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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
16
28
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4.0960

Spectrometer Frequency 500.07
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Lowest Frequency -1511.6
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Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
176
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

30165.9
-1271.6
13C
32768
65536
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Parameter Value J
Origin Varian il thI"-.-'IE
Spectrometer inova e
Solvent CDCI3 |:
Temperature 20.0 N
Pulse Sequence s2pul H
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 26
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1511.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
96
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

(
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Spectral Width 30165.9

Lowest Frequency -1271.1

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
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Parameter Value ’TE
Title JMH-111-32_1H = ™ M e
Origin Varian ]
Spectrometer inova i
Solvent CDCI3 ;
Temperature 20.0 N
Pulse Sequence s2pul Me
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1511.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
|
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Parameter Value
Title JMH-111-22_13C = ™ M e
Origin Varian ]
Spectrometer inova i
Solvent CDCI3 o j
Temperature 20.0 N
Pulse Sequence s2pul Me
Experiment 1D
Probe QUAD
Number of Scans 192
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1270.2
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value L
Origin Varian P N “Mea
Spectrometer inova P!
Solvent cDCi3 -
Temperature 20.0 T _,J
Pulse Sequence s2pul N
Experiment 1D .
Probe hcn
Receiver Gain 32
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
AL
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
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0
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Parameter Value L
Origin Varian P N “Mea
Spectrometer inova
Solvent cDCi3 Z
Temperature 20.0 T _,J
Pulse Sequence s2pul N
Experiment 1D .

Probe quad9o4
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1027.7
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian s Me
inova L
CDCI3 E 1
20.0 N
s2pul L
1D £ Di-Bu
hcn
16
38
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0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size
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-1521.1
1H
32768
65536
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Parameter Value
Origin Varian f’ﬂ“uf‘ﬁ‘“ME
Spectrometer inova L
Solvent CDCI3 } 1
Temperature 20.0 [5 -
Pulse Sequence s2pul A
Experiment 1D U':: ~0i-Bu
Probe QUAD
Number of Scans 635
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.7
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value
Origin Varian S Me
Spectrometer inova s
Solvent CDCI3 3
Temperature 20.0 Lh -
Pulse Sequence s2pul I
Experiment 1D D{:L\'CF;s
Probe QUADG
Number of Scans 16
Receiver Gain 54
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.7
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value
Origin Varian o Me
Spectrometer inova J,
Solvent CDCI3 e
Temperature 20.0 Lh -
Pulse Sequence s2pul
Experiment 1D D{:L\'CF;s
Probe QUAD
Number of Scans 132
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
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Parameter Value
Origin Varian P Me
Spectrometer inova
Solvent CDCI3 e
Temperature 20.0 Lh -
Pulse Sequence s2pul .
Experiment 1D D;;LMCF;s
Probe QUAD
Number of Scans 732
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value J
Origin Varian iy H‘*|-.‘l,-|E
Spectrometer inova /l:

Solvent CDCI3 [ 1

Temperature 20.0 S

Pulse Sequence s2pul P;-.I '“'EIF3

Experiment 1D H

Probe QUAD

Number of Scans 16

Receiver Gain 46

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.6645

Spectrometer Frequency 499.69

Spectral Width 7024.9

Lowest Frequency -1021.9

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value

Origin Varian h“‘ﬁ—f”JH"ME
Spectrometer inova /l:
Solvent CDCI3 [ 1
Temperature 20.0 o
Pulse Sequence s2pul P;-.I '“'EIF3
Experiment 1D H
Probe QUAD

Number of Scans 1012

Receiver Gain 60

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9

Lowest Frequency -1272.5

Nucleus 13C

Acquired Size 32768

Spectral Size 65536

f 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 T T T T T T T T T T T T T T T T T T T T 1
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S106
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Parameter Value J

Origin Varian iy H‘*|-.‘l,-|E

Spectrometer inova /l:

Solvent CDCI3 [ 1

Temperature 20.0 S

Pulse Sequence s2pul P;-.I '“'EIF3

Experiment 1D H

Probe QUAD

Number of Scans 132

Receiver Gain 60

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 0.3277

Spectrometer Frequency 470.15

Spectral Width 100000.0

Lowest Frequency -79501.3

Nucleus 19F

Acquired Size 32768

Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T
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Parameter Value 3 Me
©
N/\/\(
1 Origin Varian ~
. Me
2 Spectrometer inova @]
3 Solvent CDCI3
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
| A
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O e e e B I e e e e I I L L
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S110
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Parameter Value § Me
g . o N/\/\(
1 Origin Varian ~
2 Spectrometer inova e Me
3 Solvent CDCI3
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 80
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1274.3
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
|
— T T T T 1 T T T T T T T T T 1 T T T T T T T ™1
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Parameter Value
Origin Varian =
Spectrometer inova L |
Solvent CDCI3 MM
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe S5mmsw
Receiver Gain 52
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.74
Spectral Width 8000.0
Lowest Frequency -2421.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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f1 (ppm) S114
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value Me

Varian ;.a-;“
inova [ j
CDCI3 T“HM
20.0

s2pul

1D

QUADG

60

2.0000

0.0000

1.0240

Spectrometer Frequency 125.60

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

32000.0
-2200.5
13C
32768
65536

210 200 190

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 T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm) S116



80 VT —
L5°CC—
0T'0E~
LY T1E
vese"
€Dads H@.@NV
€12ad wﬁ.mm.\.
€1DAd ¢v'LL
0'veT—
SZevI~
SR TIST——
k]
=
&
)
ma
;w m—
%, 1 N

B .

200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

210

S117

f1 (ppm)



Parameter Value ’I’\ " Me
Origin Varian N
Spectrometer inova [
Solvent CDCI3 N
Temperature 20.0 I":-"lE.'
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1519.2
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
- ot
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

'-H-\"'-\.\_\. - .
Value ’I’\ e e
Varian

inova [
CDCI3 N
20.0 ]
s2pul

1D

QUADG

60

2.0000

0.0000

1.0240

Spectrometer Frequency 125.60

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

32000.0
-2200.1
13C
32768
65536

210 200 190
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Parameter Value OH
Origin Varian P “Me
Spectrometer inova b
Solvent CDCI3
Temperature 20.0 E
Pulse Sequence s2pul N
Experiment 1D Me
Probe hcn
Number of Scans 16
Receiver Gain 26
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1511.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value L OH
Origin Varian ,f”““wr"{“ Me
Spectrometer inova A
Solvent CDCI3 [ 2
Temperature 20.0 e J
Pulse Sequence s2pul 5
Experiment 1D Me
Probe QUAD
Number of Scans 512
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1271.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value J:" OH
Origin Varian o “Mea
Spectrometer inova /[
Solvent cDCi3 =™
Temperature 20.0 — ,L
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.7
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
A Jl A N M,Ju
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
60
1.0000
0.0000
1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0
Lowest Frequency -2208.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Spectrometer Frequency 499.69

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

Value OH

Varian
inova ME
CDCI3

20.0

s2pul e

1D
QUAD
16

46
2.0000
0.0000
4.6645

LZ

7024.9
-1021.9
1H
32768
65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
611
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

30165.9
-1273.1
13C
32768
65536

LZ

OH
Me
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Parameter Value lfGH
Origin Varian T “Me
Spectrometer inova

s
Solvent CDCI3 |
Temperature 20.0 e
Pulse Sequence s2pul Pi'l "|3|=3
Experiment 1D H
Probe QUAD
Number of Scans 16
Receiver Gain 48
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value l LOH
Origin Varian T “Me
Spectrometer inova f
Solvent CDCI3 o
Temperature 20.0 L e
Pulse Sequence s2pul Pi'l ‘BF 5
Experiment 1D
Probe QUAD
Number of Scans 643
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1273.0
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value l OH
Origin Varian T “Mea
Spectrometer inova f

o

Solvent CDCI3 i h

Temperature 20.0 L e

Pulse Sequence s2pul Pi'l "EF3

Experiment 1D

Probe QUAD

Number of Scans 132

Receiver Gain 60

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 0.3277

Spectrometer Frequency 470.15

Spectral Width 100000.0

Lowest Frequency -79501.3

Nucleus 19F

Acquired Size 32768

Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T
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Parameter Value OH
- . N/\/\i/Me
1 Origin Varian
2 Spectrometer inova o Me
3 Solvent CDCI3
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 36
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1010.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
W
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1 (ppm) S140



or't
L
zrk
ev'L
ISL
€5°L
vG'L
gg't
95°L
9G°k
16k
I8°L
88l —n

68l
061
6L
861
652
ow.mW
29T

€10a0 9¢’L—

OH

Me
Me

N

F-16'S

/61
Fve1

8c'¢
880

Fvev

E/6'1

S141

10.5 10.0 9.5

11.0



0 N O o~ WO N =

9

Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

13 Spectrometer Frequency

14 Spectral Width

15 Lowest Frequency

16 Nucleus
17 Acquired Size

18 Spectral Size

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
48

60
1.0000
0.0000
1.0863
125.66
30165.9
-1279.2
13C
32768
65536
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O
Parameter Value /J
Origin Varian T Me
Spectrometer inova /(
Solvent CDCI3 [ e
Temperature 20.0 e
Pulse Sequence s2pul
Experiment 1D Me
Probe hcn
Receiver Gain 56
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
0 M
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
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0
f1 (ppm)
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Parameter Value j
Origin Varian P T
Spectrometer inova 1

e
Solvent CDCI3 l ]
Temperature 20.0 y
Pulse Sequence s2pul N
Experiment 1D Me
Probe quad9o4
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1025.4
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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 T I
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S146
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Parameter Value . JL
Origin Varian = " " Me
Spectrometer inova
Solvent CDCI3 E{j
Temperature 20.0 o
Pulse Sequence s2pul N
Experiment 1D
Probe quad9o4
Receiver Gain 46
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.95
Spectral Width 8000.0
Lowest Frequency -2424.5
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T T I
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f1 (ppm) S148
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9o4
60
2.0000
0.0000
1.3107

Spectrometer Frequency 100.58

Spectral Width 25000.0
Lowest Frequency -1031.7
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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 T T T T T T T T T T T T T T T T T I
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f1 (ppm) S150
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9o4
58
10.0000
0.0000
4.0960

Spectrometer Frequency 399.95

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

8000.0
-2424.5
1H
32768
65536

10.0 9.5 9.0
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9o4
60
2.0000
0.0000
1.3107

Spectrometer Frequency 100.58

Spectral Width 25000.0

Lowest Frequency -1026.6

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
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Parameter Value TE L?C.H
Origin Varian MEHN"“H.E S T  Me
Spectrometer inova I":-"IE.-

