPD2 100.00 usec
PL2 1.80 d8
PLi2 24.80 dB
SF02 500.2225011 MHz
F2 - Processing parameters
SI 65536

SF 125.7804002 MHz
WON EM

SS8 0

LB 1.00 Hz
6B 0

PC 2.00

10 NMR plot parameters

CX 22.80 cm
cY 15.65 cm
FiP 230.637 ppm
F1 29009.68 Hz
FeoP -10.287 ppm
F2 -1283.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10693 Hz/cm
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Current Data Parameters
USER tjbark
NAME 2-TuB-37
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080625
Time 9.26
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
T0 65536
SOLVENT €DC13T
NS 8
s 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 912.3
oW 78.000 usec
0E 4.50 usec
TE 298.0 K
01 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 ===
1H
12.00 usec
.00 d8
400.1328009 MHz
F2 - Processing parameters
SI 65536
SF 400.1300179 MHz
WOW EM
SsB 0
LB 0.30 Hz
GB 0
PC 2.00
10 NMA plot parameters
CX 22.80 cm
cy 10.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
Fap -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
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145.95
133.79
119.76
77.48
77.23
76.98
76.20
47.12
35.45
8.03

—_—128.25

Current Data Parameters

USER tibark
NAME 2-TJB-37
EXPNO 4
PROCND 1

F2 - Acguisition Parameters
Date_ 20080628
Time 11.27
INSTRUM cryo500
PROBHD 5 mm CPTCI {H-
PULPROG zgdc30

0 65418
SOLVENT coc13t

NS 128

Ds 4

SWH 30303.031 Hz
FIDRES 0.463222 Hz
AQ 1.0794470 sec
RG 14596.5

oW 16.500 usec
DE 6.00 usec
TE 298.0 K
D1 0.25000000 sec
dit 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

CHANNEL f{ ========
13c

14.75 usec
-1.00 dB
125.7942548 MHz

= CHANNEL 2 ========

CPDPRG2 waltz16
NuC2 H
PCPD2 100.00 usec
PL2 1.60 dB
PL12 24.80 dB
SFO2 500.2225011 MHz
F2 - Processing parameters
SI 65536

SF 125.7804006 MHz
WDW

SSB 0

LB 1.00 Hz
GB 0

PC 2.00

1D NMR plot parameters

cx 22.80 cm
cY 15.66 cm
FiP 230.606 ppm
F1 29005.75 Hz
Fop -10.314 ppm
F2 -1297.28 Hz
PPMCM 10.56667 ppm/cm
HZCM 1329.08044 Hz/cm




PMP..
NH

7.45667
7.43573
7.26231
7.24141
5.20348
5.16064
5.15084
4.28368
4.26622
4.25184
3.90318
3.69993
2.54805
2.46052
2.44143
2.42509
1.54768
0.01205

9a

_____——6.69807
T TT——6.67585
_—6.43342
T TT——6.41120
575546
T T——5.73726

Current Data Parameters

USER tibark
NAME 2-TJB-110
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20080823
Time 11.26
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930

0 65536
SOLVENT coc131

NS 8

os 2
SWH 6410.256 Hz
FIDRES 0.097843 Hz
AQ 5.1118579 sec
RG 724.1

W 78.000 usec
DE 4.50 usec
TE 298.0 K
Dt 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

Pt 12.00 usec
PL1 0.00 dB
SFO1 400.1328008 MHz

F2 - Processing parameters

SI 65536
SF 400. 1300181 MHz
WOW EM
SsB 0
LB 0.30 Hz
GB 0
PC 2.00
10 NMA plot parameters
CX 22.80 cm
cY 15.00 cm
FiP 11.000 ppm
F1 4401.43 Hz
FopP -1.000 ppm
F2 -400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.59474 Hz/cm
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PMP-

9a

18847

143.98

141.76

134.98

127,43

126.54

118.44

114.89

114.87

77.48

77.23
76.97

58.14

55,90

43.59

Current Data Parameters

USER tibark
NAME 2-TJB-110
EXPNO 4
PROCNO 1
F2 - Acquisition Parameters
Date_ 20081119
Time 17.58
INSTRUM cryo500

PROBHD 5 mm CPTCI {H-
PULPROG  SpinEchopg30gp.prd
0]

SOLVENT Coc13t

NS 71

0s 16

SWH 30303.031 Hz
FIDRES 0.462388 Hz
AQ 1.0814105 sec
RG 3251

oW 16.500 usec
DE 6.00 usec
TE 298.0 K
554 0.25000000 sec
dif 0.03000000 sec
D16 0.00020000 sec
di7 0.00019600 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
P2 29.70 usec

CHANNEL f1 =
NUCt 13C
3% 14.85 usec
P11 500.00 usec
P12 2000.00 usec
PLO 120.00 dB
PL1 -1.00 dB
SFO1 126,7942548 MHz
SP1 3.60 dB
sP2 3.60 d8
SPNAM{  Crp60.0.5,20.1
SPNAM2 Crp60comp . 4
SPOFF 1 0.00 Hz
SPOFF2 0.00 Hz
= = CHANNEL f2 =
CPOPRG2 waltz16
Nucz2 1H
PCPO2 100.00 usec
PL2 1.60 dB
PL12 24.60 dB
SF02 500.2225011 MHz

GRADIENT CHANNEL =

GPNAM1 SINE. 100
GPNAM2 SINE. 100

GPX1 0.00 %
GPX2 0.00 %
GPY4 0.00 %
GPY2 0.00 %
GPZ1 30.00 %
GPZ2 50.00 %
pis 500.00 usec
pi6 1000.00 usec
F2 - Processing parameters
SI 65536

