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S84 Filename = gszr22£14a22 PROTON-7
Author = delta
-] Experiment = single pulse.ex2
N Sample_id = gszr22fl4a22
Solvent = DMSO-D6
<=4 Creation time = 7-MAR-2008 11
o Revision_time = 18-FEB-2009 1
- Current_time = 18-FEB-2009 1
“ Comment = 60
%] - Data_format = 1D COMPLEX
- fud] Dim_size = 13107
Dim_title = 1H
=4 Dim units = [ppm]
- Dimensions =X
° Site = ECX 400
=7 Spectrometer = DELTA2 NMR
v Field strength = 9.389766([T] (400 [MHz]
- X_acq_duration = 2.18365952[s]
X_domain = 1H
= X_freq = 399.78219838 [MHz]
X offset = 5[ppm]
o] X_points = 16384
- X _prescans =1
X _resolution = 0.45794685 [Hz]
E X_sweep = 7.5030012 [kHz]
- Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
= Irr offset = 5[ppm]
Tri_domain = 1H
P Tri_freq = 399.78219838 [MHz]
=7 Tri offset = 5[ppm]
Clipped = FALSE
2B Mod_return =1
s Scans = 16
Total scans = 16
] _
< X _90_width = 15[us]
~] X_acq_time = 2.18365952[s]
S X_angle = 45[deg]
X atn = 0[dB]
= X pulse = 7.5[us]
hd Irr_mode = Off
“ Tri mode = Off
21 Dante_presat = FALSE
— Initial wait = 1[s]
<3 3 e Recvr_gain = 40
] Relaxation delay = 1[sl]
Repetition time = 3.18365952[s]
g— 2 Temp_get = 19.9[dc]
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Filename = gszr20£26a39_PROTON-1
~3 Author =
o Experiment = single pulse.ex2
Sample_id = gszr20£26a39
=24 Solvent = DMSO-D6
« Creation_time = 5-MAR-2008 09:56:30
- Revision time = 18-FEB-2009 14:33:06
29 Current_time = 18-FEB-2009 1
1 Comment =41
- Data_ format = 1D COMPLEX
Dim_size = 13107
=4 Dim title = 1H
- Dim_units = [ppm]
- Dimensions = X
24 site = ECX 400
Spectrometer = DELTA2_NMR
3 Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
E X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5[ppm]
B ) X _points = 16384
] ]
X_prescans =1
X_resolution = 0.45794685 [Hz]
3 X_sweep = 7.5030012 [kHz]
Irr_domain = 18
-1 Irr _freq = 399.78219838 [MHz]
- Irr offset = 5[ppm]
Tri_domain = 16
=4 Tri_freq = 399.78219838 [MHz]
- Tri offset = 5[ppm]
- Clipped = FALSE
b Mod_return =1
Scans =16
%] Total_scans = 16
3
X 90_width = 15[us]
=] X acq_time = 2.18365952(s]
e X_angle = 45[deg]
- = X_atn = 0[dB]
=7 X pulse = 7.5[us]
Irr_mode = Off
" v Tri_mode = Off
=7 hd - Dante_presat = FALSE
« = Initial wait = 1[s]
-« ~ Recvr_gain = 36
< Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
g, Temp_get = 20.1[dc]
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o Filename = gszr20f26a39etd2o_PRO
e Author = delta
& Experiment = single pulse.ex2
- Sample_id = gszr20£26a39etd2o
~3 Solvent = DMSO-D6
Creation_time = 5-MAR-2008 10
pe= Revision_time = 18-FEB-2009 1
Current_time = 18-FEB-2009 1
NE
o Comment = 40
- Data_format = 1D COMPLEX
] Dim_size = 13107
- Dim title = 1H
~ Dim units = [ppm]
Dimensions = x
3, Site = ECX 400
Spectrometer = DELTA2 NMR
!
- Field strength = 9.389766[T] (400 [MHz]
=3 X_acq duration = 2.18365952[s]
- X_domain = 1H
- - X _freq = 399.78219838 [MHz]
= @ X offset = 5[ppm]
X_points = 16384
L X prescans =1
- X_resolution = 0.45794685 [Hz]
<3 X_sweep = 7.5030012 [kHz]
- Irr_domain = 1H
] Irr freq = 399.78219838 [MHz]
- Irr offset = 5[ppm]
Tri_domain = 1H
e Tri freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
=3 Clipped = FALSE
- Mod return =1
=] Scans = 16
- Total scans = 16
29 X _90_width = 15[us]
X_acq_time = 2.18365952[s]
24 X_angle = 45[deg]
X atn = 0[dB]
=4 X pulse = 7.5[us]
< Irr_mode = Off
<] Tri_mode = Off
3 Dante_presat = FALSE
o Initial wait = 1[s]
7 Recvr_gain = 38
Relaxation delay = 1[s]
;, Repetition time = 3.18365952[s]
Temp_get = 20.6[dcC]
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D—glucose, In(OTf)3, octanol (5 eq), 110 °C, 16 h, proton NMR = 'ED'
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Filename = gszr6f£21a37_PROTON-7.
Author = delta
Experiment = single pulse.ex2
Sample_id = gszré6f2la3’
a4 Solvent = DMSO-D6
< Creation_time = 3-MAR-2008 14:58:10
Revision time = 24-FEB-2009 10:23:03
Current_time = 24-FEB-2009
Comment =6
*] Data_format = 1D COMPLEX
i Dim size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400
';7 Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
= X offset = 5[ppm]
= X_points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 18
nwl Irr _freq = 399.78219838 [MHz]
= Irr offset = 5[ppm]
Tri_domain = 16
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
- Clipped = FALSE
=3 = Mod_return =1
hd i Scans = 16
Total_scans = 16
X_90_width = 15[us]
X_acq_time = 2.18365952[s]
@] X_angle = 45[deg]
hd X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
a4 Initial wait = 1[s]
Recvr_gain = 30
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.8[dc]
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Filename gszrl3fl6a27etd2o PRO
E Author delta
Experiment single pulse.ex2
Sample_id gszrl3fl6a27etd2o
] Solvent DMSO-D6

Creation_time 5-MAR-2008 18

1 Revision_time 18-FEB-2009 0
Current_time 18-FEB-2009 0

E Comment = 30
Data_format = 1D COMPLEX

E Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]

B Dimensions =X
site = ECX 400

B Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain 1H

E! X _freq 399.78219838 [MHz]
X offset 5 [ppm]

E X_points 16384
X _prescans 1
X _resolution 0.45794685 [Hz]

B X_sweep 7.5030012 [kHz]
Irr_domain 1H

E Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

3 Tri_freq
o Tri offset 5 [ppm]
| w Clipped FALSE
Mod_return 1
Scans 16
3 Total scans 16
3 X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[degl]
7] X atn = 0[dB]
a X pulse = 7.5[us]
3 b ] Irr mode = Off
f Tri mode - off
Dante_presat = FALSE
] Initial wait = 1[s]
Recvr_gain = 36
E Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.4[dc]
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D-glucose, Sc(OTN3, octanol (5 eq), 80 °c, 16 h, proton NMR A ' E Dl

Filename gszrl7£14a27_PROTON-7
| Author

Experiment single pulse.ex2
E Sample id gszrl7£14a27

Solvent DMSO-D6

3-MAR-2008 15:12:39
24-FEB-2009 11:04:32
24-FEB-2009 1

E Creation_time
Revision_time
Current time

Comment = 28
3 Data_ format = 1D COMPLEX
Dim_size = 13107
3 Dim_title = 1H
Dim units = [ppm]
- Dimensions =X
site = ECX 400
E Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
2.18365952[s]

X_domain 1H

| X_freq 399.78219838 [MHz]
X offset 5 [ppm]

3 X _points 16384
X_prescans 1

- X_resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]

E Irr_domain 1H
Irr _freq 399.78219838 [MHz]

Irr offset

5 [ppm]
Tri_domain 1H

Tri_freq 399.78219838 [MHz]
3 Tri_offset 5 [ppm]
Clipped FALSE
3 Mod_return 1
Scans 16
E! Total_scans 16
E X 90_width = 15[us]
X acq_time = 2.18365952(s]
E X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
3 hd Irr_mode = Off
Tri_mode = Off
| Dante_presat = FALSE
Initial wait = 1[s]
E Recvr_gain = 30
Relaxation delay = 1[s]
| Repetition_time = 3.18365952[s]
Temp_get = 20.8[dc]
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-1 Filename = gszr27£16a30_ PROTON-7
« Author = delta
Experiment = single pulse.ex2
=1 Sample_id = gszr27£16a30
o Solvent = DMSO-D6
- Creation_time = 12-MAR-2008 13
2 Revision_ time = 18-FEB-2009 1
Current_time = 18-FEB-2009 1
%
=7 Comment = 60
Data_format = 1D COMPLEX
=3 Dim size = 13107
= Dim_title = 1H
Dim_units = [ppm]
2 Dimensions =X
Site = ECX 400
w Spectrometer = DELTA2 NMR
Field strength = 9.389766([T] (400 [MHz]
X acq duration = 2.18365952[s]
i X_domain = 1H
X freq = 399.78219838 [MHz]
il X offset = 5[ppm]
X points = 16384
X prescans =1
b X resolution = 0.45794685 [Hz]
X _sweep = 7.5030012 [kHz]
~ Irr domain = 1H
= Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
=] - Tri domain = 1H
= z Tri freq = 399.78219838 [MHz]
<+ Tri offset = 5[ppm]
] Clipped = FALSE
S Mod_ return -1
Scans = 16
=] Total scans = 16
2 _
~ X _90_width = 15[us]
e X_acq_time = 2.18365952[s]
- X_angle = 45[deg]
<] ‘- X atn = 0[dB]
S X pulse = 7.5[us]
< Irr mode = Off
w o 3 Tri mode = Off
< N Dante presat = FALSE
Initial wait = 1[s]
24 Recvr_gain = 38
J Relaxation delay = 1[s]
- 9 Repetition time = 3.18365952[s]
27 N Temp_get = 20.5[dc]
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D—glucose, Sc(OTf)3, octanol (5 eq), 110 °C, 16 h, proton NMR D20 exchange - A dED
2 Filename = gszr27fl6a30etd2o PRO
Author =
Experiment = single pulse.ex2
Sample id = gszr27fl6a30etdz2o
Solvent = DMSO-D6
Creation_time = 12-MAR-2008 14:38:22
Revision_time = 18-FEB-2009 15:49:10
Current_time = 18-FEB-2009 1
Comment = 60
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
= | Field strength = 9.389766[T] (400 [MHz]
o X _acq duration = 2.18365952[s]
X _domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5[ppm]
X points = 16384
X prescans -1
X_resolution = 0.45794685 [Hz]
X _sweep = 7.5030012 [kHz]
Irr domain = 18
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 18
2 Tri freq = 399.78219838 [MHz]
e Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
Total scans = 16
= _
X _90_width = 15[us]
X acq_time = 2.18365952[s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr mode = off
Tri mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 38
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.5[dc]
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Revision_ time
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Filename = gszrlgfléa23etd2o PRO
Author = delta