Solvent CDCI3

Temperature 20.0

Pulse Sequence s2pul

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 32

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1521.1

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value TE T?@H
Origin Varian Me "N e T e “Me
Spectrometer inova I":-"IE.-
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Number of Scans 783
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2200.4
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value [ ﬂ Me
Origin Varian -‘:TN ; “‘w’*ﬂ“JJ\“ME
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 26
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
) LJ/\ L
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Parameter Value [ ﬂ Me
Origin Varian -‘:?N' “‘w’*ﬂ“JJ\“ME
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2204.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value 1
Origin Varian N ;ﬂh“"/th.-"IE
Spectrometer inova H
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe quad9a4
Receiver Gain 54
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.95
Spectral Width 8000.0
Lowest Frequency -2424.5
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
A I
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Parameter Value [# 1 fL
Origin Varian " g
Spectrometer inova H Vs
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value E b Me
Origin Varian N “m,r‘ﬁ“ﬂw"L‘ME
Spectrometer inova Me
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
704
60
2.0000
0.0000
1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0
Lowest Frequency -2199.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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o EtO._.O Me
Parameter Value 8 : I

Origin Varian © — ~ “Me

Spectrometer inova h (

Solvent CDCI3 "N

Temperature 20.0 EI{:I:

Pulse Sequence s2pul

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 32

Relaxation Delay 10.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1511.1

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value "ﬁ _
Origin Varian 5 H:HMP‘EHME
Spectrometer inova |: ]
Solvent CDCI3 N -~
Temperature 35.0 I
Pulse Sequence s2pul Boc
Experiment 1D
Probe QUAD
Number of Scans 296
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1268.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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EtO._ .0 Me
Parameter Value {

Origin Varian HEKHHME

Spectrometer inova (

Solvent CDCI3 "N

Temperature 21.1 |'I'|

Pulse Sequence s2pul

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 20

Relaxation Delay 10.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1510.6

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
241
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9
Lowest Frequency -1274.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value EtO. .0 Me
Origin Varian HJEHME.'
Spectrometer inova j
Solvent CDCI3 [ -
Temperature 20.0 ".”]

Pulse Sequence s2pul Me

Experiment 1D

Probe QUAD

Number of Scans 8

Receiver Gain 30

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 4.6645

Spectrometer Frequency 499.69

Spectral Width 7024.9

Lowest Frequency -1021.9

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value EtO. .0 Me
Origin Varian L’”‘HJ”“ME
Spectrometer inova j
Solvent CDCI3 [ -
Temperature 20.0 ".”]

Pulse Sequence s2pul Me

Experiment 1D

Probe QUAD

Number of Scans 80

Receiver Gain 60

Relaxation Delay 1.0000

Pulse Width 0.0000

Acquisition Time 1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9

Lowest Frequency -1276.3

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
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Parameter Value lL
Origin Varian o
Spectrometer inova j
Solvent cDCi3 N
Temperature 20.0 Chz
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 8
Receiver Gain 36
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1510.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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CO,Et

Parameter Value i
Origin Varian ]\
Spectrometer inova ( ]
Solvent CDCI3 T
Temperature 20.0 I‘;-.I
Pulse Sequence s2pul Cbz
Experiment 1D
Probe QUAD
Number of Scans 16
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1011.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
16
56
10.0000
0.0000
4.0960

Spectrometer Frequency 499.43

EtO,C.__CN Me

-"-\"‘-n.,\_\_\__.__--"”""ﬂ-\.

Me

Spectral Width 8000.0
Lowest Frequency -1509.2
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value %
Origin Varian J(ﬁhfl\hl"ﬂe
Spectrometer inova [ ™~
Solvent CDCI3 LA
Temperature 20.0 l‘;-.l
Pulse Sequence s2pul Chz
Experiment 1D
Probe QUADG
Number of Scans 16
Receiver Gain 56
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1509.2
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
J I8 . A I L
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NC . Me
Parameter Value 7

Origin Varian -____.,q’: “‘w”ﬁ"me

Spectrometer inova [ ]

Solvent CDCI3 -

Temperature 25.0 "

Pulse Sequence s2pul H

Experiment 1D

Probe QUAD

Number of Scans 8

Receiver Gain 41

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 4.6645

Spectrometer Frequency 499.69

Spectral Width 7024.9

Lowest Frequency -1021.9

Nucleus 1H

Acquired Size 32768

Spectral Size 65536

J A JM\_J L
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.0 115 11.0 105 100 95 90 85 80 75 70 65 6.0 fl(sbgm) 50 45 40 35 3.0 25 20 15 1.0 05 0.0 -05 51;;
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NC . Me
Parameter Value N
Origin Varian ;-:’:H“ ﬁ“’l‘lﬂe
Spectrometer inova [ ]
Solvent CDCI3 hl"-.l =
Temperature 25.0
Pulse Sequence s2pul i
Experiment 1D
Probe QUAD
Number of Scans 128
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1277.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
¥ .
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
220 210 200 190 180 170 160 150 140 130 120 fll(rl)gm) 100 90 80 70 60 50 40 30 20 10 0 51;41



m
- Me é
e .-""\-\..\_ <

"":fw Me =) © NS OM®ONSO

9 — aMNnANANNINmMN

— ~ tTMMmMN MmN NN
N N[/ /77
H

|
" Y N I Wi A iy WA' '

7T 7T 7T 7T 7T 7T 7T 7T 7 " 7T "~ 7T "~ 1T "~ T "~ 7 "~ T " 7T " 7T " T T T T T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

f1 (ppm) S195



Parameter Value NC y Me
Origin Varian ,,;-:: ‘“u-*’ﬂ“‘ME,
Spectrometer inova
Solvent CDCI3 N
Temperature 20.0
Pulse Sequence s2pul Me
Experiment 1D
Probe QUAD
Number of Scans 8
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1022.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value NC ™ Me

Origin Varian H,A-:: " Me

Spectrometer inova [

Solvent CDCI3 N -

Temperature 20.0

Pulse Sequence s2pul Me

Experiment 1D

Probe QUAD

Number of Scans 432

Receiver Gain 60

Relaxation Delay 1.0000

Pulse Width 0.0000

Acquisition Time 1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9

Lowest Frequency -1278.8

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
‘ e S a— T T T T T T 1 T T T T T T T T T T
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Parameter Value e
Origin Varian L J\CE"H
Spectrometer inova I )
Solvent CDCI3 ~._~MNBoc
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
I A vl
e N B T T T T T T T T T T T T T T T T T T T T T |
.0 115 11.0 105 100 95 90 85 80 75 70 65 6.0 fl(sﬁgm) 50 45 40 35 30 25 20 15 10 05 00 -05 S2(—)(1)
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Parameter Value ':'::ﬁj o
Origin Varian S |
Spectrometer inova j
Solvent cDClI3 ~._-NH
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 42
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H 1,4-dioxane
Acquired Size 32768
Spectral Size 65536
N K
T T T T T T T T T T T T T
12 11 10 3 2 1 0 -1 -2



ww.j
2671+
861
oo.mg
10729
10°¢
€0°¢
€072
60°¢+
60°¢
T
r
€T
€T
ST”
9T”
8T
8T
6T’
0c'e

12°¢

2ee

€€

€€

0L €—

o\

MmonmMmmonocnoma

€1Ddad 9¢’L
A

€9/
m@.h%
99/
L9/
69/

—

- Egv1

10°2

002

® ——= Fs6¢
C
©

5 .

S —= =081
4’

_ _ mmm:

LT

S203

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)

6.0

6.5

7.0

11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5

11.5



Parameter Value T
Origin Varian E;. ;U‘m C 1
Spectrometer inova - Hr \] Me
Solvent CDCI3 ~ N W W T
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 15.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
1 S
‘ T T T T T T T T T T T T T T T T T T T T T T T |
.0 115 11.0 105 100 95 90 85 80 75 70 65 6.0 fl(sﬁgm) 50 45 40 35 30 25 20 15 10 05 00 -05 SZ(_)éll



€1Ddd @N.N./.

€972
mw.mw
99/ —_—

ww.m.\.

W
=

xl
=\ /

- N mfﬂ‘“u"ﬁhm e

EE

i
W,

Voo A
£
L
1-!.—
L

e

2.5

S205

1.5 1.0 0.5 0.0 -0.5

2.0

5.5 5.0 4.5 4.0 3.5 3.0
f1 (ppm)

6.0

6.5

7.0

11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5

11.5



Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
25.0
s2pul
1D
QUAD
1161
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

30165.9
-1272.5
13C
32768
65536
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Parameter Value ==
Origin Varian E::. ;U‘m C 1
Spectrometer inova - Hr \] Me
Solvent CDCI3 M~ “~Me
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 128
Receiver Gain 52
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
— , , , , , , , , , , , , , , , , , ,
40 30 20 10 0 -10 -20 -30 -40 -50 }tls(zppm) -70 -80 -90 -100  -110 -120  -130  -140  -150  -160 08
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Parameter Value ]':‘-;H“l‘
Origin Varian T r:{mh
Spectrometer inova
Solvent CDCI3 e M ﬁ“’ﬂ“""ﬁxhﬂe
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 16
Receiver Gain 46
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
| ] L
e T T T T T T T T T T T T T T T T T T T T T
.0 115 11.0 105 100 95 90 85 80 75 70 65 6.0 fl(sbgm) 50 45 40 35 3.0 25 20 15 1.0 05 0.0 -05 o10
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Parameter Value S
Origin Varian [:H | f:-l‘:.lm
=g -
Spectrometer inova
Solvent CDCI3 M W W
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 11512
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.9
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
U, L
‘ T T T T T T T T T T T T T T T T T T |
20 210 200 190 180 170 160 150 140 130 120 110 (ppml)OO 90 80 70 60 50 40 30 20 10 0 521—21
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e
Parameter Value £ —
Origin Varian L | CN
9 e Ny P N
Spectrometer inova
Solvent CDCI3 SN
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 132
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T
40 30 20 10 0 -10 -20 -30 -40 -50 -60 -70 -80 -90 -100  -110  -120 -130  -140  -150  -160
f1 (ppm) S214
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EtD._.0O
Parameter Value y

