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Table 3, entry 1

amyasa

Sample: amud54
Sample ID: s5_46_amud54_1301-R0060-hkim_20130115_01
Fil6: home/walkup2/vomrsys/data/1301-R0060-hkim/amud54_Proton_01.f1d

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature

Sample #46, Operator: walkup2
File: amudS4_Proton_01
VNMRS-400 “400MR™

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acg. time 2.048 sec

width 6410.3 Hz

8 repetitions

OBSERVE M1, 400.0340167 NHZ
DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 0 min, 31 sec

NHBoc

1.62 0.81
1.76

Table 3, entry 1
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F
. MHEoC
4000 3000 2000 1000
Wavenumher Cm’!

Peak List
691.7, 745.1, 824.7, 908.7, 1053.3, 1148.3, 1240.2, 1313.2, 1366.1, 1438.5, 1526.6, 1686.5,
3308.9
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Table 3, entry 2

Saspie: amua/u
Sample ID: s_6_amud?0_1301-R0069-hkim_20130115_01
File: home/walkup2/viarsys/data/1301-R0069-hkim/amud?0_Proton_01.fid

Pulse Sequence: sZpul

Solvent: cdcl3

Ambient temperature

Sample #6, Operator: walkup2
File: amud70_Proton_01
VNMRS-400 “400MR"

Relax. delay 1.000 sec

8 repetitions
0 RV H1, 400.0340167 WHz
DATA PROCESSING

Line broadening 0.5 Hz
FT size 6553
Total time 0 min, 31 sec

NHBoc
|
‘ CHy
o
I SR e
11 10 7
ll.'1.4" |‘.'l;|)v
2.15 1.04

S4

2.290
—1.508
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Table 3, entry 2

MHBoC

CH4

4000 3000 2000 1000

Wavenumher cm

Peak List
690.8, 775.4, 869.2, 1066.8, 1157.6, 1232.7, 1309.8, 1368.0, 1452.0, 1533.7, 1610.4, 1705.0,
2978.5, 3335.2
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Table 3, entry 3

Sample: amudss
Sample ID: s_49_amud65_1301-R0060-hkim_20130115_01
File: home,walkup2/vnmrsys/data/1301-R0060~hkim/amu465_Proton_01.fid

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature

Sample #49, Operator: walkup2 ° oo - o o
File: amud65S_Proton_01 TN®© - @© 3
VNMRS-400 "A00MR™ . w %
~e ° o~ B
1 I

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 2.049 sec

H:

- 7.061

Line broadening 0.5 Hz
FT size 65536
Total time 0 min, 31 sec

NHBoc
CHy
J - )t 3 A_JL‘._,,JM“
———— T T T T T T T T T T T T T T T T T - —— ——
11 10 9 8 7 6 5 4 3 2 1 ppm
S uad ot o v
1.78 0.85 9.00
1.81 2.87
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Table 3, entry 3

MHBoC

0T

CH4

4000 3000 2000 1000

wavenumh er cm’

Peak List
668.9, 771.9, 815.7, 1049.1, 1153.5, 1233.2, 1314.4, 1365.4, 1523.0, 1596.2, 1696.1, 3333.3
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Table 3, entry 4

Sample: amw
Sample 10: s 7 _amu4?1_1301-R0O063-hkim_20130115_0
File: home/walkup2/vnmrsys/data/1301-R0069~ hkil/allu'ﬂl Proton_01.fid

Pulse Sequence: sZpul

Solvent: cdcl3
Ambient temperature

Sample #7, Operator: walkup2 COORNHOWB ®
File: amud71 Proton_01 rOobLOON- T
VNMRS-100 “F0OMR™ NNNOROD T

©

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acqg. time 2.049 sec
Width 6830.6 Hz
8 repntlllons
OBSER' H1l, 400.0340094 NH2
nA'I’A PﬂOCESSI
Line broadening 0.5 Hz
FT size 6
Total time 0 min, 31 sec

3.767
—1.523
e ) L}

0.000

NHBoc
|
OCHg
J\_l A
N R R O L
11 10 9 8 7
187 o.86
1.89
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Table 3, entry 4