g Experiment = single pulse.ex2
Sample_id = gszrigfl6a23etd2o
Solvent = DMSO-D6

] Comment = 20
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

! site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

X_domain = 1H
B X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
X _prescans =1
X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
3 Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
2 Tri_freq = 399.78219838 [MHz]
= Tri_offset = 5[ppm]
3 Clipped = FALSE
Mod_return =1
Scans = 16
Total scans = 16
X _90_width = 15[us]
B ) X_acq_time = 2.18365952([s]
= X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
] Initial wait = 1[s]
Recvr_gain = 44
Relaxation delay = 1[sl]
Repetition time = 3.18365952(s]
Temp_get = 20.3[dc]
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Filename = gszr21£21a36_PROTON-7
Author =
Experiment = single pulse.ex2
Sample id = gszr21f21a36
Solvent = DMSO-D6
Creation_time = 6-MAR-2008 14:49:07
Revision_time = 18-FEB-2009 10:38:10
Current_time = 18-FEB-2009 1
Comment = 40
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
S site = ECX 400
o Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952([s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5[ppml
X_points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
- Tri domain = 18
-3 Tri_freq = 399.78219838 [MHz]
- Tri_offset = 5[ppm]
Clipped = FALSE
Mod return =1
Scans = 16
=] Total_ scans = 16
X_90_width = 15[us]
X_acq_time = 2.18365952([s]
= X_angle = 45([deg]
- X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
-« Py Dante_presat = FALSE
- B Initial wait = 1[s]
~ Recvr_gain = 30
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.8[dc]
g
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= Filename gszr21f21a36etd2o PRO
E Author delta
Experiment single pulse.ex2
E Sample id gszr21f2la3betd2o
Solvent DMSO-D6

Creation_time 6-MAR-2008 15

B Revision_time 18-FEB-2009 1.
Current_time 18-FEB-2009 1
Comment = 30

3 Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H

| Dim units = [ppm]
Dimensions =X

E site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

e X_domain = 1H
X _freq = 399.78219838 [MHz]
-+ X offset = 5[ppm]
- X_points = 16384
] X _prescans =1
- X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
RE Irr_domain = 1H
- Irr freq = 399.78219838 [MHz]
- Irr offset = 5[ppm]
- Tri_domain = 1H
- Tri_freq = 399.78219838 [MHz]
<4 Tri offset = 5[ppml
Clipped = FALSE
24 Mod_return =1
= Scans = 16
PE Total scans = 16
S
- b X _90_width = 15[us]
54 X_acq_time = 2.18365952[s]
X_angle = 45[deg]
O X atn = 0[dB]
S X pulse = 7.5[us]
" o Irr mode = Off
= p-4 "' Tri_mode = Off
N Dante_presat = FALSE
=g Initial wait = 1[s]
= Recvr_gain = 30
] Relaxation delay = 1[s]
= Repetition time = 3.18365952(s]
“ Temp_get = 20.8[dc]
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Filename = gszr5£21a28_PROTON-7.
Author = delta
Experiment = single pulse.ex2
Sample_id = gszr5f21a28
Solvent = DMSO-D6
Creation_time = 5-MAR-2008 15:00:40
Revision time = 24-FEB-2009 10:43:39
- Current_time = 24-FEB-2009
e Comment =35
Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5[ppml
X _points = 16384
= | X_prescans =1
~ X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
Tri domain = 1H
Tri_freq = 399.78219838 [MHz]
- Tri_offset = 5[ppm]
@ Clipped = FALSE
Mod_return =1
Scans = 16
Total_scans = 16
X 90_width = 15[us]
X acq_time = 2.18365952(s]
X_angle = 45[deg]
= X _atn = 0[dB]
- X pulse = 7.5[us]
'S Irr mode = Off
Tri_mode = Off
Dante_presat = FALSE
“© Initial wait = 1[s]
o < Recvr_gain = 28
o o Relaxation_delay = 1[s]
Repetition_time = 3.18365952[s]
o Temp_get = 20.6[dc]
s -
= =
L] -
=
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H w w
= ] ]
s s t
T T jam) T T T T T
7.0 6.0 5. 4.0 X 2.0 1.0
(M \ \’ \yk /\ [ HH/\\\H{Q \\H\Hﬁ (ﬂ\l\ A ‘ /\ \‘K
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Filename gszr5£21a28etd2o PROT
Author delta

Experiment single pulse.ex2
Sample_id gszr5£21a28etd2o
Solvent DMSO-D6

5-MAR-2008 16
24-FEB-2009 1
24-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 15
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
X _prescans =1
X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
ES Irr offset = 5[ppm]
wi Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppml
Clipped = FALSE
Mod_return =1
Scans = 16
Total scans = 16

X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
24 Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
Relaxation delay = 1[s]
Repetition time = 3.18365952(s]
Temp_get = 20.3[dc]
@
g
g
=}
=
£ g
% N |
=
T T T panj T T T
8.0 7.0 6.0 5.0 /\ /<0 /‘ ‘ 2.0 /\ } \ 1.0 /R
=~ T emmaNm T =0 ® = oo wx vvo
=% PR R =S S 2 S8 28 &
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X : parts per Million : 1H
b
3 L}
D-glucose, Dy(OTf)3, octanol (5 eq), 80 °C, 16 h, proton NMR =
2 =
wi ]
«
|
« Filename = gszr88£30a49_ PROTON-7
] Author =
« Experiment = single pulse.ex2
Sample_id = gszr88f30a49
e Solvent = DMSO-D6
o Creation_time = 4-JUN-2008 12:10:15
-3 Revision time = 24-FEB-2009 10:05:12
~ Current_time = 24-FEB-2009 1
3 Comment = 30
Data_ format = 1D COMPLEX
«] Dim_size = 13107
- Dim_title = 1H
» Dim_units = [ppm]
%4 Dimensions - X
site = ECX 400
=] Spectrometer = DELTA2_NMR
° Field strength = 9.389766[T] (400 [MHz]
=9 X_acq duration = 2.18365952[s]
X_domain = 1H
w ] X_freq = 399.78219838 [MHz]
- X offset = 5[ppml
- X _points = 16384
-7 X_prescans =1
X_resolution = 0.45794685 [Hz]
el g X_sweep = 7.5030012 [kHz]
- v Irr_domain = 1H
~ Irr _freq = 399.78219838 [MHz]
= Irr offset = 5[ppm]
Tri domain = 1H
=9 Tri_freq = 399.78219838 [MHz]
- Tri offset = 5[ppm]
=] Clipped = FALSE
- Mod_return =1
Scans = 16
a4 Total scans = 16
S _
% X 90_width = 15[us]
S X acq_time = 2.18365952(s]
- X_angle = 45[deg]
=4 X_atn = 0[dB]
X pulse = 7.5[us]
e Irr_mode = Off
< - Tri_mode = Off
“ Q .,. Dante_presat = FALSE
24 o — Initial wait = 1[s]
Ay Recvr_gain =22
- Relaxation delay = 1[s]
s Repetition time = 3.18365952[s]
- Temp_get = 19.71[dc]
hB
g
ERE
s S
S
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Z s a
s
T T T jam) T T T T
8.0 7.0 6.0 5. 0 .0 2. 1.0
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MRSV LR=ELm EONASAROD 2 a=2 o aes oo
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X : parts per Million : 1TH




3.0

2.0

1.0

abundance

upplementary Material (ER1) for Green, Chemistry Z
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Filename gszr88f3va49etd2o PRO
Author delta
Experiment single pulse.ex2
Sample_id gszr88f3nad9etd2o

b Solvent DMSO-D6

Creation_time
Revision_ time
Current_time

24-FEB-2009 1
24-FEB-2009 1

Comment = 60
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain 1H
i X _freq 399.78219838 [MHz]

- X offset 5 [ppm]

= X_points 16384

= X _prescans 1
X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H
Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri_freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_return 1
Scans 16
Total scans 16
X _90_width = 15[us]
4 X_acq_time = 2.18365952[s]
= X_angle = 45[deg]
Pl X _atn = 0[dB]
s X pulse = 7.5[us]
f Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
b Initial wait = 1[s]
& Recvr_gain = 24
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 19.6[dcC]

0.72
0.28

7.0 6.0
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X : parts per Million : 1H

2.1

0.1

abundance

13.6

7] D—glucose, Dy(OTf)3, octanol (5 eq), 110 °C, 16 h, proton NMR D20 exchange ]
=
«

Filename gszr91lflsa3Setd2o PRO
% Author
29 Experiment single pulse.ex2
Sample id gszr9lflsa3setdzo
Solvent DMSO-D6

6-JUN-2008 12:42:01
24-FEB-2009 10:17:15
24-FEB-2009 1

Creation_time
Revision_time
Current time

Comment = 35

1 Data_format = 1D COMPLEX
Dim size = 13107
Dim_title = 1H

| Dim_units = [ppm]
Dimensions =X
site = ECX 400

1 Spectrometer = DELTA2_NMR

Field strength 9.389766 [T] (400 [MHz]

a X _acq duration = 2.18365952[s]
= X_domain = 1H
° X_freq = 399.78219838 [MHz]
-3 X offset = 5[ppm]
- X _points = 16384
X_prescans =1
3— X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
w Irr_domain = 1H
B a Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
= Tri_domain = 1H
21 Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
! Mod_return =1
Scans =16
Total_scans = 16