Origin Varian ’____.q’;ﬁ“‘w*’i “Me

Spectrometer inova [

Solvent CDCI3 “N

Temperature 20.0

Pulse Sequence s2pul Boc

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 32

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1521.1

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value ‘fD
Origin Varian S
Spectrometer inova ( ™ b
Solvent CDCI3 S
Temperature 25.0 r."l
Pulse Sequence s2pul H
Experiment 1D
Probe hcn
Receiver Gain 32
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
N L
T T T T T T T T T T T T T T T T T T T T T T T T I
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f1 (ppm) S218
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Parameter Value
Origin Varian ) :’"“H;H“HME
Spectrometer inova [ 7
Solvent CDCI3 S
Temperature 20.0 I‘;-.I
Pulse Sequence s2pul H
Experiment 1D
Probe quad9o4
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1025.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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 T T T T T T T T T T T T T T 1
230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 &80 70 60 50 40 30 20 10 0 -1
f1 (ppm) $220
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
19.0
s2pul
1D
QUADG
54
0.0000
0.0000
4.0960

Spectrometer Frequency 499.43

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

8000.0
-1518.7
1H
32768
65536

EtO

Me

VEME

10.0 9.5 9.0

8.5 8.0

1.5

1.0

0.5 0.0 -0.
222
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Parameter Value EtO O
Origin Varian ",
Spectrometer inova v ME
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul P?'l
Experiment 1D Me
Probe QUAD
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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f1 (ppm)
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Parameter Value ""E
Origin Varian i ﬁ“‘w"FJHME
Spectrometer inova [ ]
Solvent CDCI3 M o
Temperature 20.0 | "BF3
Pulse Sequence s2pul H
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1511.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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.0 115 11.0 105 100 95 90 85 80 75 70 65 6.0 fl(sbgm) 50 45 40 35 30 25 20 15 10 05 00 -05 -



$8°0
980
SO'T
90'1T
90'T
20T
20T
80T
80T
80T
80T
60T
0Tl —
9Z'1 —
8Z'1
621
LE'T
8¢'1
0b'T E—
v'1T
V1 E—
vy T
vy T
SY'T
LT —
8T
0S'T
0S'T -
151
A
€91
(a4
Ve
€2°¢
€22
SL'¢
SL'¢
972
8/°2-
8/°Z1
6221
08°Z-
18°21
0§ €1
1€ €
1€ €
Z€ ¢
€€ ¢
Y€€
vE €
v €
GS €
6T v
0Z v
22 v
€Y

€Nad 9z2-

-1

a
=

E66'1

Fe61

002
860

=561

S227

2.0 1.5 1.0 0.5 0.0 -0.5

2.5

3.0

3.5

5.5 5.0 4.5 4.0
f1 (ppm)

6.0

6.5

7.0

11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5

11.5



EtO._ .0 Me

Parameter Value “E
Origin Varian i ﬁ“‘“"FJHME
Spectrometer inova [ ]
Solvent CDCI3 N -
Temperature 25.0 | BF3
Pulse Sequence s2pul 2
Experiment 1D
Probe QUADG
Number of Scans 520
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2200.0
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

f 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 T T T T T T T T T T T T T T T T T T T
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm) S228
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Parameter Value HE
Origin Varian i H‘*-""JHME
Spectrometer inova [
Solvent CDCI3 N 4
Temperature 25.0 I'I‘| ~BFE-
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 120
Receiver Gain 48
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79531.9
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
al
T T T T T T T T T T T T T T T T T T T T T
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quadbp
16
58
0.0000
0.0000
0.6554

Spectrometer Frequency 128.25

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

50000.0
-25560.0

11B
32768
65536
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Parameter Value B
Origin Varian ___.{'Jﬁ“h_-"ﬁ'me
Spectrometer inova F j
Solvent CD3CN SR
Temperature 25.0 :-BFE-
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 8
Receiver Gain 36
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.70
Spectral Width 7024.9
Lowest Frequency -1023.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
| N .
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 T T T
11.5 110 105 100 95 90 85 80 75 7.0 65 6.0 fl(sbgm) 50 45 40 35 3.0 25 20 15 1.0 05 0.0 -05 s



060
060+
06°01
16701
26°01
£0°TH

80°T~
80'T
80'T
80'T
60'T
0T
o1
%
0T
T
LT
8T
6T
6T
02’1
T
€1
€1
Sh'T
0S'T
16T
16°T
16°T
16°T
251
251
€6°1
€6°1
vS'T
19'T
29'1
29'1
29'1
v9'T
v9'T
S9'1
S9°'T-
191
89T
0211
0211
02T
1211
€211
NDEAD ¥6°T
€2z
ot
ANE
v 2
L0
122
87"
62"
08°21
0T"€
0T"€
IT ¢
21°¢
ARE
21
€1°¢A
1€

—

L TR B TR B R B B |

ST¢A

S235

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5
f1 (ppm)

6.0

6.5

7.0

11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5

11.5



NC Me
Parameter Value b
Origin Varian ,.::ﬂ““v-‘ﬂ'me
Spectrometer inova F j
Solvent CD3CN hN -
Temperature 25.0 ‘BF4
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 224
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1168.4
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

f 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 T T T T T T T T T T T T T T T T T T T
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm) S236
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Parameter Value Be
Origin Varian ﬂ“‘v“ﬁ'me
Spectrometer inova F j
Solvent CDCI3 oy
Temperature 25.0 BF
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 64
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
— , , , , , , , , , , , , , , , , , ,
40 30 20 10 0 -10 -20 -30 -40 -50 }(ls(zppm) -70 -80 -90 -100  -110 -120  -130  -140  -150  -160 -
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
16
32
2.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Me

N
' "BF
H 3

Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
1 T T 1 T 1 T T T T T T T T T T T T T T T T T T T 1
.0 115 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 00 -05 -1
f1 (ppm) S240
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
64
60
1.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Me

L=

‘BF;

Spectral Width 30165.9

Lowest Frequency -1276.5

Nucleus 13C

Acquired Size 32768

Spectral Size 65536

"y
f 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 T
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
f1 (ppm) S242
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
64
52
0.0000
0.0000
0.3277

Spectrometer Frequency 470.15

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

100000.0
-79501.3
19F
32768
65536

L=

‘BF;

40 30 20

10

-10

-20

-30

-40

T
-50

T
-60
f1 (ppm)
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Parameter Value
Origin Varian HN -
Spectrometer inova I B,
Solvent CDCI3 H
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 44
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536

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
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0
f1 (ppm) $246
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Parameter Value
Origin Varian “‘HN f‘
Spectrometer inova PL| BF 5
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1274.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
I TN o
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 T T T T T T T T T T T T T T T T T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

f1 (ppm) $248
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Parameter Value
Origin Varian “‘HN f‘
Spectrometer inova #" BF 5
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79544.1
Nucleus 19F
Acquired Size 32768
Spectral Size 65536

|
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Parameter Value 'L";

Origin Varian - ::H‘“*’HFHME,-

Spectrometer inova

Solvent CDCI3 HN e

Temperature 20.0 | "BF 4

Pulse Sequence s2pul H

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 26

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1520.6

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value 'L:';
Origin Varian - S e
Spectrometer inova |/
Solvent CDCI3 - N i
Temperature 20.0 | "BF 4
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 222
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1270.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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
220 210 200 1% 180 170 160 150 140 130 120 %égm 100 920 80 70 60 50 40 30 20 10 525—3
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KF-IV-65_19F

7.30.2015 EtC. .0
KF-Iv-65_19Parameter Value 'L"’
Origin Varian - ::HW'JFHME
Spectrometer inova
Solvent CDCI3 S e
M.
Temperature 20.0 | "BF 4
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 132
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
A
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 T T T T T T T T T T T T T T T T
40 30 20 10 0 -10 -20 -30 -40 -50 -60 -70 -80 -90 -100  -110 -120  -130  -140  -150  -160

f1 (ppm) S256
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Parameter Value |
Origin Varian ~N IHMJH.M
Spectrometer inova \T .
Solvent CDCI3 Me
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 52
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.2
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
A A MLL
T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) $258



68°0
16°0
6T°T
02’1
02’1
121
121
22’1
22’1
€1
9Z'1
621
0€'1T
SP'T
9’1
YT
8’1
611
611
IS°'T
2S'1
2S'1
€51
vS'T
961
ST
8S°1T
09T
€91
v9'1T
99°T
99°T
89°1-
69T
02T
¥0°Z
22 €
€€
SZ €
92 ¢
LT°€A
8¢
18" €A
86°¢-
€12ad 922

"

/

/I

\

_

889

Iv'¢

H\mv.m L

ST'T
121

Rer1t

—60°0

EvTT}

0T

00°1

4.0

S259

2.0 1.5 1.0 0.5 0.0

2.5

3.0

3.5

95 90 85 80 75 70 65 6.0 55 50 4.5
f1 (ppm)

10.0



Parameter Value H_

Origin Varian ~N IHMJH.M

Spectrometer inova \T .

Solvent CDCI3 Me

Temperature 20.0

Pulse Sequence s2pul

Experiment 1D

Probe QUADG

Receiver Gain 60

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0

Lowest Frequency -2200.7

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
[ 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 T 1
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f1 (ppm)

Parameter Value ?FE Me
Origin Varian ~N IHMJH.M
Spectrometer inova \T .
Solvent CDCI3 Me
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 1.5000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 469.89
Spectral Width 122137.4
Lowest Frequency -108111.4
Nucleus 19F
Acquired Size 40022
Spectral Size 131072
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
16
28
2.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
A L\/\J./\_MAML__
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Parameter Value L 1 M%DH

Origin Varian N HJ"‘“H,HJ{\ME

Spectrometer inova

Solvent CDCI3 Wis

Temperature 20.0

Pulse Sequence s2pul

Experiment 1D

Probe QUADG

Number of Scans 653

Receiver Gain 60

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0

Lowest Frequency -2200.9

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
‘ T T T T T T T T T T T T T T T T T |
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Parameter Value EIO 0 M?GH
Origin Varian = " “Me
Spectrometer inova
Solvent CDCI3 N
Temperature 20.0 I
Pulse Sequence s2pul Me
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 34
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value = l;’GH
Origin Varian #I:"H“Hf" “Me
Spectrometer inova [

Solvent CDCI3 e
Temperature 20.0 |";J
Pulse Sequence s2pul Me
Experiment 1D

Probe QUAD

Number of Scans 2373

Receiver Gain 60

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9

Lowest Frequency -1272.6

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
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Parameter Value J{.GH
Origin Varian ,l(:m“w’” Me
Spectrometer inova
Solvent CDCI3 N o
Temperature 20.0 |
Pulse Sequence s2pul he
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
662
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9
Lowest Frequency -1273.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value — N
Origin Varian = | CN
e Me
Spectrometer inova 1 OH
Solvent CDCI3 ~_~N ”ﬁ“‘u”‘l:'wle
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 41
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.8
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value T
Origin Varian EH L {:rf“x
Spectrometer inova T = ‘] ME{]
Solvent CDCI3 = ﬂv#ﬁhg,l:‘_'M:
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2205.2
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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f1 (ppm)