0T

MHBoC

OCH,

4000 300a 2000 1000

Wavenumher l:]ll-l
Peak List
624.0, 724.0, 771.5, 823.7, 1025.3, 1157.2, 1234.2, 1368.4, 1519.0, 1692.8, 2987.1, 3364.1
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Table 3, entry 5

Sample: amu-467
Sample ID: s_6_amu-467_1301-R0104-KH_20130117_01
File: home/walkup2/vimrsys/data/1301-R0104-KH/amu-467_Carbon_01.f1d

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Sample #6, Operator: walkup2

cwauT® w o cowma wneonen © vowew®
File: amu-467_Carbon_01 “-oNT T © © ®n e n POomOoN® 0 M Aen
VNMRS-100 "‘60"" % NTONO w - meoom “-nmoeeowm o voemo
oo © - SO w o - e P oo
w6 T a o» NN © o ~ DN~
Relax. delay 1.000 sec ""I‘"i""' o o T"“"T | | LLJ

Pulse 45.0 degrees

Acq. time 1.300 sec

Width 24509.8 Hz

2000 repetitions

OBSERVE C13, 100,5885658 MHz |
DECOUPLE M1, 400.0360169 MHz

Power 42 dB

cont i nuous 1

Line broadening 0.5 Mz
FT size 65536
Total time 1 hr, 16 min, 59 sec

hllHBoc

FEEREET dag ) N

' I i o e— R— N —— i o
220 200 180 160 140 120 100 80 60 40 20 ppm
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Table 3, entry 5

NHBoC

% T

OH

T T T
4000 3000 2000 1000

Wavenumher cm

Peak List
627.0, 830.0, 904.7, 1056.5, 1157.7, 1228.8, 1369.0, 1437.3, 1519.4, 1697.5, 2982.7, 3360.8
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Table 3, entry 6

Sample: amud66
Sample ID: s_3_amud66_1301-R0069-hkim_20130115_01
File: home/walkup2/vimrsys/data/1301-R0069-hkim/amua66_Proton_01.fid

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature
Sample #3, Operator: walkup2 - STeAsIoT
= ®®n an~
ek S : LEiE Bt
= B PEEES
Relax. delay 1.000 sec L U\ /,IV JJ
Pulse 45.0 degrees N | P

8 repetitions

OBSERVE H1, 400.034008% WHZz
DATA PROCESSING

Line broadening 0.5 Hz

FT sfize 65536

Total time 0 min, 31 sec

NHBoc
SH
moisture
= MA_ — L SN W k’\kj\.. —
) B T T T A, T T T L T T T ) y
11 10 9 8 7 6 4 3 2 1
Syt et - rhe Ly
1.87 0.66 0.24 3.23
1.85 .31 9.000.86

S12
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Table 3, entry 6

MHBoc

T
1

SH

4000 3000 2000 1000

-1
Wavenumher cm

Peak List
612.8, 771.1, 819.4, 903.1, 1052.7, 1122.9, 1231.6, 1311.1, 1396.7, 1510.6, 1587.8, 1699.5,
2976.7, 3378.8
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Table 3, entry 7

Sample: amud?S
Sample ID: 5_9_amud?5S_1301-R0162-hkim_20130125_01
File: home/walkup2/vnmrsys /data/1301-R0162-hkim/amud?5_Carbon_02.fid

Pulse Sequence: s2pul

Solvent: cdcl3

Ambient temperature

Sample #9, Operator: walkup2
File: amud75_Carbon_02
VNNRS-400 "400MR"™

152.620
146.738
138.778
134.469
754
118.415
116.414
85.175
77.472
77.152
76.832

Relax. delay 1.000 sec
Pulse 45.0 degrees
Acq. time 1.300 sec

— 120
—122.705

®
-
o
-
"
wi

1000 repetitions

OBSERVE C13, 100.5886335 MHz

DECOUPLE :;. 400.0360169 MHZ

Power 42

continuously on
WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz
FT size 65536

Total time 38 min, 29 sec

NHBoc

=¥

el ) IHI I S ,

T e e A B o B B A e o LA B B A A A B A B s |
200 180 160 140 120 100 80 60 40 20 ppm
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Table 3, entry 7