X 90_width = 15[us]

E X acq_time = 2.18365952(s]

o X_angle = 45[deg]

X_atn = 0[dB]

| X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off

3 Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain =22

1 Relaxation delay = 1[s]
Repetition_ time = 3.18365952[s]
Temp_get = 19.4[dc]

0.23

T T pan) T T
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o
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—
—

4.6300
4.2669
4.2107
3.1260
2.5200
1.9427
1.9255
1.4707
1.1786
0.7857
0.7731

X : parts per Million : 1TH
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Filename gszr7lf3la43etd2o PRO
Author delta

Experiment single pulse.ex2
Sample_id gszr71f3lad3etd2o
Solvent DMSO-D6

15-MAY-2008 13
18-FEB-2009 1
18-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 55
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

X_domain 1H

X _freq 399.78219838 [MHz]
X offset 5 [ppm]

X_points 16384

X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
Scans 16
Total scans 16

X _90_width = 15[us]
X_acq_time = 2.18365952(s]
X_angle = 45[degl]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = off
Dante_presat = FALSE
o Initial wait = 1[s]
S Recvr_gain = 26
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.3[dc]
@
1
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2
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X : parts per Million : 1H
pe
2
1 D-galactose, Sc(OTf)3, octanol (5 eq), 80 °C, 24 h, proton NMR : .ﬁ A ED
- = ‘ ' l
2] Filename = gszrl35£39a65_PROTON-
Author =
Experiment = single pulse.ex2
% ] Sample id = gszrl35£39a65
- Solvent = DMSO-D6
Creation_time = 4-AUG-2008 14:56:43
= Revision_time = 23-FEB-2009 17:14:00
- Current_time = 23-FEB-2009 1
] Comment = 45
Data_format = 1D COMPLEX
Dim_size = 13107
w ] Dim_title = 1H
- Dim_units = [ppm]
Dimensions =X
| site = ECX 400
Spectrometer = DELTA2_NMR
] Field strength = 9.389766[T] (400 [MHz]
- X_acq duration = 2.18365952[s]
X_domain = 1H
| X_freq = 399.78219838 [MHz]
X offset = 5[ppml
X_points = 16384
E X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
=1 Irr_domain = 1H
= Irr_freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
o Tri_domain = 18
S Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
] Mod return =1
Scans = 16
Total_ scans = 16
X_90_width = 15[us]
X_acq_time = 2.18365952([s]
bl X_angle = 45[deg]
X_atn = 0[dB]
“ X pulse = 7.5[us]
P Irr_mode = Off
- Tri_mode = Off
f Dante_presat = FALSE
B 2 Initial wait = 1[s]
~ Recvr_gain = 30
Relaxation delay = 1[s]
Q’ Repetition_time = 3.18365952[s]
Temp_get = 20.7[dC]
g 2 %
E -
=
2 ° p ]
= N
=
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o
%] Filename = gszrl35£39a65etd2o PR
- Author = delta
Experiment = single pulse.ex2
] Sample_id = gszrl35£39a65etd2o
- Solvent = DMSO-D6
Creation_time = 4-AUG-2008 15
. Revision_time = 23-FEB-2009 1
] Current_time = 23-FEB-2009 1
“ Comment = 45
-] Data_format = 1D COMPLEX
Dim size = 13107
- Dim title = 1H
-] - Dim units = [ppm]
poc Dimensions =X
- Site = ECX 400
247 _ Spectrometer = DELTA2 NMR
=
“ % Field strength = 9.389766[T] (400 [MHz]
a4 X_acq duration = 2.18365952[s]
X_domain = 1H
X _freq = 399.78219838 [MHz]
= X offset = 5[ppm]
X_points = 16384
X prescans =1
24 X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
ad Irr freq = 399.78219838 [MHz]
hd Irr offset = 5[ppm]
Tri_domain = 1H
*] Tri_freq = 399.78219838 [MHz]
= Tri_offset = 5[ppm]
Clipped = FALSE
=] Mod_return =1
Scans = 16
Total scans = 16
<]
s X_90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
f"‘ X_atn = 0[dB]
X pulse = 7.5[us]
<] Irr_mode = Off
s Tri_mode = Off
Dante_presat = FALSE
e Initial wait = 1[s]
3 Recvr_gain = 30
Relaxation delay = 1[s]
~ Repetition time = 3.18365952[s]
=7 Temp_get = 21.1[dc]
g -] g o
s 3 s - “
2 3 3
=
5
= >
]
$1
T T J T T T T
7.0 6.0 5.0 3.0 2. 1.0
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22 syesxancnn © se = wwe ae
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X : parts per Million : 1H
a4 @
« “
s
— 1 D—mannose, Sc(OTf)3, octanol (5 eq), 80 °C, 24 h, proton NMR - dEDL
]

1.3

1.2

Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision time
Current time

Comment
Data_format
Dim size
Dim_title
Dim_units
Dimensions
site
Spectrometer

Field strength
X_acq_duration
X _domain
X_freq

X offset
X_points
X_prescans

X resolution
X_sweep

Irr domain

Irr freq

Irr offset
Tri_domain

Tri freq

Tri offset
Clipped
Mod_return
Scans
Total_scans

gszrl36£19a55 PROTON-

single pulse.ex2
gszrl36fl9a55
DMSO-D6

4-AUG-2008 15:04:01
18-FEB-2009 16:53:50
18-FEB-2009 1

50

1D COMPLEX
13107

1H

[ppm]

X

ECX 400
DELTA2_NMR

9.389766 [T] (400 [MHz]
2.18365952[s]

1H
399.78219838 [MHz]
5 [ppm]
16384

1
0.45794685 [Hz]
7.5030012 [kHz]

1H

399.78219838 [MHz]
5 [ppm]

1H

399.78219838 [MHz]
5 [ppm]

FALSE

1

16

16

abundance

X 90_width = 15[us]
e X_acq_time = 2.18365952([s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 20
Relaxation delay = 1[s]
Repetition _time = 3.18365952[s]
Temp_get = 20.8[dc]
=
=
T T pam) T T T T
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Filename gszrl52£16a55 PROTON-
Author delta

Experiment single pulse.ex2
Sample_id gszrl52£16a55

Solvent CHLOROFORM-D

25-AUG-2008 17
18-FEB-2009 1
18-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 10
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
T site = ECX 400

Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain 1H

X _freq 399.78219838 [MHz]
X offset 5 [ppm]

X_points 16384

X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
Tri offset 5 [ppm]
Clipped FALSE
i Mod_ return 1
Scans 16
Total scans 16

f e X _90_width
X_acq_time

15 [us]
2.18365952([s]

X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 19.8[dc]
g
I
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T T T i T T T T
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X : parts per Million : 1H

1.8

abundance

13.96

E L—fucose, S¢(OTf)3, octanol (5 eq), 80 °C, 24 h, proton NMR A 'ED'

Filename gszr198£23a59 PROTON-
Author
Experiment single pulse.ex2
] Sample id gszr198£23a59
Solvent DMSO-D6

23-0CT-2008 16:24:39
19-FEB-2009 09:30:50
19-FEB-2009 0

Creation_time
Revision_time
' Current time

Comment = 35

b Data_format = 1D COMPLEX
Dim size = 13107
Dim_title = 1H
Dim_units = [ppm]

] Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

] Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
2.18365952[s]

X_domain 1H

1 X_freq 399.78219838 [MHz]
X offset 5 [ppm]
X _points 16384
X_prescans 1

4 X_resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H
Irr _freq 399.78219838 [MHz]

Irr offset

5 [ppm]
Tri_domain 1H

Tri_freq 399.78219838 [MHz]
i Tri_offset 5 [ppm]

Clipped FALSE

Mod_return 1

Scans 16
4 Total_scans 16

X 90_width = 15[us]
X acq_time = 2.18365952(s]
| X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
3 Irr_mode = Off
“ Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 26
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.4[dc]

T T T T T T T
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X : parts per Million : 1TH
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b Filename = gszrl98f23a59etd2o PR
Author = delta
Experiment = single pulse.ex2
Sample_id = gszrl98f23a59etd2o
= Solvent = DMSO-D6
Creation_time = 23-0CT-2008 17
Revision_time = 19-FEB-2009 0
Current_time = 19-FEB-2009 0
Comment =15
Data_format = 1D COMPLEX
Dim_size = 13107
J o Dim_title = 1H
«© Dim_units = [ppm]
= Dimensions = x
site = ECX 400
J Spectrometer = DELTA2 NMR
Field strength = 9.389766([T] (400 [MHz]
X_acq_duration = 2.18365952[s]
J X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
] X _prescans =1
X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
3 Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1m
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppml
] Clipped = FALSE
Mod_return =1
Scans = 16
Total scans = 16
X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[degl]
b X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
e | Tri mode = Off
= Dante_presat = FALSE
N Initial wait = 1[s]
Recvr_gain = 26
Relaxation delay = 1[s]
- Repetition time = 3.18365952[s]
Temp_get = 20.5[dc]
@
g
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X : parts per Million : 1H
2 l
=
2-deoxyglucose, Sc(OTf)3, octanol (5 eq), 80 °C, 3 h, proton NMR. - A dED
o
= a
i =
Filename = gszr203f15a39b_PROTON
Author =
Experiment = single pulse.ex2
Sample_id = gszr203f15a39
Solvent = DMSO-D6
Creation_time = 28-0CT-2008 13:28:35
Revision time = 19-FEB-2009 09:55:06
Current_time = 19-FEB-2009 0
Comment =55
Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
= Field strength = 9.389766[T] (400 [MHz]
o X_acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5[ppml
X _points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri domain = 18
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans =16
Total_scans = 16
=4 X 90_width = 15[us]
- X acq_time = 2.18365952(s]
ﬁm X_angle = 45[deg]
g X atn = 0[dB]
P X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain =30
Relaxation delay = 1[s]
~ Repetition_time = 3.18365952[s]
A Temp_get = 20.4[dc]
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Supplementary Material (ESI) for Green Chemiery ]
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Filename gszr203£15a39etd2o PR
Author delta