SF 125.7804048 MHz
WOW EM

SSB 0

LB 1.00 Hz
GB 0

PC 2.00

10 NMR plot parameters

[© 22.80 cm
cY 11.00 cm
F1P 230.637 ppm
F1 29008.68 Hz
Fap -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1329.10693 Hz/cm

ppm
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Current Data Parameters
USER tibark
NAME 2-TJB-110
EXPND 2
PROCNO b
F2 - Acquisition Parameters
Date_ 20080823
Time 11.26
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
T0 65536
SOLYENT CoCc13T
NS 8
os 2
SWH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
R6 724.4
on 78.000 usec
OE 4.50 usec
TE 298.0 K
Dt 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec

===z=c== CHANNEL f{ ========

NUCH 1H

P1 12.00 usec
PL1 0.00 dg
SFO1 400. 1328008 MHz

F2 - Processing parameters

SI 65536
SF 400.1300181 MHz
WOW EM
ssB 0
LB 0.30 Hz
B 0
PC 2.00
1D NMR plet parameters
CX 22.80 cm
cy 15.00 cm
FiP 11.000 ppm
Fi 4401.43 Hz
F2P -1.000 ppm
F2 =-400.13 Hz
PPMCM 0.52632 ppm/cm
HZCM 210.53474 Hz/cm
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Current Data Parameters
USER tibark
NAME 2-TJB-112
EXPNO 12
PROCNO 1
F2 - Acgquisition Parameters
Date_ 20080830
Time 10.43
INSTRUM cryo500
PROBHD 5 mm CPTCI iH-
PULPROB zg0c30
il 65418
SOLVENT CDC13T
NS 300
0s 4
SWH 30303.031 Hz
FIDRES 0.463222 Kz
AQ 1.0784470 sec
RG 14586.5
OW 16.500 usec
OE 6.00 usec
TE 298.0 K
328 0.25000000 sec
dii 0.03000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
======== CHANNEL f{ ========
NUC1 13C
P1 14.75 usec
PLY -1.00 dB
SFO{ 125.7942548 MRz
======== CHANNEL 2 ====m===
CPDPRG2 waltz16
NUC2 iH
PCPO2 100.00 usec
PL2 1.60 0B
PLi2 24.80 dB
SFo2 500.2225014 MHz
F2 - Processing parameters
SI 65536
SF 125.7804006 MHz
WOR EM
SsB 0
LB 1.00 Hz
GB 0
PC 2.00
1D NMR plot parameters
cx 22.80 cm
cY 22.00 cm
FipP 230.637 ppm
F1 28009.68 Hz
FepP -10.287 ppm
F2 -1293.96 Hz
PPMCM 10.56688 ppm/cm
HZCM 1328.10693 Hz/ca
T T T T T T al
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Current Data Parameters
USER tibark
NAME 2-TJB-72
EXPNO 4
PROCNOD 1
F2 - Acquisition Parameters
Date_ 20080721
Time 10.53
INSTRUM drx400
PROBHD 5 mm GNP H/F/P
PULPROG 2930
TO 65536
SOLVENT CDC13T
NS 1
bs 0
SKH 6410.256 Hz
FIDRES 0.097813 Hz
AQ 5.1118579 sec
RG 456.1
Dw 78.000 usec
DE 4.50 usec
TE 298.0 K
D1 0.10000000 sec
MCREST 0.00000000 sec
MCWRK 0.0£500000 sec
==mmmmex CHANNEL f{ ===mm===
NUCH 1H
Pt 12.00 usec
PLL 0.00 d8
SF01 4004328009 MHz
F2 - Processing parameters
[ SI 6
SF 400.1300479 MHz
WO EM
SsB 0
LB 0.30 Hz
GB 0
PC 2.00
10 NMR plot parameters
24 22.80 cm
cy B.00 cm
F{P 11.00C ppm
F1 4401.43 Hz
F2pP -1.000 ppm
F2 —400.13 Hz
PPMCM 0.52632 ppm/cn
HZCM 210.59474 Hz/cm
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Current Data Parameters
tjbark

NAME 2-TJB-71

EXPNO 4

PROCNO 1

F2 - Acquisition Parameters

Date_ 20080827

Time 11.41

INSTRUM cryo500

PROBHD 5 mm CPTCI 1H-

PULPROG zgdc30

0 65536

SOLVENT CDC13T

NS 129

0s 4

SWH 30303.031 Hz

FIDRES 0.462388 Hz

AQ 1.0813940 sec

RE 13004

ow 16.500 usec

DE 6.00 usec

TE 298.0 K

01 0.25000000 sec

dii 0.03000000 sec

MCREST 0.00000000 sec

MCWRK 0.01500000 sec

==mmmmmn CHANNEL f{ ====x===

NUCt 13C

P1 14.75 usec

PLL -1.00 oB

SFO1 125.7942548 MHz

=xmmmm=z CHAMNEL 2 ===mmmm=x

CPOPRG2 waltz16

NUC2 iH

pCPO2 100.00 usec

PL2 1.80 dB

PL12 24.80 dB

SFO2 500.2225041 MHz

F2 - Processing parameters

SI 65536

SF 125.7804002 MHz

WDW EM

SSB 0

LB 1.00 Hz

6B 0

PC 2.00

1D NMR plot parameters

>3 22.80 cm

Cy 15.65 cm

Fip 230.610 ppm

F1 29006.22 Hz

Fap -10.310 ppm

F2 -1296.81 Hz

PPMCM 10.56667 ppm/cm

HZCM 1329.08044 Hz/cn

T ‘ | ‘ ’ T ‘ T * ! ' T
ppm 200 150 100 50
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