Parameter Value FaC P
Origin Varian ]; | CHN
Spectrometer inova G ’;m‘] ME’DH
Solvent CDCI3 - N ﬁ“““#l::hﬂe
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 1.5000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 469.89
Spectral Width 122137.4
Lowest Frequency -108111.4
Nucleus 19F
Acquired Size 40022
Spectral Size 131072
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Parameter Value =
Origin Varian \Lﬁ:_,fu“x%f‘“ 5
Spectrometer inova ‘\|
Solvent CDCI3 N w,-’““xv,’ll\me
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe quad9a4
Receiver Gain 46
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.95
Spectral Width 8000.0
Lowest Frequency -2424.5
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
S N .
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Parameter Value FaC . 2
Origin Varian \L:h ,HHHCH,-HH
Spectrometer inova g 1\ j
Solvent CDCI3 L
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1275.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
UL A I N Ll n
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Parameter Value =
Origin Varian \LEL;HETJ’“ 0
Spectrometer inova ‘\|
Solvent CDCI3 N w,-’““xv,’ll\me
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79541.0
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
{
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Parameter Value J
Origin Varian :L:xm" k Me
Spectrometer inova \|
Solvent CDCI3 ., N -
Temperature 20.0 I
Pulse Sequence s2pul Me
Experiment 1D
Probe QUADG
Receiver Gain 44
Relaxation Delay 5.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
't
J .
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Parameter Value

Origin Varian F_:Jc(:ﬂ“m" Me
Spectrometer inova \|
Solvent CDCI3 ., N -
Temperature 20.0 I

Pulse Sequence s2pul Me

Experiment 1D

Probe quad9o4

Receiver Gain 60

Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1028.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value EtO _h_:::_"..'} MECJH
Origin Varian f:’“vf'*“me
Spectrometer inova |/

Solvent CDCI3 .

Temperature 20.0 N 'BFE,

Pulse Sequence s2pul

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 44

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1521.1

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value EtO _H_:::r,j M?GH
Origin Varian ,f:fHMA:ME'
Spectrometer inova I
Solvent CDCI3 ..

Temperature 22.0 'BF:.,
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 64
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
il
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Parameter Value 50 '“““:ﬁﬂ ME'DH
Origin Varian ;_,e:ﬁ“w-fg“me
Spectrometer inova [

Solvent CDCI3 . N
Temperature 22.0 BF,
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 989
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.4
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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NC

Parameter Value 'TEGH
Origin Varian e M
Spectrometer inova ( \‘

Solvent CD3CN o o

Temperature 20.0 H'BF:._

Pulse Sequence s2pul H

Experiment 1D

Probe QUADG

Number of Scans 8

Receiver Gain 44

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 499.44

Spectral Width 8000.0

Lowest Frequency -1520.7

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter Value NC - MECIH

Origin Varian o “Lia

Spectrometer inova ( \‘

Solvent CD3CN o o

Temperature 20.0 H'BF:._

Pulse Sequence s2pul

Experiment 1D

Probe QUADG

Number of Scans 928

Receiver Gain 60

Relaxation Delay 1.0000

Pulse Width 0.0000

Acquisition Time 1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0

Lowest Frequency -2100.4

Nucleus 13C

Acquired Size 32768

Spectral Size 65536
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Parameter Value NC. hﬂ?{jH
Origin Varian ™ “Me
Spectrometer inova ( \‘

Solvent CDCI3 HN -

Temperature 25.0 I "BF 4

Pulse Sequence s2pul H

Experiment 1D

Probe QUAD

Number of Scans 64

Receiver Gain 60

Relaxation Delay 0.0000

Pulse Width 0.0000

Acquisition Time 0.3277

Spectrometer Frequency 470.15

Spectral Width 100000.0

Lowest Frequency -79501.3

Nucleus 19F

Acquired Size 32768

Spectral Size 65536
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Parameter Value 'fﬂ\,l MEC:IH
Origin Varian o =
Spectrometer inova N uﬁﬂme
Solvent CDCI3 H
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 22
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1511.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value [ l ,,,'ﬂH
Origin Varian H'N -~ H-H_,s""‘m,,__f"HME
Spectrometer inova
Solvent CDCI3 i
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 192
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1273.3
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value _OH
Origin Varian -
Spectrometer inova L ]
Solvent CD3CN N '#E!.F
Temperature 20.0 H 2
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 8
Receiver Gain 41
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.70
Spectral Width 7024.9
Lowest Frequency -1023.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value _-OH
Origin Varian i
Spectrometer inova ... #]
Solvent CD3CN N.op
Temperature 20.0 H :
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 112
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1178.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value _OH
Origin Varian
Spectrometer inova ]
Solvent CD3CN N '#E!.F
Temperature 20.0 H 2
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 128
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.7
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
M
— , , , , , , , , , , , , , , , , , ,
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Parameter Value EtO "‘1"-5"D 'D
Origin Varian ’“‘H./’J‘-ME,
Spectrometer inova m
Solvent CDCI3 HN -~
Temperature 20.0 'BFE
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 26
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
e
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Parameter Value +
Origin Varian ”HH“‘“-//J\'ME
Spectrometer inova Kﬁ
Solvent CDCI3 HN 2
Temperature 20.0 BF4
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 520
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1275.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
132
60
0.0000
0.0000
0.3277

Spectrometer Frequency 470.15

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

100000.0
-79501.3
19F
32768
65536
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Parameter Value 'L’ A
Origin Varian -~ o " Me
Spectrometer inova L J
Solvent cDCi3 N
Temperature 20.0 &
Pulse Sequence s2pul
Experiment 1D
Probe quadbp
Receiver Gain 58
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.74
Spectral Width 8000.0
Lowest Frequency -2426.3
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value OH
Origin Varian N fo'WJ{ME
Spectrometer inova
Solvent CDCI3 Me
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1518.7
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
N N
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f1 (ppm) $322
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Parameter Value H. BFE’ TfDH
Origin Varian H ~N ﬂT-"'"“m_.f “Me
Spectrometer inova
Solvent CDCI3 Me
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2200.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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 T T I
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

f1 (ppm)
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f1 (ppm)

Parameter Value H. BFE’ T;DH
Origin Varian fr"'LT-"’“n__f Me
Spectrometer inova Me
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 1.5000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 469.89
Spectral Width 122137.4
Lowest Frequency -108111.4
Nucleus 19F
Acquired Size 40022
Spectral Size 131072
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Parameter Value EtO ‘“.-’-f’ﬂ ME{_]H
s i,

Origin Varian ’/(: T “Me

Spectrometer inova ]

Solvent CDCI3 HN ’

Temperature 20.0

Pulse Sequence s2pul H

Experiment 1D

Probe hcn

Number of Scans 16

Receiver Gain 28

Relaxation Delay 2.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1521.1

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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EtO. .0 Me

Parameter Value g ,.r‘DH
Origin Varian i
Spectrometer inova ’/(H - e
Solvent CDCI3 - ]
Temperature 20.0 N
Pulse Sequence s2pul H
Experiment 1D
Probe QUAD
Number of Scans 11999
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1273.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

L
‘ e S a— T T T T T T 1 T T T T T T T T 1
20 210 200 190 180 170 160 150 140 130 120 11?1(ppm1)oo 90 80 70 60 50 40 30 20 10 0 -



EtQ . .0 Me =
- O
B | -OH 8
o HME‘ N © o N 00 O O O 00 — ~
©O - < ToanmAaNm L
(j S I e S o <
— ~ N © N N W —
- | I |7 NV
N
H
|
|
L s B e e L B e B e e B A A B S B S B
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

f1 (ppm) S331



Parameter Value ﬂ 1
Origin Varian Ma ™ Nt: R N .HME'
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 42
Relaxation Delay 5.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
u J\
T T T T T T T T T T T T T T T T T T T T T T T
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f1 (ppm) $332
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
60
1.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9
Lowest Frequency -1274.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
WTFARRTES—WAP o 10 | ——
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Parameter Value ﬂﬂa: E;H%HT#
Origin Varian I Me
Spectrometer inova N
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 46
Relaxation Delay 5.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
[ 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
1.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) $336
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Parameter Value ﬂ T
Origin Varian I Me
Spectrometer inova N
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1273.3
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

[ 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 T T T T T T T T T T T T T T T T T T T T 1
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S$338
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Parameter Value
Origin Varian " M Me
Spectrometer inova 1
Solvent cDCi3 Ve H‘[# ﬁ
Temperature 20.0 o
Pulse Sequence s2pul
Experiment 1D
Probe quad9a4
Receiver Gain 40
Relaxation Delay 5.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.95
Spectral Width 8000.0
Lowest Frequency -2424.8
Nucleus 1H
Acquired Size 32768
Spectral Size 65536

JL J J | . L
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10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) $340
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time
Spectrometer Frequency
Spectral Width
Lowest Frequency
Nucleus
Acquired Size
Spectral Size

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9o4
60
2.0000
0.0000
1.3107
100.58
25000.0
-1029.5
13C
32768
65536
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160 150 140 130 120 110 100 90 80 70 60 50 40 30 20
f1 (ppm)
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Parameter Value L
Origin Varian T ™ Me
Spectrometer inova
Solvent CDCI3 “ Hb‘]
Temperature 20.0 P
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 26
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Spectrometer Frequency

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
60
1.0000
0.0000
1.0240
125.60
32000.0
-2202.7
13C
32768
65536
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Parameter Value j Me
Origin Varian LN Me
Spectrometer inova | J
Solvent CDCI3 N
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 22
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1510.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
i L M -
T T T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) S348
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
60
1.0000
0.0000
1.0240

Spectrometer Frequency 125.60

Spectral Width 32000.0
Lowest Frequency -2204.6
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

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

210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10

f1 (ppm) 8350
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Parameter Value coed
Origin Varian ’Lh
Spectrometer inova [
Solvent CDCI3 N
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe quad9a4
Receiver Gain 60
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 399.95
Spectral Width 8000.0
Lowest Frequency -2424.5
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value I
Origin Varian -
Spectrometer inova [
Solvent CDCI3 N-?
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2199.3
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm) S354
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
22
15.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

8000.0
-1521.1
1H
32768
65536

N

J
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50 4.5
f1 (ppm)
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Parameter Value | /]\ TEDH
Origin Varian “‘*—N; e “Me
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 22
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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 T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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Parameter Value Jl j TEDH
Origin Varian . N e M N Me
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe quad9o4
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1027.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