Experiment single pulse.ex2
Sample_id gszr203f15a39etd2o
Solvent DMSO-D6

28-0CT-2008 20:05:32
19-FEB-2009 1 2:27
19-FEB-2009 10:03:49

Creation_time
Revision_ time
Current_time

Comment = DMSO slot40
B Data_format = 1D COMPLEX

Dim_size = 13107

Dim_title = 1H

Dim_units = [ppm]

Dimensions =X

site = ECX 400

Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain 1H

X _freq 399.78219838 [MHz]
X offset 5 [ppm]

X_points 16384

X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

B Tri freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
Scans 16
Total scans 16

X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
i Initial wait = 1[s]
= Recvr_gain = 30
Relaxation delay = 4[s]
] Repetition time = 6.18365952[s]
S Temp_get = 35.3[dc]
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X : parts per Million : 1H

abundance

2-deoxyglucose, Sc(OTf)3, octanol (5 eq), 80 °C, 3 h, carbon NMR A '. Dl

Filename gszr203fl5a39etd2o_CA
i Author

Experiment single pulse dec

Sample_id gszr203fl5a39etd2o

Solvent DMSO-D6

28-0CT-2008 20:58:04
19-FEB-2009 1
19-FEB-2009 1

Creation_time
> Revision_time
Current time

Comment = DMSO slot40
Data_ format = 1D COMPLEX

E Dim_size = 26214
Dim_title = 13C
Dim units = [ppm]
Dimensions =X
site = ECX 400

E Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
1.04333312(s]

X_domain = 13C
X_freq = 100.52530333 [MHz]
E X offset = 100 [ppm]
X _points = 32768
X_prescans =4
X_resolution = 0.95846665 [Hz]
X_sweep = 31.40703518 [kHz]
! Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
Clipped = TRUE
Mod_return =1
2 Scans = 1024
Total_scans = 1024
X 90 _width = 9.1[us]
X_acq_time = 1.04333312(s]
3 X_angle = 30[deg]
X atn = 7[dB]
X pulse = 3.03333333 [us]
Irr_atn_dec = 11[dB]
Irr_atn noe = 16[dB]
o= Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
Noe = TRUE
Noe_time = 2[s]
E Recvr_gain = 60
Relaxation delay = 2[s]
Repetition_time = 3.04333312([s]
Temp_get = 36.2[dc]

£
= £ 020200
©
b4
=
3
e

v " A 1 A [ \‘\l I A 'L I,' - 4
T T T T T T T T T T T T T T T
1500 1400 130.0 1200 110.0 IT 7//@0\ /60.0 500 4po /S.OK \20.0 ‘ 10.0
e e v con mwmennw ¥
gg S3FIgs 22 088 FEESRT 2
23 SSER%R RS UES LU B
g2 ZRaSES & 58 2naaeas @
=% LFNSAE ainl SSS dosSSre w
£ EINEeE dd 5% SRII[] ¢

X : parts per Million : 13C




1.6 1.7 1.8 1.9 2.0 2.1 22 23 24 25 2.6 2.7 2.8 29 3.0

12.46

SupplementaryMaterial/(ES]) forGrepr.Chlemistry
iThis journal is © The Royal Society of Chemistry 2009

Creation_time
Revision_ time
Current_time

23-FEB-2009 1
23-FEB-2009 1

E Filename = gszr92£21a47 PROTON-7
Author = delta
Experiment = single pulse.ex2

E Sample_id = gszr92£21a47
Solvent = DMSO-D6

3 Comment = 20
Data_format = 1D COMPLEX
Dim_size = 13107

3 Dim_title = 1H
Dim_units = [ppm]

| Dimensions =X
site = ECX 400

E! Spectrometer = DELTA2 NMR

8.03

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

3 X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
3 X_points = 16384
“ X _prescans =1
R X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
=g Irr domain = 1H
- Irr freq = 399.78219838 [MHz]
o Irr offset = 5[ppm]
- Tri_domain = 1H
B Tri_freq = 399.78219838 [MHz]
- Tri offset = 5[ppml
- Clipped = FALSE
- Mod_return =1
Scans = 16
=4 Total_scans = 16
] X _90_width = 15[us]
= X_acq_time = 2.18365952([s]
P X_angle = 45[degl]
= X atn = 0[dB]
~1 ™ L X pulse = 7.5[us]
S ] Irr_mode = Off
- " Tri_mode = Off
27 Dante_presat = FALSE
Initial wait = 1[s]
pe! Recvr_gain = 24
Relaxation delay = 1[s]
| Repetition time = 3.18365952[s]
= Temp_get = 20.6[dcC]
]
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7 ®
N-acetyl-glucosamine, Sc(OTH3, octanol (5 eq), 110 °C, 24 h, proton NMR D20 exchange @ A 'ED'
o
Filename = gszr92f2la47etd2o_PRO
Author =
Experiment = single pulse.ex2
Sample_id = gszr92f2la47etd2o
Solvent = DMSO-D6
Creation_time = 9-JUN-2008 16:32:29
Revision time = 23-FEB-2009 16:55:45
- Current_time = 23-FEB-2009 1
« Comment = 55
Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
- X offset = 5[ppml
& X _points = 16384
= hd X_prescans =1
« X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
- Scans =16
= Total_scans = 16
<~
X 90_width = 15[us]
X acq_time = 2.18365952(s]
= X_angle = 45[deg]
- - Km X_atn = 0[dB]
=Y X pulse = 7.5[us]
(N Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 26
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.6[dc]
-
g 8 -
3 o :
E 3 - e
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Filename gszr7lf3la43etd2o PRO
Author delta

Experiment single pulse.ex2
Sample_id gszr71f3lad3etd2o
Solvent DMSO-D6

15-MAY-2008 13
18-FEB-2009 1
18-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 55
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

X_domain 1H

X _freq 399.78219838 [MHz]
X offset 5 [ppm]

X_points 16384

X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
Scans 16
Total scans 16

3.0

2.0

1.0

X _90_width = 15[us]
X_acq_time = 2.18365952([s]
X_angle = 45[degl]
X atn = 0[dB]
X pulse = 7.5[us]
Irr _mode = Off
Tri mode = off
Dante_presat = FALSE
o Initial wait = 1[s]
S Recvr_gain = 26
Relaxation delay = 1[s]
Repetition time = 3.18365952([s]
Temp_get = 20.3[dc]
@
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D—glucose, Sc(OTf)3, butanol (5 eq), 80 °C, 24 h, proton NMR D20 exchange b
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Filename gszr202f31a59etd2o_PR
Author

Experiment single pulse.ex2
Sample_id gszr202f3la59etd2o
Solvent DMSO-D6

29-0CT-2008 11:14:53
23-FEB-2009 15:31:08
23-FEB-2009 1

Creation_time
Revision_time
Current time

Comment = 45
Data_ format = 1D COMPLEX
Dim_size = 13107

[ Dim_title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

9.389766 [T] (400 [MHz]
2.18365952[s]

Field strength
X_acq_duration

X_domain 1H

X_freq 399.78219838 [MHz]
X offset 5 [ppm]

X _points 16384

X_prescans 1

X_resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr _freq 399.78219838 [MHz]

Irr offset

5 [ppm]
Tri_domain 1H

abundance

Tri_freq 399.78219838 [MHz]
Tri_offset 5 [ppm]
T Clipped FALSE
Mod_return 1
Scans 16
Total_scans 16
g
2 X 90_width = 15[us]
X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
Relaxation delay = 4[s]
Repetition time = 6.18365952[s]
Temp_get = 20.8[dc]
T T jam) T T T T
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Spppleraentary Material (ES])fgr Green Chemistry A dEDl
This journal is © The Royal Society of Chemistry 2009

Filename gszr202£31a59etd2o CA
Author delta

E Experiment single pulse dec
Sample_id gszr202£31la59etd2o
Solvent DMSO-D6

29-0CT-2008 11
23-FEB-2009 1
23-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 45
Data_format = 1D COMPLEX
Dim_size = 26214

E Dim_title = 13C
Dim_units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2 NMR

Field strength

9.389766 [T] (400 [MHz]
X acq_duration 1

1.04333312([s

X_domain = 13C
3 X _freq = 100.52530333 [MHz]
X offset = 100 [ppm]
X_points = 32768
X_prescans it
X _resolution = 0.95846665 [Hz]
3 X_sweep = 31.40703518 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Clipped = FALSE
3 Mod_return =1
Scans = 65
Total_scans = 65
X_90_width = 9.1[us]
3 X acq_time = 1.04333312(s]
X _angle = 30[deg]
X_atn = 71[dB]
X_pulse = 3.03333333 [us]
Irr atn dec = 11[dB]
4 Irr_atn noe = 16[dB]
Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
Noe = TRUE
| Noe_time = 2[s]
Recvr_gain = 60
Relaxation delay = 2[s]
Repetition time = 3.04333312(s]
Temp_get = 21.8[dc]
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X : parts per Million : 13C

abundance

] D-glucose, Sc(OT)3, cyclohexanol (5 eq), 80 °C, 3 h, proton NMR

LJEOL

Filename gszr219£31a60_PROTON-
Author

b Experiment single pulse.ex2
Sample id gszr219£31a60
Solvent DMSO-D6

10-NOV-2008 09:16:42
23-FEB-2009 13:42:52
23-FEB-2009 1

Creation_time
Revision_time
Current time

1 Comment = 45
Data_format = 1D COMPLEX
Dim size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400

] Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
2.18365952[s]

X _domain 1H

X _freq 399.78219838 [MHz]
E X offset 5 [ppm]

X points 16384

X prescans 1
0.45794685 [Hz]

X resolution
] ® X _sweep 7.5030012 [kHz]
~ Irr domain

1H

399.78219838 [MHz]
5 [ppm]

1H

Irr freq
Irr offset
Tri_domain

Tri_freq 399.78219838 [MHz]
] Tri offset 5 [ppm]

Clipped FALSE

Mod_return 1

Scans 16
] Total_scans 16

5 X_90_width = 15[us]
4 - X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
| X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 32
Relaxation delay = 1[s]
. Repetition_time = 3.18365952[s]
Temp_get = 20.6[dC]
3
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Filename gszr219£31a60etd2o PR
Author delta