0% T

NHBoC

Cl

4000 3J0oa 2000 1000

Wavenumher cm 1

Peak List
683.1, 773.5, 844.4, 1067.1, 1116.1, 1156.4, 1212.2, 1369.8, 1525.4, 1590.4, 1729.5, 1806.0,
2981.1, 3351.1
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Table 3, entry 8

Sample: amud6s
Samsple ID: s_5_amud68_1301-R0O069-hkim_20130115_01
FH& home /wa 1Kup2 /vimrsys /data/1301-R0069-hk im/amud68_Proton_01.f1d

Pulse Sequence: s2pul

Solvent: cdcl3
Ambient temperature

Sample #5, Operator: walkup2 -
File: amud68_Proton_01 s
VNMRS-400 "T0OMR" 3

-

.7.394
L—T7.372
\—7.265

Relax. delay 1.000 sec
Pulse 45.0 degrees

Line bruﬂaninu 0.5 Hz
FT size 655
Total time ﬂ min, 31 sec

NHBoc
!
Br
¢
L e T e e S S et e
11 10 9 8 7
e o
1.77 0.82
1.90

S16

1.526
1.511

PO |

0.000
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Table 3, entry 8

%9 T

NHBoC

Br

4000 3000 2000 1000

wavenumh er cm

Peak List
634.9, 767.9, 814.6, 904.0, 1068.9, 1154.4, 1233.3, 1306.3, 1392.5, 1513.5, 1589.9, 1695.3,
2982.9, 3369.7
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Table 3, entry 9

Sample: amudbl

Sample ID: s_1_amud6l_1301-R0069-hkim_2013011

5_01
File: ho-n/wuknp'l/vmrsys/unu/lam-loni!-hki-/uudsl Proton_01.fid

Pulse Sequence: s2pul
Solvent: cdcl3
Ambient temperature

le #1, Operator: walkup2

File: amud6i_Proton_01 - e ransneRa s
VNMRS-400 "J00MR" -~ b b e e S S -
- << - S
Relax. delay 1.000 sec J QEUPPBP)
Pulse 45.0 degrees e ,'/,/./
q. time 2.049 sec [
Width 6830.6 Mz
8 repetitions
RVE H1, 400.0340121 MHz
DATA PROCESSING
Line brudemng 0.5 Hz
FT size 6553
Total time l) min, 31 sec
NHBoc
(.
" moisture
‘l el | et l
T r — T =TT T ] T T
11 10 9 8 7 6 5 4 3 2 1 ppm
ey i o v
.31 1.86
0.82 9.00
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Table 3, entry 9

% T
1

MHBoC

4000 3J0oa 2000 1000

Wavenumher cm

Peak List
598.2, 657.4, 694.8, 767.7, 863.7, 929.1, 946.8, 1052.9, 1134.5, 1164.4, 1211.1, 1252.6, 1365.0,
1452.6, 1538.6, 1677.1, 1758.01, 1808.1, 2930.5, 2979.3, 3305.9
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Table 3, entry 10

Sample: amu-464
Sample ID: s_3_amu-464_1301-R0104-KH_20130117_01
File: home, walkup2,/vemrsys/data/1301-R0104-KH/amu-464_Carbon_01.fid

Pulse Sequence: $2pul

Solvent: cdcls

Ambient temperature

Sample #3, Operator: walkup2
File: amu-464_Carbon
VNMRS-400  "400MR"

155.892
146.731
- 136.863
135.911
127.472

—129.212

Relax. delay 1.000 sec
Pulse 45.0 degrees

Acq. time 1.300 sec

Width 24508.8 Hz

2000 repetitions

OBSERVE C13, 100.5886335 MHz
DECOUPLE  H1, 400.0360169 MHZ
Power 4

cont inuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 0.5 Hz

FT size 65536

Total time 1 hr, 16 min, 59 sec

NHBoc

85.138

|

44.374

—~28.3%94
27.875

—21.055

S20
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Table 3, entry 10

MHBoC

T
1

4000 3000 2000 1000

-1
wavenumh er cm

Peak list
552.0, 621.0, 807.2, 875.8, 953.6, 1049.1, 1118.4, 1160.2, 1241.8, 1366.4, 1503.2, 1681.3,
1752.2, 2975.7, 3357.4

S21