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 T T T T T T T T T T T T T T T T T T T T T I
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S360
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Parameter Value H l ﬂ?DH
Origin Varian Me - mN‘- e “Me
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Receiver Gain 41
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.6645
Spectrometer Frequency 499.69
Spectral Width 7024.9
Lowest Frequency -1021.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
Ju_JL I , L\JJ\JJLJL
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
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) $362
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
60
1.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

30165.9
-1276.7
13C
32768
65536

1 1 ﬂ'fbn-l
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f1 (ppm) S364
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Parameter Value (ﬂﬁ:ﬁf%“‘"ﬁh -
Origin Varian |5 =4 M&DH
Spectrometer inova N
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 22
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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 T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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Parameter Value (%:ﬁf%”"’ﬁh‘ - e
Origin Varian |5 e MEDH
Spectrometer inova N
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe quad9o4
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.3107
Spectrometer Frequency 100.58
Spectral Width 25000.0
Lowest Frequency -1027.1
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

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 T T T T T T T T T T T T T T T T T T T T T I
20 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S368
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Me

Parameter Value OH
Origin Varian " “Me
Spectrometer inova Me T
Solvent cDCI3 l ]
Temperature 20.0 -, N'Z5
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 28
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter Value N rlliIlllLf,Eil:FH
Origin Varian e “Me
Spectrometer inova Me i
Solvent CDCI3 l
Temperature 20.0 - N'Z5
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2208.3
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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f1 (ppm) S372
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Parameter Value ’FJ(,DH
Origin Varian e “Me
Spectrometer inova Cl S
Solvent CDCI3 H “‘
Temperature 20.0 MNI;
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 26
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.6
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
J ML
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value L,,DH
Varian " o Me
inova | s
CDCI3 H
20.0 .
s2pul
1D
QUADG
60
1.0000
0.0000
1.0240

Spectrometer Frequency 125.60

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

32000.0
-2205.0
13C
32768
65536
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Parameter Value [ H"‘_ﬁ-’...
Origin Varian e In:-'IE.EDH
Spectrometer inova E ]
Solvent CDCI3 N”P
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1508.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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f1 (ppm) $378
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Parameter Value "ﬂﬂh“}fﬂ
Origin Varian e In:-'t.EDH
Spectrometer inova E ]
Solvent CDCI3 N”P
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2202.4
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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f1 (ppm) $380
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Parameter Value ﬂ
Origin Varian [’ﬁ“w" “Me
Spectrometer inova ¥
Solvent cDClI3 ’lf ‘““| Me
Temperature 20.0 e
Pulse Sequence s2pul N
Experiment 1D
Probe QUADG
Receiver Gain 56
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 499.43
Spectral Width 8000.0
Lowest Frequency -1508.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
Y U
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f1 (ppm) $382
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Parameter Value
Origin Varian i Me
Spectrometer inova ,f*n[“ r.qu
Solvent CDCI3 ’| |
Temperature 20.0 g T
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2207.0
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter Value g th‘]'I"'
Origin Varian r"’[\“ﬁ% ()
Spectrometer inova =|
Solvent CDCI3 ~ H*:*'
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 32
Relaxation Delay 10.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
Joo I Y N U
T T T T T T T T T T T T T T T T T T T T T
9.5 9.0 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm)
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Parameter Value r'# \lt )
Origin Varian N o mgf.r---:_:g’r
Spectrometer inova ll:’:::'
Solvent CDCI3
Temperature 25.0
Pulse Sequence s2pul
Experiment 1D
Probe hcn
Receiver Gain 48
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
25.0
s2pul
1D
hcn
60
0.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1520.6

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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f1 (ppm)
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Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe

Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

Value

Varian
inova
CDCI3
20.0
s2pul
1D

QUADG

8

44
0.0000
0.0000
4.0960

13 Spectrometer Frequency 499.43

N‘\_<Me
0] Me

14 Spectral Width 8000.0

15 Lowest Frequency -1502.7

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536

L T 1 T T T T T T T T T T T T T T T T 1 T T L

1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1

1 (ppm) S392
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®
Parameter Value é
1 Origin Varian E 0
2 Spectrometer inova
3 Solvent CDCI3 N Me
4  Temperature 20.0 ‘\—<
5 Pulse Sequence s2pul 0 Me
6 Experiment 1D
7 Probe QUADG
8 Number of Scans 48
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0240
13 Spectrometer Frequency 125.60
14 Spectral Width 32000.0
15 Lowest Frequency -2188.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
AT WA VU A UMANY WA AL WA M WA N i\ AP Y ity Wy WO W ARV MANV WA MO L MYV ana
— - 1 - 1 - 1 T -1 1 1 T 1T 71T "~—~7T1T " T 1T "~ 17T T "~ T "~ 1T "~ T "~ T *~ T "~ T " 1
10 100 90 80 70 60 50 40 30 20 10
ppm)
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77.2 CDCI3
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
8

44
0.0000
0.0000
4.0960

13 Spectrometer Frequency 499.43

7.26 CDCI3

N_\_<I\/Ie
0]

Me

14 Spectral Width 8000.0

15 Lowest Frequency -1508.2

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536
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10
1
12

13 Spectrometer Frequency 125.60

Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUADG
64

60
1.0000
0.0000
1.0240

77.16 CDCI3

N_\_<Me
0

Me

14 Spectral Width 32000.0
15 Lowest Frequency -2188.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
UMY AU WAV WAL W VAR iy Vi AN WAL WA MDA UMWY
L I L B e e e e
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7.26 CDCI3

Parameter Value
1 Origin Varian
2 Spectrometer inova 2
3 Solvent CDCI3 N Me
4 Temperature 20.0 ‘\_<
5 Pulse Sequence s2pul 0 Me
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
T T T T T T T 1 T T T T 1 T T T T T T T T T T T T T T T 1 T 1
2.0 1.5 1.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 1.0 -15 -2.
f1 (ppm) 340
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77.2 CDCI3

)
Parameter Value
N Me
1 Origin Varian ‘\_<
2 Spectrometer inova 0 Me
3 Solvent CDCI3
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 64
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1260.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
AT A
r— 1.~ 1. -~ 1 T -~ T T T -~ 1 -~ 1T 1T 71T 1T ~~7T1T 1T ~—7T1T "1 "~ T " T "~ T " T " T " 1T 1
220 210 200 190 180 170 160 150 140 130 120 1 100 90 80 70 60 50 40 30 20 10 0 -1
ppm) 402
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Parameter

Origin
Spectrometer
Solvent
Temperature

Experiment
Probe

0 N oo o A~ W N =

9 Receiver Gain

Pulse Sequence

Number of Scans

10 Relaxation Delay

11 Pulse Width

12 Acquisition Time

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
8

30
0.0000
0.0000
4.6645

13 Spectrometer Frequency 499.69

7.26 CDCI3

Me

N Me
Me 1<
(0] Me

14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
| L
1 L
r—T1 . 1.~ -7 T T -~ 71T -~71T T T 1 71T 71T 71T 1T 1T 71T "~ T7T T T T T "~ T "~ T T T ™1
.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S404
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Parameter Value
1 Origin Varian O
2 Spectrometer inova Me N
3 Solvent CDCI3 e ‘\_<Me
4 Temperature 20.0 0 Me
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 64
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1277.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
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T T T T T T T T T
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
8

41
0.0000
0.0000
4.6645

13 Spectrometer Frequency 499.69

7.3 CDCI3

Me

Me

N—Me

14 Spectral Width 7024.9

15 Lowest Frequency -1021.4

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536
rs:r_ - - T T T~ T~ T~ T~ T ~7T1 1T 71" 1T 1" "1 71 "~ 1T " T "~ T " T *~ T " T * T " T °
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1

f1 (ppm) S408
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€10a0 9¢’L—

Me

vl

.

Me

N—Me

Foro
W&rm
W&QN
F-cot
01

00’}
80°}
F-00'¢

1.5

-

-0.5
S409

0.0

0.5

1.0

2.0

10.5 10.0 9.5

11.0
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Parameter Value é
1 Origin Varian N
2 Spectrometer inova
3 Solvent CDCI3 Me
4 Temperature 20.0 Me 0O
5 Pulse Sequence s2pul
6 Experiment 1D N-Me
7 Probe QUAD
8 Number of Scans 240 0
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1276.4
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
WMWMWWM%WHWMWWMWMW
— - 1 - I - T - T - T 1 -1 1T 1T "~ 71T "~ 1T "~ 1T "~ 1T ~ 1T "~ T *~ T *~ T *~ T *~ T T T " 1 ™1
220 210 200 190 180 170 160 150 140 130 120 r1)8m) 100 90 80 70 60 50 40 30 20 10 -1
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|
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7.26 CDCI3

0
Parameter Value Me

1 Origin Varian N/\/\(

2 Spectrometer inova 02N 0 Me

3 Solvent CDCI3

4 Temperature 40.0

5 Pulse Sequence s2pul

6 Experiment 1D

7 Probe QUAD

8 Number of Scans 8

9 Receiver Gain 50

10 Relaxation Delay 0.0000

11 Pulse Width 0.0000

12 Acquisition Time 4.6645

13 Spectrometer Frequency 499.69

14 Spectral Width 7024.9

15 Lowest Frequency -1011.4

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536
r—— 1 -~ T 1~ T 1 ~~T1 ~T1 1 ~7T1T" 1T 1T 17T 1T 1T 1" "~ T T "~ T "~ T "~ T "~ T "~ T "~ T "~ T " T " T "1
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 1.0 -1.5 2.