Experiment single pulse.ex2
Sample_id gszr219£31a60etd2o
Solvent DMSO-D6

10-NOV-2008 23:45:09
23-FEB-2009 1 7:52
23-FEB-2009 11:48:14

Creation_time
Revision_ time
Current_time

Comment = 35

b Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

X_domain 1H

X _freq 399.78219838 [MHz]
X offset 5 [ppm]

X_points 16384

X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
Scans 16
Total scans 16

X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
w Dante_presat = FALSE
& - Initial wait = 1[s]
2z Recvr_gain =32
Relaxation delay = 4[s]
Repetition time = 6.18365952[s]
Temp_get = 20.3[dc]
T T T panj T T T T
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X : parts per Million : 1H

06 07 08

0.5

0.3

0.2

abundance
0.1

-] D—glucose, Sc(OTH)3, cyclohexanol ( 5 eq), 80 °C, 3 h, carbon NMR A dEDl
N

Filename gszr219f3la60etd2o_CA
! Author
Experiment single pulse dec
Sample_id gszr219f3la60etd2o
- Solvent DMSO-D6

11-NOV-2008 00:37:41
23-FEB-2009 1
23-FEB-2009 1

Creation_time
Revision_time
Current time

Comment = 35

E Data_format = 1D COMPLEX
Dim size = 26214
Dim_title = 13c
Dim_units = [ppm]

] Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
1.04333312(s]

1 X_domain = 13C
X_freq = 100.52530333 [MHz]
X offset = 100 [ppm]
J X _points = 32768
X_prescans =4
X_resolution = 0.95846665 [Hz]
> X_sweep = 31.40703518 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
3 Irr_offset = 5[ppm]
Clipped = TRUE
Mod_return =1
Scans = 1024
] Total_scans = 1024
X 90 _width = 9.1[us]
! X_acq_time = 1.04333312(s]
X_angle = 30I[deg]
X atn = 7[dB]
! X pulse = 3.03333333 [us]
Irr_atn_dec = 11[dB]
Irr_atn noe = 16[dB]
4 Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
<] Noe = TRUE
Noe_time = 2[s]
Recvr_gain = 60
1 Relaxation delay = 2[s]
Repetition_time = 3.04333312([s]
Temp_get = 21.4[dc]
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X : parts per Million : 13C
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Supplementary Material (ESI) for Green Chemistry &
ThigJounalis @.The.Roval Segielv.of Chemisiry 2009
Filename = gszr208£31a75 PROTON-
Author = delta
= Experiment = single pulse.ex2
- < Sample_id = gszr208£31a75
e Solvent = DMSO-D6
- Creation_time = 31-0CT-2008 07
Revision_time = 19-FEB-2009 1
Current_time = 19-FEB-2009 1
Comment =15
Data_format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
Dim_units = [ppm]
Dimensions = x
Site = ECX 400
Spectrometer = DELTA2 NMR
Field strength = 9.389766[T] (400 [MHz]
= X_acq duration = 2.18365952[s]
o X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
X prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
24 Total_scans = 16
X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 34
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.6[dcC]
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X : parts per Million : 1H
]
i ‘i A dEDL
=
< ] Dglucose, Sc(OT3, 1—chlorohydroxypropane (5 eq), 80 °C, 24 h, proton NMR|D20 exchange
- Filename = gszr208£3la75etd2o PR
Author =
Experiment = single pulse.ex2
wn Sample_id = gszr208£3la75etd2o
- Solvent = DMSO-D6
Creation_time = 3-NOV-2008 13:10:48
< Revision time = 23-FEB-2009 09:02:22
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Filename gszr216£37a75etd2o PR
Author delta

Experiment single pulse.ex2
Sample_id gszr216£37a75etd2o
Solvent DMSO-D6
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Revision_ time
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Comment = 25
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

X_domain 1H
X _freq 399.78219838 [MHz]
X offset 5 [ppm]
X_points 16384
X _prescans 1
X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
- Irr_domain 1H
2 Irr freq 399.78219838 [MHz]
~ Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri_freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_return 1
Scans 16
3 Total scans 16
&

X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 26
Relaxation delay = 4[s]

y Repetition time = 6.18365952[s]
Temp_get = 20[dc]
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Sample_id gszr216£37a75etd2o
Solvent DMSO-D6
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23-FEB-2009 1

] Creation_time
Revision_time
Current time

Comment = 25

Data_ format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C

Dim units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2_NMR

9.389766 [T] (400 [MHz]
1.04333312(s]

Field strength
X_acq_duration

X_domain 13¢
X _freq 100.52530333 [MHz]
X offset 100 [ppm]
X_points 32768

< X_prescans

4
X_resolution 0.95846665 [Hz]

X_sweep 31.40703518 [kHz]

B Irr_domain 1H
Irr _freq 399.78219838 [MHz]
Irr_offset 5 [ppm]

B Clipped TRUE
Mod_return 1
Scans 1024

% Total_scans 1024

X 90 _width = 9.1[us]

3 X_acq_time = 1.04333312(s]
X_angle = 30I[deg]
X atn = 7[dB]

e ] X pulse = 3.03333333 [us]

Irr_atn_dec = 11[dB]
Irr_atn noe = 16[dB]
Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
Noe = TRUE
Noe_time = 2[s]
Recvr_gain = 60
Relaxation delay = 2[s]
Repetition_time = 3.04333312([s]
Temp_get = 21.5[dc]
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Dimensions =X
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X_domain = 1H
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X_sweep = 7.5030012 [kHz]
B Irr_domain = 1H
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S n Clipped = FALSE
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2 X_90_width = 15[us]
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" - X_angle = 45[degl]
=7 X _atn = 0[dB]
N X pulse = 7.5[us]
- 2 Irr mode = Off
=7 Tri mode = Off
Dante_presat = FALSE
e Initial wait = 1[s]
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< Temp_get = 21.5[dc]
g =9 3
g < =
=}
=
g El
=
&
=1
T
T T T T T
8.0 7.0 6.0 ﬁ 1.0
VRCTRE I K ATA
VNS TNTOIINNSD TRNAD =2 R D NNOEn D= ¢m
NERTAMSBISINT mNTe 58 & S= N9T® T [@
AESSALIRZERTCS Jodau I F aa oxas S2¥c 2@
ARERINInASNN== 28T T0 S & oY SAAR  FTaa- XX
FTTFTTTTITTTITTT cnennenen nel & AN O - ———— DS
X : parts per Million : 1H
dfon@
D—glucose, Sc(OTf)3, propargyl alcohol (5 eq), 80 °C, 24 h, proton NMR D20 ex: an@
=
v
Filename = gszr237f29a6letd2o_PR
Author =
Experiment = single pulse.ex2
Sample_id = gszr237f29a6letd2o
Solvent = DMSO-D6
Creation_time = 22-DEC-2008 10:46:57
Revision time = 23-FEB-2009 14:19:02
- Current_time = 23-FEB-2009 1
= Comment =35
Data_ format = 1D COMPLEX
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- X_domain = 1H
X_freq = 399.78219838 [MHz]
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X _points = 16384
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- Tri domain = 18
S Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
Total_scans = 16
X 90_width = 15[us]
X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
= X pulse = 7.5[us]
- Irr_mode = Off
Tri_mode = Off
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Dim size = 13107
Dim title = 1
R Dim units = [ppm]
Dimensions =X
- Site = ECX 400
t Spectrometer = DELTA2_NMR
- Field strength = 9.389766[T] (400 [MHz]
24 X_acq duration = 2.18365952[s]
X_domain = 18
- X freq = 399.78219838 [MHz]
b X offset = 5[ppm]
X points = 16384
X prescans =1
B X resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 18
1 - Irr freq = 399.78219838 [MHz]
Y Irr offset = 5[ppm]
< Tri_domain - 1
B Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
Clipped = FALSE
1 Mod_return =1
Scans =16
Total scans =16
X 90 _width = 15[us]
X_acq_time = 2.18365952(s]
E X angle = 45[deg]
X atn = 0[dB]
1 X pulse = 7.5[us]
A Irr_mode = Off
Tri_mode = Off
1 Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
E Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.6[dcC]
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D—glucose, Sc(OTf)3, butanol (5 eq), 80°C, 24 h, proton NMR A dEDl

] Filename gszr282£27a57_PROTON-
Author
Experiment single pulse.ex2

] Sample id gszr282£27a57
Solvent DMSO-D6

2-APR-2009 14:12:25
17-APR-2009 11:10:47
17-APR-2009 1

Creation_time
Revision_time
Current time

Comment =1
Data_format = 1D COMPLEX
1 Dim size = 26214
Dim_title = 1H
Dim_units = [ppm]
1 Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
4.36731904 [s]

4 X_domain = 1H
- X freq = 399.78219838 [MHz]
X offset = 5[ppml
R X _points = 32768
- X_prescans =1
X _resolution = 0.22897343 [Hz]
= X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
=4 Irr offset = 5[ppm]
Tri domain = 1H
- Tri_freq = 399.78219838 [MHz]
=7 Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
! Scans =12
Total_scans =12
<
] “ X 90_width = 15[us]
X acq_time = 4.36731904(s]
X_angle = 45[deg]
7 X atn = 0[dB]
X pulse = 7.5[us]
E Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
3 Initial wait = 1[s]
Recvr_gain = 30
Relaxation delay = 1[s]
| Repetition time = 5.36731904[s]
Temp_get = 22.6[dc]
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Filename gszr282£27a57etd2o0 PR
Author delta

Experiment single pulse.ex2
Sample_id gszr282£27a57etd2o
Solvent DMSO-D6

2-APR-2009 16
17-APR-2009 1
17-APR-2009 1.