1 (ppm) S412
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/6L
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2Ll
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LL'e
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O,N

€10Aa0 9¢’L—
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s08—"

698
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19’8
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Fzzo
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oL}
90°c

E-00¢

E-€60

€60
Hﬂmw.o

2.
S413

-1.5

-1.0

0.0 -0.5

0.5

4.0 3.5 3.0 25 2.0 1.5 1.0

4.5

5.5

8.0 7.5 7.0 6.5 6.0

8.5

11.0 10.5 10.0 9.5 9.0

11.5



77.16 CDCI3

0
Parameter Value N /\/\r Me
1 Origin Varian
2 Spectrometer inova 02N 0 Me
3 Solvent CDCI3
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 224
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1260.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
1 10 TRPNOTPOS) ESOSSOTOUI I I ¥ S
r— 1~ 1.~ 1 1 1.~ T -1 T~ 71 71 1T 1T ~~7T1 1T "1 1T "~ 1T 1T "~ T "~ 1T " 1T "~ 1T "~ 1
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

1 (ppm) S414



77.2 CDCI3

<« @ NN @ 0 o - Q ®0©
88 5 88 & & ¢ Y N © Qi
- - - - - [ NN
0 % I I || [\
Me
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2 0
|
I
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
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

1 (ppm) S415
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Parameter Value
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
|
|
r—rr - - T T 7T~ T T~ T1 1 -~T1T 71 71T 71 ‘1 "~ T 1"~ 1T 1T 1T 1T "~ T 1T "~ 1T 1T ™
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S416
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10.5 10.0 9.5
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77.2 CDCI3

Parameter Value 0
Me
1 Origin Varian NW
2 Spectrometer inova Me
3 Solvent cDCI3 o
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 48
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1260.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
|
r— T - T - - T 1 1 71 71 71 1 T "~ T 1T *~ T 1T 1T "~ T "~ T "~ T " T T 1 ™1
220 210 200 190 180 170 160 150 140 130 120 rlgm) 100 90 80 70 60 50 40 30 20 10 -1
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Q Me
Parameter Value 8
1 Origin Varian ~ 0 0 Me
2 Spectrometer inova
3 Solvent CDCI3 N
4 Temperature 20.0 N
5 Pulse Sequence s2pul
6 Experiment 1D 0
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 36
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1021.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
| ]
| "
r—rr - - T T 7T~ T T~ T1 1 -~T1T 71 71T 71 ‘1 "~ T 1"~ 1T 1T 1T 1T "~ T 1T "~ 1T 1T ™
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S420



661~
€10a0 9¢’L—

[7AVA
€L,
€L°L
v,
8L
G8'L
G8°L
98°L

Me
Me

ivo
Fzez
Fzee

Fsot
Fsiz

Fz01

Frie

E-00'}

F607¢
E-86'}

S421

10.5 10.0 9.5

11.0



o]

Parameter Value é
1 Origin Varian N
2 Spectrometer inova
3 Solvent cbei Me
4 Temperature 20.0
5 Pulse Sequence s2pul 0 Me
6 Experiment 1D
7 Probe QUAD 0
8 Number of Scans 96
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1281.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536

" . 4 vt "
T 1 T T T T T T T T T T T T T T T T T T T 1
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1

f1 (ppm

)
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Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe

Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

Value

Varian
inova
DMSO
20.0
s2pul
1D
QUAD
8

36
0.0000
0.0000
4.6645

13 Spectrometer Frequency 499.70

2.50 DMSO-d6

OH

Me
e

14 Spectral Width 7024.9
15 Lowest Frequency -1011.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
o
[\
I
l\ﬂ’ I
L\, ~ \ . h’\ - WA
T T T L B T 1 T T T T T T T T T T 1 T T T T T T
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S424
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Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe

Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

16 Nucleus
17 Acquired Size
18 Spectral Size

Value

Varian
inova
DMSO
20.0
s2pul
1D
QUAD
64

60
1.0000
0.0000
1.0863

13 Spectrometer Frequency 125.66
14 Spectral Width
15 Lowest Frequency

30165.

-1260.2

13C
32768
65536

9

39.52 DMSO-d6

OH

Me
e

T T
220

T
210

T T T T
200 190

T T
180

T
170

T
160

T
150

T
140

T
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T
120

T
110

f1 (ppm

)

T
100

90



—~—39.52 DMSO-d6
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2.50 DMSO-d6

OH

Parameter Value
1 Origin Varian N/\)VMG
2 Spectrometer inova We
3 Solvent DMSO 0O
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 46
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.70
14 Spectral Width 7024.9
15 Lowest Frequency -1002.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
2
I
N y
T T 1 —7rt - 1 T 1 -~ 1 T~ T 1 ~~T17T" 1 1T ~~T17T" 1T ~T1T" T "~ T "~ T "~ T "~ T "~ T "~ T "~ T 1T "1
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 -0.5 1.0 -1.5 -2
1 (ppm) S428
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39.52 DMSO-d6

Parameter Value 0 OH
1 Origin Yarlan N/\)VMG
2 Spectrometer inova Me
3 Solvent DMSO
4 Temperature 20.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 256
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1260.2
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
T T 1 1 T T T T T 1 T T T T T T T T — T
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 1

f1 (ppm

)



——39.52 DMSO-d6
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|
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220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -1
f1 (ppm) S431
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Parameter Value é OH
® ﬁMe
1 Origin Varian N N Me
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 46
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
A N M ~ LA
T T T 1 T 1 T T T 1 T T T T T 1 T T T T T T T T
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S432
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Parameter Value é
1 Origin Varian N
2 Spectrometer inova 0 OH
3 Solvent CDCI3 ﬁl\/le
4 Temperature 40.0 N Me
5 Pulse Sequence s2pul
6 Experiment 1D 0
7 Probe QUAD
8 Number of Scans 192
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1271.8
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
A oo
T 1 T T T T 1 T T T T T T T T T T T T T T ™1
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -1

f1 (ppm

)



—77.2CDCI3
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220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -1
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7.3 CDCI3

Parameter Value
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3 o
4 Temperature 20.0 Me OI\/||-|e
5 Pulse Sequence s2pul / :
6 Experiment 1D Me i Me
7 Probe QUAD 0
8 Number of Scans 8
9 Receiver Gain 46
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
| L
r—rr - - T T 7T~ T T~ T1 1 -~T1T 71 71T 71 ‘1 "~ T 1"~ 1T 1T 1T 1T "~ T 1T "~ 1T 1T ™
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
f1 (ppm) S436
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Parameter Value §
1 Origin Varian N
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 20.0 o OH
5 Pulse Sequence s2pul Me NﬁMe
6 Experiment 1D Me Me
7 Probe QUAD
8 Number of Scans 256 o
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1271.5
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
T 1 T 1 T T T T T T T T T T T T T T T T ™1
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -1

f1 (ppm

)



9 OH
Me /—éMe

N Me
Me

(0]

—174.2

—77.2CDCI3

—69.8

—41.0

35.8
_/—

~_ 343
™~-33.7
—29.4
—26.4

15.8

T T T T T T T T T T
220 210 200 190 180
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Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe

Number of Scans
Receiver Gain

10 Relaxation Delay

1

Pulse Width

12 Acquisition Time

13

Value

Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
8

36
0.0000
0.0000
4.6645

Spectrometer Frequency 499.69

7.3 CDCI3

Me OH

Me

N—Me

14 Spectral Width 7024.9
15 Lowest Frequency -1020.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
r—rr - - T T 7T~ T T~ T1 1 -~T1T 71 71T 71 ‘1 "~ T 1"~ 1T 1T 1T 1T "~ T 1T "~ 1T 1T ™
2.0 1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
1 (ppm) S440
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11.0
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Parameter Value é

8V}
1 Origin Varian N
2 Spectrometer inova Me  OH
3 Solvent CDCI3 Me o
4 Temperature 20.0
5 Pulse Sequence s2pul N=ils
6 Experiment 1D
7 Probe QUAD O
8 Number of Scans 112
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1276.6
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
il
L I B B e I I I I |
220 210 200 190 180 170 160 150 140 130 120 r1)8m) 100 90 80 70 60 50 40 30 20 10 0 -1
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220 210 200 190 180 170 160 150 140 130 120 10
ppm) S443
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Parameter Value %
1 Origin Varian §
2 Spectrometer inova
3 Solvent CD3CN
4 Temperature 29.0 L
5 Pulse Sequence s2pul NH
6 Experiment 1D
7 Probe QUAD o
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.70
14 Spectral Width 7024.9
15 Lowest Frequency -1023.9
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
T 1 T 1 T T T T T T T T T T T T T T T T T T T 1
1.5 11.0 10.5 10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 -0.5 -1
f1 (ppm) S444
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain

10 Relaxation Delay
11 Pulse Width
12 Acquisition Time

Value

Varian
inova
CD3CN
22.0
s2pul
1D
QUAD
240

60
1.0000
0.0000
1.0863

13 Spectrometer Frequency 125.66

118.3 CD3CN

NH

14 Spectral Width 30165.9

15 Lowest Frequency -1260.2

16 Nucleus 13C

17 Acquired Size 32768

18 Spectral Size 65536

T VAN "«qummmm VWA HR A T i WMWWMMMM«WM WW l.m«mw

L e e L e I I e I L L
30 220 210 200 190

180 170 160 150 140 130 120 f (?)1p(r)n) 100 90 80 70 60 50 40 30 20 10 0



118.3 CD3CN

110
1 (ppm)
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0
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Parameter Value
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
1 ) L
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77.16 CDCI3

Parameter Value CH

1 Origin Varian NWMG

2 Spectrometer inova OZN

3 Solvent CDCI3

4 Temperature 40.0

5 Pulse Sequence s2pul

6 Experiment 1D

7 Probe QUAD

8 Number of Scans 64

9 Receiver Gain 60

10 Relaxation Delay 1.0000

11 Pulse Width 0.0000

12 Acquisition Time 1.0863

13 Spectrometer Frequency 125.66

14 Spectral Width 30165.9

15 Lowest Frequency -1260.2

16 Nucleus 13C

17 Acquired Size 32768

18 Spectral Size 65536
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Parameter Value
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 40.0
5 Pulse Sequence s2pul
6 Experiment 1D
7 Probe QUAD
8 Number of Scans 8
9 Receiver Gain 41
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.6645
13 Spectrometer Frequency 499.69
14 Spectral Width 7024.9
15 Lowest Frequency -1011.4
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
|
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1 (ppm) S452
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77.2 CDCI3

@)
OH
Parameter Value N /\/><
Me Me

1 Origin Varian o)

2 Spectrometer inova

3 Solvent CDCI3

4 Temperature 40.0

5 Pulse Sequence s2pul

6 Experiment 1D

7 Probe QUAD

8 Number of Scans 64

9 Receiver Gain 60

10 Relaxation Delay 1.0000

11 Pulse Width 0.0000

12 Acquisition Time 1.0863

13 Spectrometer Frequency 125.66

14 Spectral Width 30165.9

15 Lowest Frequency -1260.2

16 Nucleus 13C

17 Acquired Size 32768

18 Spectral Size 65536
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g OH
Parameter Value ° Me

1 Origin Varian h o) Me

2 Spectrometer inova N

3 Solvent CDCI3 O

4 Temperature 20.0

5 Pulse Sequence s2pul

6 Experiment 1D

7 Probe QUAD

8 Number of Scans 8

9 Receiver Gain 41

10 Relaxation Delay 0.0000

11 Pulse Width 0.0000

12 Acquisition Time 4.6645

13 Spectrometer Frequency 499.69

14 Spectral Width 7024.9

15 Lowest Frequency -1021.4

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536
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Parameter Value §
[a\)
1 Origin Varian N
2 Spectrometer inova OH
3 Solvent CDCI3 Me
4 Temperature 20.0
5 Pulse Sequence s2pul g & Me
6 Experiment 1D o
7 Probe QUAD N S
8 Number of Scans 112 o
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1282.7
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Spectrometer Frequency 500.07

Value
Varian
inova
CDCI3 A A
20.0
s2pul
1D
hcn
16
38
2.0000
0.0000
4.0960

Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
r-r1 1 1 1.1 1 117 1 1171 1 11 "1 + 1+ 1~ T+ 1 1 *~ T * 1T * T * T °* 1
.0 115 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 3.0 25 20 15 1.0 05 00 -05 -1
f1 (ppm) S460
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
vnmrs
cdcl3
25.0
s2pul
1D
triax
16
18
15.0000
0.0000
2.9098

Spectrometer Frequency 749.38

Spectral Width 5630.6

Lowest Frequency 355.3

Nucleus 1H

Acquired Size 16384

Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T T T T
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
128
52
0.0000
0.0000
0.3277

Spectrometer Frequency 470.15

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

100000.0
-79501.3
19F
32768
65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
1326
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9
Lowest Frequency -1273.0
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
\ I l 1
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4.5 4.0
f2 (ppm)

Al 0.5
&@7.@ I
1ﬂﬁEj & R ) . —1.0
o 1,005 3@" 99 i
% > @“ @}@' 15
\ . @ -V Y @\0 I
N ) @“ - '.o ' 2.0
b
H Me &@@ 0@0 ) 99@ 3 |
% 2.5
. 9 [
é 3.0
'
% I
~3.5
0
Parameter Value (f2, 1) ~4.0
1 Origin Varian I
O 0 2 Spectrometer vnmrs 4.5
? 3 Solvent cdcl3 F
4  Temperature 25.0 L5.0
@ 5 Pulse Sequence gCosy
) 6 Experiment COsY, I
7 Probe triax 5.5
8 Number of Scans 2 r
9  Receiver Gain 18 16.0
10 Relaxation Delay 1.0000 |
I} 11 Pulse Width 0.0000
p) 3“ ! 12 Acquisition Time 0.1501 6.5
13 Spectrometer Frequency (749.38, 749.38) r
- ) @ ! o . ) 14 Spectral Width (5630.6, 5630.6) 7.0
; @ @ . 15 Lowest Frequency (355.3, 355.3) |
240 @ 16 Nucleus (1H, 1H)
ool 17 Acquired Size (845,/128) ~7->
C’ » 18 Spectral Size (1024, 1024) B
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 I.
7.5 7.0 6.5 6.0 5.5 5.0 3.5 2.5 2.0 1.5 1.0 0.5
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Parameter Value (f2, f1)
1 Origin Varian
2 Spectrometer vnmrs
3 Solvent cdcl3
4 Temperature 25.0
5 Pulse Sequence HSQCAD
a @ 6 Experiment HSQC-EDITED
7 Probe triax
8 Number of Scans 2
9 Receiver Gain 18
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 0.1819
13 Spectrometer Frequency (749.38, 188.45)
14 Spectral Width (5630.6, 37682.5)
15 Lowest Frequency (355.3, -1886.1)
16 Nucleus (1H, 130)
17 Acquired Size (1024, 128)
18 Spectral Size (1024, 1024
T T T T T T T T T T T T T T T T T T T
7.5 7.0 6.5 6.0 5.5 5.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5

4.5 4.0
f2 (ppm)
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
vnmrs
cdcl3
25.0
s2pul
1D
triax
16
32
15.0000
0.0000
2.9098

Spectrometer Frequency 749.38

TfO

Spectral Width 5630.6

Lowest Frequency 356.1

Nucleus 1H

Acquired Size 16384

Spectral Size 65536
T T T T T T T T T T T T T T
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
128
60
0.0000
0.0000
0.3277

Spectrometer Frequency 470.15

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

100000.0
-79501.3
19F
32768
65536

TfO
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JMH-V-141C.1_13C

8.14.2015 TfD

JMH-V-141C Papameter Value
Origin Varian
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUAD
Number of Scans 2322
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1273.3
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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e ' ; . 3.0
~3.5
Parameter Value (f2, f1) i
1 Origin & Varian 40
2 Spectrometer v vnmrs i
3 Solvent cdcl3 —4.5
4 Temperature 25.0 L
5 Pulse Sequence gDQCOSY < o
6 Experiment DQF-COSY
7 Probe triax i
8 Number of Scans 4 5.5
9 Receiver Gain 32 L
10 Relaxation Delay 1.0000 L 6.0
11 Pulse Width 0.0000
12 Acquisition Time 0.1501 i
13 Spectrometer Frequency (749.38, 749.38) 6.5
14 Spectral Width (5630.6, 5630.6) L
15 Lowest Frequency (356.1, 356.1) L 20
16 Nucleus (1H, 1H)
17 Acquired Size (845, 200) i
18 Spectral Size (1024, 1024) —7.5
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5
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Parameter

Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe

Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width

Acquisition Time

Spectrometer Frequency

Spectral Width
Lowest Frequency
Nucleus

Acquired Size

Spectral Size

Value (f2, f1)

Varian

vnmrs

cdcl3

25.0

HSQCAD
HSQC-EDITED
triax

4

32

1.0000

0.0000

0.1819

(749.38, 188.45)
(5630.6, 37682.5)
(356.1, -1885.9)
(1H, 130)

(1024, 128)
(1024, 1024)
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Parameter Value
Origin Varian
Spectrometer vnmrs
Solvent cdclp?
Temperature 25.0
Pulse Sequence zTOCSY1D
J Experiment 1D
Probe triax
Number of Scans 32
Receiver Gain 32
Relaxation Delay 1.5000
Pulse Width 0.0000
Acquisition Time 2.0000
Spectrometer Frequency 749_3’28
Spectral Width 563D.6
J Lowest Frequency 3696
L /\/\\/\ JAJ\ Nucleus 1H
Acquired Size 11261
Spectral Size 65536
T T T T T T T T T T T T T T T T T T T T T
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
vnmrs
cdcl3
25.0
s2pul
1D
triax
16
32
15.0000
0.0000
2.9098

Spectrometer Frequency 749.38

Spectral Width 5630.6

Lowest Frequency 356.1

Nucleus 1H

Acquired Size 16384

Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Number of Scans
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
QUAD
11164
60
2.0000
0.0000
1.0863

Spectrometer Frequency 125.66

Spectral Width 30165.9
Lowest Frequency -1272.0
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
f 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
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f1 (ppm) S481
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Parameter Value e Ttb“
Origin Varian . b,
Spectrometer inova I X \
Solvent cDCi3 e\ N
Temperature 20.0 ( Me
Pulse Sequence s2pul HOY M
Experiment 1D
Probe QUAD
Number of Scans 128
Receiver Gain 50
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 0.3277
Spectrometer Frequency 470.15
Spectral Width 100000.0
Lowest Frequency -79501.3
Nucleus 19F
Acquired Size 32768
Spectral Size 65536
]
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Parameter Value (f2, f1) ;
d % 2 1 Origin Variaﬂ4_5 T
2 Spectrometer vnmils
E 3 ® 3 Solvent cdcli
4 Temperature 25.05.0
7 5 Pulse Sequence gDQCOSY
6 Experiment DQF-_Cé)gY
7 Probe triax
8 Number of Scans 8 ||
9 Receiver Gain 32 6.0
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 0.15 )_16'5
13 Spectrometer Frequency (749(38, 749.38)
$ 8 14 Spectral Width (563p-8,(6630.6)
; ;‘ $ 15 Lowest Frequency (3561, 356.1)
% . 16 Nucleus (1H, LH)
) : : ' : ' : ' : ' : ' : ' : ' : ' : ' : ' : 117 Alcquire('j Size : ' (8415,_270(5))
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 18 ppectral Size 15 (10g4, 1024)
f2 (ppm) S4
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1 60
@ Parameter Value [f2, f1)
1 Origin Varian [ 70
4 2 Spectrometer vnmrs
3 Solvent cdcl3 80
4  Temperature 25.0
5 Pulse Sequence HSQCAD
6 Experiment HSQC—EET%Eb
7 Probe triax I
8 Number of Scans 8 100
9 Receiver Gain 32 |
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000 [ 110
12 Acquisition Time 0.1819 [
" 9 13 Spectrometer Frequency (749.38,|1188@5)
14 Spectral Width (5630.6,|37682.5)
o 15 Lowest Frequency (356.1, -[1885.9)
=130
16 Nucleus (1H, 13C
17 Acquired Size (1024, 128)
18 Sqegxrlra Size (1024, 1024)
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Parameter Value r
Origin Varian ~13
Spectrometer vnmrs I
Solvent cdcl3 12
Temperature 25.0 -_11
Pulse Sequence NOESY1D |
Experiment 1D-NOESY -10
Probe triax 3
Number of Scans 128 ~9
Receiver Gain 32 i
Relaxation Delay 1.0000 -8
Pulse Width 0.0000 '_7
Acquisition Time 2.9098 |
Spectrometer Frequency 749.38 L6
Spectral Width 5630.6 L
Lowest Frequency 369.6 -5
Nucleus 1H r
Acquired Size 16384 4
Spectral Size 65536 I 3
-2
L1

5 4.0 . . . . . .
f1 (ppm) S487



Parameter Value - 1
Origin Varian \I:H Py
Spectrometer inova ¥ —
Solvent CDCI3 A_) ‘N
Temperature 50.0 I) H Me
Pulse Sequence s2pul o" =
Experiment 1D
Probe hcn
Number of Scans 16
Receiver Gain 32
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1521.1
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
. ]
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Parameter Value TfO .. -~
Origin Varian \I: 1

o
Spectrometer inova ]’ PR
Solvent CDCI3 ’ﬁ;‘m,-_f‘ I[I‘n-.l
Temperature 50.0 I J*H .
Pulse Sequence s2pul ,D"f e e
Experiment 1D
Probe QUAD
Number of Scans 14167
Receiver Gain 60
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1272.5
Nucleus 13C
Acquired Size 32768
Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Spectrometer Frequency 399.95

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9a4
60
0.0000
0.0000
4.0960

8000.0
-2416.5
1H
32768
65536
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Parameter Value N

Origin Varian \____

Spectrometer inova ) I,-"