Creation_time
] Revision_ time
Current_time

(e Comment = 45
Data_format = 1D COMPLEX
Dim_size = 26214
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
B X_acq_duration

9.389766[T] (400 [MHz]
4.36731904 [s]

X_domain 1H

X _freq 399.78219838 [MHz]
- X offset 5 [ppm]

X_points 32768

X _prescans 1

X _resolution 0.22897343 [Hz]

X_sweep 7.5030012 [kHz]

Irr_domain 1H

Irr freq 399.78219838 [MHz]

Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
2 Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
:] Scans 12
Total scans 12

X _90_width = 15[us]
X_acq_time = 4.36731904[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain =32
Relaxation delay = 1[s]
Repetition time = 5.36731904[s]
Temp_get = 22.7[dc]
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Filename gszr282f27a57etd2o_CA
Author
Experiment single pulse dec

4 Sample_id gszr282f27a57etd2o
Solvent DMSO-D6

2-APR-2009 17:05:20
17-APR-2009 11:30:08
17-APR-2009 1

Creation_time
Revision_time
Current time

Comment = 45
Data_ format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C
Dim units = [ppm]

— Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
1.04333312(s]

X_domain = 13C
X_freq = 100.52530333 [MHz]
X offset = 100 [ppm]
X _points = 32768
X_prescans =4

| X_resolution = 0.95846665 [Hz]
X_sweep = 31.40703518 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]

E Clipped = TRUE
Mod_return =1
Scans = 512
Total_scans = 512
X 90 _width = 9.1[us]
X_acq_time = 1.04333312(s]
X_angle = 30I[deg]
X atn = 7[dB]
X pulse = 3.03333333 [us]
Irr_atn_dec = 11[dB]

il Irr_atn noe = 16[dB]
Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
Noe = TRUE
Noe_time = 1[s]
Recvr_gain = 60
Relaxation delay = 1[s]
Repetition time = 2.04333312([s]
Temp_get = 24.4[dc]
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Filename gszr218£31a60 PROTON-
Author delta

b Experiment single pulse.ex2
Sample_id gszr218£31a60
Solvent DMSO-D6

24-NOV-2008 05
23-FEB-2009 1
23-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 45
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

B X_domain 1H
X _freq 399.78219838 [MHz]
X offset 5 [ppm]
X_points 16384
X _prescans 1

X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri freq
Tri offset 5 [ppm]
Clipped FALSE
Mod_ return 1
Scans 16
Total scans 16

X _90_width = 15[us]

4 X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 21[dc]
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X : parts per Million : 1H

3.0

2.0

1.0

abundance

o l
i
D—glucose, Sc(OT)3, cyclohexanol (5 eq), [BMIM][OTI], 80 °c, 3 h, proton NMR D20 cxchang[ £ A dED

Filename gszr218f3la60etd2o_ PR
Author

Experiment single pulse.ex2
Sample_id gszr218f3la60etd2o
Solvent DMSO-D6

Creation_time 24-NOV-2008 07:34:12

7 Revision time 23-FEB-2009 11:21:12
Current_time 23-FEB-2009 1
Comment = 25
Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
2.18365952[s]

X_domain 1H

X_freq 399.78219838 [MHz]
i X offset 5 [ppm]

X _points 16384

X_prescans 1

X_resolution 0.45794685 [Hz]

X_sweep 7.5030012 [kHz]

Irr_domain 1H

Irr _freq 399.78219838 [MHz]

Irr offset

5 [ppm]
Tri_domain 1H

Tri_freq 399.78219838 [MHz]

2 Tri_offset 5 [ppm]

wi Clipped FALSE
Mod_return 1
Scans 16
Total_scans 16
X 90_width = 15[us]

B X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 28
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 21.6[dC]
2
N £

8.0 7.0 6.0

&n
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£
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—
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5.1432
4.7469
4.7377
2.5201
24823 —
17594 ——
1.6128 —
14124 ——
1.2623
11649 ——
1.1432

X : parts per Million : 1TH
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Filename gszr209£35a69 PROTON-
Author delta

Experiment single pulse.ex2
Sample_id gszr209£35a69

Solvent DMSO-D6

Creation_time
Revision_ time
Current_time

23-FEB-2009 0
23-FEB-2009 0

Comment = 45
Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X

site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766[T] (400 [MHz]
2.18365952([s]

0 0.1

abundance

=0.3 -0.2 -0.1

E X domain - 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
E X points - 16384
= X prescans -1
4 “ Xﬁresolution = 0.45794685 [Hz]
X sweep = 7.5030012 [kHz]
E Irr domain -1
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
E Tri domain -1
Tri_freq = 399.78219838 [MHz]
E Tri offset = 5[ppm]
Clipped - FALSE
1 Mod return -1
Scans = 16
a Total scans - 16
X_90_width = 15[us]
.| X acttxme = 2.18365952[s]
w X angle = 45[deg]
E - X atn = 0[dB]
o X _pulse = 7.5[us]
Irr mode - off
| N 8 Tri_mode = Off
s = Dante_presat = FALSE
E Initial wait = 1[s]
Recvr gain - 32
k| < ° Relaxation delay = 1[s]
pat Repetition time = 3.18365952[s]
Temp_get = 19.3[dc]
T T T T T T
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X : parts per Million : 1H
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0.1
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<4
D—glucose, Sc(OTf)3, 1-chlorohydroxypropane (5 eq), [BMIM][OTT], 80 °C, 24 h, proton N! m® D20 exchange A 'ED'

Filename = gszr209f35a69etd2o_PR
3 Author =
Experiment = single pulse.ex2
Sample_id = gszr209f35a69etd2o
Solvent = DMSO-D6
Creation_time = 6-NOV-2008 02:26:57
Revision time = 23-FEB-2009 10:04:46
Current_time = 23-FEB-2009 1
Comment = 45
Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
| Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
] X_domain = 1H
X freq = 399.78219838 [MHz]
X offset = 5[ppml
X _points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 18
£ Irr_freq = 399.78219838 [MHz]
- Irr offset = 5[ppm]
Tri domain = 1H
Tri_freq = 399.78219838 [MHz]
< Tri_offset = 5[ppm]
| *® Clipped = FALSE
o Mod return =1
Scans = 16
2 Total scans = 16
S _
. X 90_width = 15[us]
J X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
3 X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 32
N Relaxation delay = 1[s]
| = Repetition_time = 3.18365952[s]
Temp_get = 20.6[dc]
7 b 2 ]
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X : parts per Million : 1TH
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3
Filename = gszr217£31a51 PROTON-
Author = delta
Experiment = single pulse.ex2
. Sample_id = gszr217£31a51
ST Solvent = DMSO-D6
Creation_time = 10-NOV-2008 09
Revision_time = 23-FEB-2009 1
Current_time = 23-FEB-2009 1
Comment = 40
(| Data_format = 1D COMPLEX
S Dim size = 13107
Dim title = 1H
® Dim units = [ppm]
] Dimensions = x
* site = ECX 400
Spectrometer = DELTA2 NMR
e
= Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
pe X _prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
- Tri_domain = 1H
24 Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
o Clipped = FALSE
g Mod return =1
N Scans = 16
Total scans = 16
27 X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
~ Tri_mode = Off
= Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 30
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.6[dcC]
< -
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D—glucose, Sc(OT)3, allyl alcohol (5 eq), [BMIM][OTT], 80 °c, 24 h, proton NMR D: O:fgxchange A 'ED'
Filename = gszr217f3la5letd2o_PR
Author =
Experiment = single pulse.ex2
Sample_id = gszr2l17f3la5letd2o
Solvent = DMSO-D6
Creation_time = 10-NOV-2008 15:52:13
Revision_time = 23-FEB-2009 11:05:15
Current_time = 23-FEB-2009 1
- Comment =55
| Data_format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
Site = ECX 400
Spectrometer = DELTA2_NMR
Field_strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X freq = 399.78219838 [MHz]
X offset = 5[ppml
X_points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr domain = 1H
= | Irr freq = 399.78219838 [MHz]
- Irr offset = 5[ppm]
- Tri_domain = 1H
* Tri_freq = 399.78219838 [MHz]
L Tri_offset = 5[ppm]
Clipped = FALSE
Mod return =1
Scans = 16
2 Total_scans = 16
«
X_90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr mode = Off
3 Tri mode = Off
8 Dante_presat = FALSE
= Initial wait = 1[s]
= Recvr_gain = 30
Relaxation delay = 4[s]
Repetition time = 6.18365952([s]
Temp_get = 20.3[dC]
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X : parts per Million : 1TH
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2 Filename = gszr238£29a55 PROTON-
3 Author = delta
Experiment = single pulse.ex2
Sample_id = gszr238£29a55
Solvent = DMSO-D6
Creation_time = 22-DEC-2008 10:25:00
Revision_time = 23-FEB-2009 14:32:04
Current_time = 23-FEB-2009 14:32:13
Comment =5
Data_format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
Dim_units = [ppm]
Dimensions = x
Site = ECX 400
- Spectrometer = DELTA2 NMR
&
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
X prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
Total scans = 16
=
- X _90_width = 15[us]
X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 30
Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 24.5[dc]
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X : parts per Million : 1H
= °
G D-glucose, Sc(OTN3, propargyl alcohol (5 eq), [BMIM][OTH], 80 °C, 24 h, proton NMR®20 exchange
Filename = gszr238£29a55etd2o_PR
Author =
Experiment = single pulse.ex2
=] Sample_id = gszr238£29a55etd2o
wi Solvent = DMSO-D6
Creation_time = 22-DEC-2008 10:54:32
Revision time = 23-FEB-2009 1
Current_time = 23-FEB-2009 1
Comment = 45
Data_format = 1D COMPLEX
Dim size = 13107
Dim_title = 1H
Dim_units = [ppm]
=4 Dimensions =X
= site = ECX 400
Spectrometer = DELTA2_NMR
=
= Field strength = 9.389766[T] (400 [MHz]
X _acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5(ppm]
X_points = 16384
<1 X_prescans =1
- X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
= 2 Scans =16
~ ~ Total scans = 16
2 X 90 width = 15[us]
- X_acq_time = 2.18365952[s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
24 - Initial wait = 1[s]
Recvr_gain = 32
Relaxation delay = 1[s]
4 Repetition _time = 3.18365952[s]
3 Temp_get = 22.1[dc]
2 4
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X : parts per Million : 1TH
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Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision_time
Current_time

Comment
Data_format
Dim size
Dim_title
Dim units
Dimensions
site
Spectrometer

Field strength
X_acq_duration
X_domain

X _freq

X offset
X_points

X prescans
X_resolution
X_sweep
Irr_domain

Irr freq

Irr offset
Tri_domain
Tri_freq

Tri offset
Clipped
Mod_return
Scans

Total scans

X _90_width
X_acq_time
X_angle

X_atn

X pulse

Irr mode

Tri mode
Dante_presat
Initial wait
Recvr_gain
Relaxation delay
Repetition time
Temp_get

gszr221£31a67 PROTON-
delta

single pulse.ex2
gszr221£31a67
DMSO-D6
24-NOV-2008 06
23-FEB-2009 1
23-FEB-2009 1

50

1D COMPLEX
13107

1H

[ppm]
X

ECX 400
DELTA2_ NMR

9.389766[T] (400 [MHz]
2.18365952([s]

1H

399.78219838 [MHz]
5 [ppml

16384

1

0.45794685 [Hz]
7.5030012 [kHz]

1H

399.78219838 [MHz]
5 [ppm]

1H
399.78219838 [MHz]
5 [ppm]

FALSE

1

16
16

15 [us]
2.18365952([s]
45 [deg]

0[dB]

7.5 [us]

Off

Off

FALSE

1ls]

26

1ls]
3.18365952[s]
21.2[d4c]

2.0 3.0 4.0 5.0 6.0

1.0

abundance

D-glucose, Sc(OTf)3, octanol (5 eq), 80 °C, 24 h, proton NMR D20 exchange
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X : parts per Million : 1TH

Filename
Author
Experiment
Sample_id
Solvent
Creation_time
Revision time
Current time

Comment
Data_format
Dim size
Dim_title
Dim_units
Dimensions
site
Spectrometer

Field strength
X_acq_duration
X _domain
X_freq

X offset
X_points
X_prescans

X resolution
X_sweep

Irr domain

Irr freq

Irr offset
Tri_domain

Tri freq

Tri offset
Clipped
Mod_return
Scans
Total_scans

X_90_width

X acq_time
X_angle

X_atn

X pulse
Irr_mode
Tri_mode
Dante_presat
Initial wait
Recvr_gain
Relaxation_delay
Repetition_time
Temp_get

gszr221f3la67etd2ob_P

single pulse.ex2
gszr221f3la67etd2ob
DMSO-D6

29-NOV-2008 07:16:18
23-FEB-2009 13:59:35
23-FEB-2009 1

10

1D COMPLEX
13107

1H

[ppm]

X

ECX 400
DELTA2_NMR

9.389766 [T] (400 [MHz]
2.18365952[s]

1H
399.78219838 [MHz]
5 [ppm]
16384

1
0.45794685 [Hz]
7.5030012 [kHz]

1H

399.78219838 [MHz]
5 [ppm]

1H

399.78219838 [MHz]
5 [ppm]

FALSE

1

16

16

5 [us]
2.18365952[s]
45 [deg]
0[dB]

7.5 [us]

Off

Off

FALSE

1[s]

28

4[s]
6.18365952[s]
21.2[dc]
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- Filename = gszr200£43a73_PROTON-
Author = delta
Experiment = single pulse.ex2
s sample_id = gszr200£43a73
Solvent = DMSO-D6
Creation time = 23-0CT-2008 16:0
] Revision time = 20-APR-2009 11:45:45
Current_time = 20-APR-2009 11:47:15
Comment = a5
4 Data_format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
A Dim units = [ppm]
Dimensions =X
Site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766([T] (400 [MHz]
X acq duration = 2.18365952[s]
J X _domain = 1H
X freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
7 X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
4 Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
b Tri_domain =1
= 399.78219838 [MHz]
- Tri_offset = 5[ppm]
b Clipped = FALSE
5 i Mod_return =1
Scans =16
Total scans =16
X 90 _width = 15[us]
X_acq_time = 2.18365952[s]
X_angTe = 45[deg]
b X_atn = 0[dB]
X pulse = 7.5[us]
Irr mode = Off
r ] ) Tri mode = Off
f Dante presat = FALSE
Initial wait = 1[s]
Recvr_gain = 30
! Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
2 Temp get = 20.8[dC]
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X : parts per Million : 1H
3
D-galactose, Sc(OT)3, [BMIM][OT{], 80°C, 24 h, proton NMR D20 exchange = dEDI
Filename = gszr200f43a73etd2o_PR
Author =
Experiment = single pulse.ex2
Sample id = gszr200£43a73etd2o
= Solvent = DMSO-D6
i Creation_time = 23-0CT-2008
Revision_time = 20-APR-2009
Current_time = 20-APR-2009
3 Comment = 40
s Data_ format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration
X_domain

9.389766 [T] (400 [MHz]
2.18365952[s]

X_freq 399.78219838 [MHz]
- X_offset 5 [ppm!
X_points 16384

X prescans
X resolution
X _sweep
Irr_domain
Irr_freq
Irr_offset
Tri_domain

1
0.45794685 [Hz]
7.5030012 [kHz]

399.78219838 [MHz]
5 [ppm]
1H

Tri_freq 399.78219838 [MHz]
Tri_offset 5 [ppm]
Clipped FALSE
Mod_return 1
Scans 16
Total_scans 16
X _90_width = 15[us]
= 2.18365952[s]
4 = 45[deg]
= 0[dB]
= 7.5[us]
= Off
= Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 32
Relaxation delay = 1[s]
Repetition_time = 3.18365952[s]
Temp_get = 20.5[d4cC]
Z
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X : parts per Million : 1H
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o Filename gszr201£27a47 PROTON-
Author delta
Experiment single pulse.ex2
] Sample_id gszr201£27a47
Solvent DMSO-D6

24-0CT-2008 09
23-FEB-2009 1
23-FEB-2009 1

Creation_time
Revision_ time
Current_time

Comment = 25
Data_format = 1D COMPLEX
=3 Dim size = 13107
- Dim_title = 1H
Dim units = [ppm]
<] Jmuns
Dimensions =X
Site = ECX 400
Spectrometer = DELTA2 NMR

9.389766[T] (400 [MHz]
2.18365952([s]

Field strength
X_acq_duration

X_domain 1H
X _freq 399.78219838 [MHz]

] X offset 5 [ppm]

- w X_points 16384

o « X_prescans 1

o4 = X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H

3 Irr freq 399.78219838 [MHz]

Irr offset 5 [ppm]

Tri_domain

=] 1H
- Tri_freq 399.78219838 [MHz]
Tri offset 5 [ppm]
a4 Clipped FALSE
b Mod_return 1
Scans 16
2 Total scans 16
~ X _90_width = 15[us]
=7 X_acq_time = 2.18365952[s]
. X_angle = 45[deg]
e ] s X atn = 0[dB]
s « X_pulse = 7.5[us]
Irr_mode = Off
] < Tri mode = Off
e « Dante presat = FALSE
Initial wait = 1[s]
2 Recvr_gain = 34
Relaxation delay = 1[s]
- & o Repetition_time = 3.18365952([s]
=7 - = Temp_get = 20.5[dc]
¢ o
B =
3 /.—'
: ] £
2 < 3 2
= s
T T T panj T T T T
: TOANC RS 1T A
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b
D-mannose, Sc50T)3, octanol (5 eq), [BMIM][OT], 80 °C, 24 h, proton NMR D20 exchange = A dEDl
Filename = gszr201f27a47etd2o_PR
Author =
Experiment = single pulse.ex2
Sample_id = gszr201f27a47etd2o
Solvent = DMSO-D6
= Creation_time = 30-0CT-2008 16:42:24
- Revision time = 23-FEB-2009 15:20:43
Current_time = 23-FEB-2009 1
% Comment = 15
= Data_ format = 1D COMPLEX
Dim_size = 13107
Dim_title = 1H
Dim_units = [ppm]
Dimensions =X
g site = ECX 400
G Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
3 X offset = 5[ppm]
X _points = 16384
X_prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
Irr_offset = 5[ppm]
Tri domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
hd Total scans = 16
= X 90_width = 15[us]
- X acq_time = 2.18365952(s]
X_angle = 45[deg]
X_atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
- Recvr_gain = 32
- Relaxation delay = 4[s]
Repetition time = 6.18365952[s]
Temp_get = 20.7[dc]
g
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8.0 7.0 6.0 5.0 ‘ 4.0/ ‘ 2.0 ‘ ‘ 1.0 /\
@ cooom— 0 P T
32 ZEISS-w S & a S
2 JsxT== b 2 & ad
0 xS T mRQ in T & ®x
< e e e e e ~ - - =1
X : parts per Million : 1TH




16

SupplenfeAtary-MateriaPRSHTol GrébrBHEfistry
_This journal is © The Royal Society of Chemistry 2009