Solvent CDCI3 P
Me| H %

Temperature 20.0 P P j/_. /

Pulse Sequence s2pul H

Experiment 1D AcO’ T,

Probe hcn

Receiver Gain 30

Relaxation Delay 15.0000

Pulse Width 0.0000

Acquisition Time 4.0960

Spectrometer Frequency 500.07

Spectral Width 8000.0

Lowest Frequency -1510.6

Nucleus 1H

Acquired Size 32768

Spectral Size 65536
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
32
15.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

o

8000.0
-1510.9
1H
32768
65536

9.5 9.0

8.5 8.0 7.5 7.0 6.5 6.0 5.5

5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0
f1 (ppm) 5497
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Parameter Value -"I"_ %N
Origin Varian '
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence s2pul
Experiment 1D
Probe QUADG
Receiver Gain 60
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0240
Spectrometer Frequency 125.60
Spectral Width 32000.0
Lowest Frequency -2201.7
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

' vl
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A A n A h
Parameter Value (f2, f1)
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 20.0 0
5 Pulse Sequence gcosy [}
6 Experiment COosy m
) 7 Probe hcn
8 Receiver Gain 26
=< | 9 Relaxation Delay 2.0000 ]
10 Pulse Width 0.0000
11 Acquisition Time 0.1280
12 Spectrometer Frequency (500.07, 500.07)
13 Spectral Width (8000.0, 8000.0)
14 Lowest Frequency (-1518.1,-1518.6)
15 Nucleus (1H, 1H)
16 Acquired Size (1024, 256)
17 Spectral Size (1024, 1024)
- 0
] ° 0
0 0
A 0 "
T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 5.0 2.5

f1 (ppm)
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Parameter Value (f2, f1)
1 Origin Varian
2 Spectrometer inova
3 Solvent cDci3 § .
4 Temperature 20.0
5 Pulse Sequence gHSQC ¢ ° °
6 Experiment HSQC-EDITED % "b
7 Probe hcn °8eo°
8 Receiver Gain 46 ~o
9 Relaxation Delay 2.0000 @
10 Pulse Width 0.0000
11 Acquisition Time 0.2000
12 Spectrometer Frequency (500.07, 125.75) e © @
13 Spectral Width (8000.0, 21378.9)
14 Lowest Frequency (-1499.6, -1258.8)
15 Nucleus (1H, 13C) L4
16 Acquired Size (1600, 256)
17 Spectral Size (2048, 2048)
[
L4
[
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
12 11 10 9 7 5 4 3 2 1 -1 -2
f2 (ppm)

f1 (ppm)
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
hcn
32
0.0000
0.0000
4.0960

Spectrometer Frequency 500.07

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

8000.0
-1499.6
1H
32768
65536

M

S

f1 (ppm)
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Parameter Value J."',-'T-_%

N
Origin Varian ./
Spectrometer inova Me B
Solvent CDCI3 ’““HI—--"
Temperature 20.0 s Me| H A w;}
Pulse Sequence s2pul |’J H ]L H
Experiment 1D L e
Probe QUAD ALt = |._..| H:!
Receiver Gain 60 OH
Relaxation Delay 1.0000
Pulse Width 0.0000
Acquisition Time 1.0863
Spectrometer Frequency 125.66
Spectral Width 30165.9
Lowest Frequency -1274.8
Nucleus 13C
Acquired Size 32768
Spectral Size 65536

' At A Am 19 101 1
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f1 (ppm) S505
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AcO"

A Jn | NI
Parameter Value (f2, 1)
1 Origin Varian
2 Spectrometer inova
3 Solvent CDCI3
4  Temperature 20.0 0 o ®
5 Pulse Sequence gcosy @
6 Experiment Ccosy
7 Probe hcn 0 @
8 Receiver Gain 32
9 Relaxation Delay 2.0000
10 Pulse Width 0.0000
11 Acquisition Time 0.1280

12 Spectrometer Frequency (500.07, 500.07)
13 Spectral Width

14 Lowest Frequency

15 Nucleus

16 Acquired Size

17 Spectral Size

(8000.0, 8000.0)
(-1499.6, -1499.6)
(1H, 1H)

(1024, 256)
(1024, 1024)

Q0

50 4.5 4.0

f2 (ppm)

3.5

f1 (ppm)
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Parameter Value (f2, 1)
1 Origin Varian S =
2 Spectrometer inova o
3 Solvent cDCI3 Z
4 Temperature 20.0 o =
5 Pulse Sequence gHSQC = >
6 Experiment HSQC-EDITED
7 Probe hen ’
8 Receiver Gain 52
9 Relaxation Delay 2.0000

£y -
10 Pulse Width 0.0000
11 Acquisition Time 0.2000
12 Spectrometer Frequency (500.07, 125.75)
13 Spectral Width (8000.0, 21378.9) i
14 Lowest Frequency (-1499.6, -1288.8)
15 Nucleus (1H, 13C)
16 Acquired Size (1600, 256)
17 Spectral Size (2048, 2048)
-3
®

[~

T T T T T T T T T T T T T
9.0 8.5 8.0 7.5 7.0 6.5 3.5 1.5

~150

f1 (ppm)
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Parameter Value
Origin Varian
Spectrometer inova
Solvent CDCI3
Temperature 20.0
Pulse Sequence NOESY1D HO
Experiment 1D-NOESY OAc
Probe hcn
Receiver Gain 44
Relaxation Delay 2.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.9
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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 T T T T T T T
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0

f1 (ppm) $509



Parameter Value '_ N
Origin Varian --_—-.-"
Spectrometer inova M
Solvent CDCI3
Temperature 20.0 ;wHME_ Hi_
Pulse Sequence s2pul \/tH H
Experiment 1D AcO’ g T
Probe hcn H Cl
Receiver Gain 44
Relaxation Delay 0.0000
Pulse Width 0.0000
Acquisition Time 4.0960
Spectrometer Frequency 500.07
Spectral Width 8000.0
Lowest Frequency -1520.4
Nucleus 1H
Acquired Size 32768
Spectral Size 65536
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
).5 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0
f1 (ppm) S510
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Parameter
Origin
Spectrometer
Solvent
Temperature
Pulse Sequence
Experiment
Probe
Receiver Gain
Relaxation Delay
Pulse Width
Acquisition Time

Value
Varian
inova
CDCI3
20.0
s2pul
1D
quad9o4
60
1.0000
0.0000
1.3107

Spectrometer Frequency 100.58

Spectral Width
Lowest Frequency
Nucleus

Acquired Size
Spectral Size

25000.0
-1024.7
13C
32768
65536
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Ak M |

Parameter Value (f2, f1)
1 Origin Varian
2 Spectrometer inova -1
3 Solvent CDCI3
4 Temperature 20.0 I
5 Pulse Sequence gcosy 0
6 Experiment COosy -2
7 Probe hcn
8 Receiver Gain 32 I
9 Relaxation Delay 2.0000
10 Pulse Width 0.0000 3
= | 11 Acquisition Time 0.1937 0 I
12 Spectrometer Frequency (500.07, 500.07)
13 Spectral Width (5286.5, 5286.5) -4
14 Lowest Frequency (-303.8, -303.8) _
15 Nucleus (1H, 1H) L g_
16 Acquired Size (1024, 256) £
% 17 Spectral Size (1024, 1024) 0’ oo -5 b
0
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1 Origin Varian
®
2 Spectrometer inova 8o »
3 Solvent CDCI3 N
= 4 Temperature 20.0 @
E 5 Pulse Sequence gHSQC & o
— =
6 Experiment HSQC-EDITED
é 7 Probe hcn
E 8 Receiver Gain 52
= 9 Relaxation Delay 2.0000
——= | 10 Pulse Width 0.0000
11 Acquisition Time 0.1937
12 Spectrometer Frequency (500.07, 125.75) .
H 13 Spectral Width (5286.5, 21378.9) -
3 14 Lowest Frequency (-303.8, -1294.1) R
—— H
3 15 Nucleus (1H, 13C)
16 Acquired Size (1024, 256)
17 Spectral Size (1024, 1024)
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7.3 CDCI3

Parameter Value
1 Origin Varian Cl
2 Spectrometer inova O
3 Solvent CDCI3 (0]
4 Temperature 20.0 O HO NH
5 Pulse Sequence s2pul Me,, ‘~\: o
6 Experiment 1D
7 Probe quad94
8 Number of Scans 8 Me
9 Receiver Gain 56
10 Relaxation Delay 0.0000
11 Pulse Width 0.0000
12 Acquisition Time 4.0960
13 Spectrometer Frequency 399.95
14 Spectral Width 8000.0
15 Lowest Frequency -2424.5
16 Nucleus 1H
17 Acquired Size 32768
18 Spectral Size 65536
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1 (ppm) S516



€10a0 9¢’L—

86'L— —

NH

2

Cl
H

0
0]
Me/,'i?‘
Me

Fcee
Feoe

L9V
80¢
8lc
oL’}
€0’}

Ll
10"}

H\.NO._.

E06'}

Eo0't

EF-c60

1.0

8.0

-0.5
S517

0.0

0.5

1.5

8.5

10.5 10.0 9.5 9.0

11.0



[s2)
Parameter Value é
[3V}
1 Origin Varian N Cl
2 Spectrometer inova 0
3 Solvent CDCI3 0
4 Temperature 20.0 O HO NH
5 Pulse Sequence s2pul Me,, “\\:
6 Experiment 1D ©
7 Probe QUAD
8 Number of Scans 176 Me
9 Receiver Gain 60
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1276.0
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
7t - 1 - I I T T T 1 1 71 71T 71T 71T 1T 1T 1T 1T "~ 1T "~ T "~ T "~ T " T " 1T 1
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7.3 CDCI3

Parameter Value :2 G

1 Origin Yarlan OO o NH

2 Spectrometer inova N

3 Solvent cDCi3 M, 0

4 Temperature 20.0

5 Pulse Sequence s2pul .,

6 Experiment 1D ME'OH

7 Probe QUAD

8 Number of Scans 8

9 Receiver Gain 38

10 Relaxation Delay 0.0000

11 Pulse Width 0.0000

12 Acquisition Time 4.6645

13 Spectrometer Frequency 499.69 UN

14 Spectral Width 7024.9 <

15 Lowest Frequency -1021.4 ©

16 Nucleus 1H

17 Acquired Size 32768

18 Spectral Size 65536
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0
Parameter Value o
S
1 Origin Varian N
2 Spectrometer inova
3 Solvent CDCI3
4 Temperature 20.0 0]
5 Pulse Sequence s2pul HO NH
6 Experiment 1D Me,,, S o
7 Probe QUAD
8 Number of Scans 480 .
v
9 Receiver Gain 60 eOH
10 Relaxation Delay 1.0000
11 Pulse Width 0.0000
12 Acquisition Time 1.0863
13 Spectrometer Frequency 125.66
14 Spectral Width 30165.9
15 Lowest Frequency -1279.9
16 Nucleus 13C
17 Acquired Size 32768
18 Spectral Size 65536
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