AJEOL

hE Filename = gszr201f27a47etd2o0 CA
- Author = delta
Experiment = single pulse dec
Sample_id = gszr201f27a47etd2o
el Solvent = DMSO-D6
- Creation_time = 30-0CT-2008 17:34:55
Revision_time = 23-FEB-2009 15:23:28
Current_time = 23-FEB-2009 15:23:42
]
- Comment = 15
Data_format = 1D COMPLEX
Dim_size = 26214
-] Dim_title = 13C
- Dim units = [ppm]
Dimensions =X
site = ECX 400
=] Spectrometer = DELTA2 NMR
Field strength = 9.389766([T] (400 [MHz]
X_acq_duration = 1.04333312[s]
. X_domain = 13C
27 X _freq = 100.52530333 [MHz]
X offset = 100 [ppm]
X_points = 32768
= X_prescans it
27 X _resolution = 0.95846665 [Hz]
X_sweep = 31.40703518 [kHz]
Irr_domain = 1H
- Irr freq = 399.78219838 [MHz]
=7 Irr offset = 5[ppm]
Clipped = TRUE
Mod_return =1
Scans = 1024
2 Total scans = 1024
X_90_width = 9.1[us]
X acq_time = 1.04333312(s]
v X _angle = 30[deg]
= X_atn = 7[dB]
X_pulse = 3.03333333 [us]
Irr atn dec = 11[dB]
< Irr_atn noe = 16[dB]
i Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]
] Noe = TRUE
S Noe_time = 2[s]
Recvr_gain = 60
Relaxation delay = 2[s]
] Repetition time = 3.04333312(s]
S Temp_get = 21.7[dc]
@
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D-xylose, Sc(OTH3, octanol (5 eq), [BMIM][OTH], 80 °C, 3h, proton NMR =
<
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hE Filename = gszrl55bfl4a25bis_PRO
Author =
] Experiment = single pulse.ex2
N Sample_id = gszrl55bfl4a25bis
- Solvent = CHLOROFORM-D
w3 Creation_time = 3-SEP-2008 13:56:16
Revision time = 23-FEB-2009 1
Ik Current_time = 23-FEB-2009 1
«
- Comment = 25
«] Data_ format = 1D COMPLEX
Dim_size = 13107
a4 Dim title = 1H
- Dim_units = [ppm]
] Dimensions - X
- site = ECX 400
- Spectrometer = DELTA2_NMR
- Field strength = 9.389766[T] (400 [MHz]
<] X_acq duration = 2.18365952([s]
- X_domain = 1H
“© X_freq = 399.78219838 [MHz]
e X offset = 5[ppml
X _points = 16384
| X_prescans =1
- X_resolution = 0.45794685 [Hz]
] X_sweep = 7.5030012 [kHz]
- Irr_domain = 1H
Irr _freq = 399.78219838 [MHz]
RE! Irr offset = 5[ppm]
Tri domain = 1H
-1 Tri_freq = 399.78219838 [MHz]
- Tri_offset = 5[ppm]
Clipped = FALSE
= Mod return =1
Scans = 16
a] Total_scans = 16
s
. X 90_width = 15[us]
=7 X acq_time = 2.18365952(s]
X_angle = 45[deg]
=3 X_atn = 0[dB]
hd X _pulse = 7.5[us]
<] Irr_mode = Off
S Tri_mode = Off
Dante_presat = FALSE
e Initial wait = 1[s]
Recvr_gain = 34
<1 Relaxation delay = 1[s]
s Repetition time = 3.18365952[s]
- Temp_get = 18.8[dC]
hE
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Filename = gszrl55bfl4a25bisetd2
Author = delta
- Experiment = single pulse.ex2
7 Sample_id = gszrl55bfl4a25bisetd2
Solvent = CHLOROFORM-D
Creation_time = 3-SEP-2008 20:47:38
Revision_time = 23-FEB-2009 15:06:32
Current_time = 23-FEB-2009 15:06:44
Comment =25
Data_format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
Dim_units = [ppm]
Dimensions = x
Site = ECX 400
Spectrometer = DELTA2 NMR
Field strength = 9.389766([T] (400 [MHz]
X_acq duration = 2.18365952[s]
X_domain = 1H
S X_freq = 399.78219838 [MHz]
X offset = 5[ppm]
X_points = 16384
X prescans =1
X_resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 16
Total scans =16
- _
X _90_width = 15[us]
=4 X_acq_time = 2.18365952[s]
- X_angle = 45[deg]
X atn = 0[dB]
X pulse = 7.5[us]
Irr_mode = Off
Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain =34
Relaxation delay = 4[s]
Repetition time = 6.18365952[s]
Temp_get = 19.4[dc]
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D-xylose, Sc(OTH)3, octanol (5 eq), [BMIMI[OTI], 80 °C, 3 h, carbon NMR A 'ED'

3-SEP-2008 20:50:57
23-FEB-2009 1
23-FEB-2009 1

Creation_time
Revision_time
Current time

Filename = gszrl55bfl4a25bisetd2
Author =

] Experiment = single pulse dec

s Sample_id = gszrl55bfl4a25bisetd2
Solvent = CHLOROFORM-D

Comment = 25
Data_ format = 1D COMPLEX
Dim_size = 26214
Dim_title = 13C

+] Dim units = [ppm]

e Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.04333312(s]
X_domain = 13C
X_freq = 100.52530333 [MHz]
X offset = 100 [ppm]
X _points = 32768

] ]

2 X_prescans =4
X_resolution = 0.95846665 [Hz]
X_sweep = 31 40703518 [kHz]
Irr domain -
Irr _freq = 399 78219838 [MHz]
Irr_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans = 54
Total_scans = 54

~

S X 90 _width = 9.1[us]
X_acq_time = 1.04333312(s]
X_angle = 30I[deg]
X atn = 7[dB]
X pulse = 3.03333333 [us]
Irr_atn_dec = 11[dB]
Irr_atn noe = 16[dB]
Irr noise = WALTZ
Decoupling = TRUE
Initial wait = 1[s]

o1 Noe = TRUE
Noe_time = 2[s]
Recvr_gain = 60
Relaxation delay = 2[s]
Repetition time = 3.04333312[s]
Temp_get = 20.2[dc]
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o Filename = gszrl96£21a47 PROTON-
=3 Author = delta
~ Experiment = single pulse.ex2
Sample_id = gszrl96£21ad7
24 Solvent = DMSO-D6
Creation_time = 22-0CT-2008 16
e Revision_time = 23-FEB-2009 1
- Current_time = 23-FEB-2009 1
= Comment = 50
Data_format = 1D COMPLEX
L Dim size = 13107
- Dim_title = 1H
wi Dim units = [ppm]
- Dimensions = x
Site = ECX 400
= Spectrometer = DELTA2_NMR
3 Field strength = 9.389766[T] (400 [MHz]
- X_acq duration = 2.18365952[s]
. X_domain = 1H
=4 X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
=3 X_points = 16384
- X prescans =1
=13 X_resolution = 0.45794685 [Hz]
= X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
24 Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
%] Tri_domain = 1H
s Tri_freq = 399.78219838 [MHz]
- Tri offset = 5[ppm]
=7 o I Clipped = FALSE
) Mod_return =1
ed Scans = 16
hd Total scans = 16
“
=7 X _90_width = 15[us]
X_acq_time = 2.18365952[s]
;, X_angle = 45[deg]
X atn = 0[dB]
e X pulse = 7.5[us]
3 Irr_mode = Off
- Tri_mode = Off
24 Dante_presat = FALSE
Initial wait = 1[s]
=3 Recvr_gain = 26
< Relaxation delay = 1[s]
- Repetition time = 3.18365952[s]
Temp_get = 20.9[dc]
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Lfucose, Sc(OT3, octanol (5 eq), [BMIM][OTS], 80 °C, 24 h, proton NMR D20 exchange g A 'ED'
v
Filename = gszrl96f2lad7etd2o PR
Author =
Experiment = single pulse.ex2
Sample_id = gszrl96f2lad7etd2o
Solvent = DMSO-D6
Creation_time = 23-0CT-2008 20:04:32
Revision time = 23-FEB-2009 16:42:46
Current_time = 23-FEB-2009 1
=
« Comment = 45
Data_format = 1D COMPLEX
Dim size = 13107
Dim_title = 1H
Dim units = [ppm]
Dimensions =X
site = ECX 400
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X _acq duration = 2.18365952[s]
X_domain = 1H
X_freq = 399.78219838 [MHz]
X offset = 5(ppm]
X_points = 16384
=4 X _prescans =1
o X _resolution = 0.45794685 [Hz]
X_sweep = 7.5030012 [kHz]
Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri_offset = 5[ppm]
Clipped = FALSE
Mod_return =1
Scans =16
Total_scans = 16
X_90_width = 15[us]
X_acq_time = 2.18365952[s]
= o X_angle = 45[deg]
- - 2 X_atn = 0[dB]
“ X pulse = 7.5[us]
- Irr_mode = Off
( Tri_mode = Off
Dante_presat = FALSE
Initial wait = 1ls]
Recvr_gain = 28
Relaxation delay = 4[s]
Repetition _time = 6.18365952[s]
Temp_get = 20.5[dc]
g
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]
Filename = gszr204f15a33_PROTON-
” Author = delta
29 Experiment = single pulse.ex2
Sample_id = gszr204f15a33
Solvent = DMSO-D6
=4 Creation_time = 27-0CT-2008 11
Revision_time = 23-FEB-2009 1
Current_time = 23-FEB-2009 1
e
- o Comment = 50
% Data_format = 1D COMPLEX
] s Dim_size = 13107
- Dim_title = 1H
Dim_units = [ppm]
=] Dimensions =X
- Site = ECX 400
Spectrometer = DELTA2 NMR
]
- Field strength = 9.389766[T] (400 [MHz]
X_acq_duration = 2.18365952[s]
~ X_domain = 1H
- X _freq = 399.78219838 [MHz]
X offset = 5[ppm]
- X_points = 16384
=7 X prescans =1
X _resolution = 0.45794685 [Hz]
- X_sweep = 7.5030012 [kHz]
=l Irr_domain = 1H
Irr freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
2 Tri_domain = 1H
Tri_freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
g— Clipped = FALSE
Mod_return =1
Scans = 16
= Total scans = 16
S _
X _90_width = 15[us]
<] X_acq_time = 2.18365952[s]
s X_angle = 45[deg]
X atn = 0[dB]
w ] X pulse = 7.5[us]
s Irr mode = Off
- Tri mode = Off
<] r Dante_presat = FALSE
= Initial wait = 1[s]
Recvr_gain = 32
Relaxation delay = 1[sl]
7 Repetition time = 3.18365952[s]
Temp_get = 19[dc]
o a4
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e
2-deoxyglucose, Sc(OTH)3, octanol (5 eq), [BMIM][OTS], 80 °C, 3 h, proton NMR D20 exchange 2
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e
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b Filename = gszr204f15a33etd2o PR
] Author =
~ Experiment = single pulse.ex2
~ Sample_id = gszr204fl5a33etd2o
7 Solvent = DMSO-D6
Creation_time = 30-0CT-2008 19:27:15
=] Revision time = 23-FEB-2009 15:48:12
Current_time = 23-FEB-2009 1
=73
& Comment = 20
- Data_ format = 1D COMPLEX
24 Dim_size = 13107
Dim_title = 1H
w] Dim units = [ppm]
- Dimensions = X
=] site = ECX 400
- Spectrometer = DELTA2_NMR
b Field strength = 9.389766[T] (400 [MHz]
~ X_acq duration = 2.18365952[s]
w = g X domain = 1H
- wi X_freq = 399.78219838 [MHz]
- X offset = 5[ppm]
=4 X _points = 16384
X_prescans =1
4 X_resolution = 0.45794685 [Hz]
- X_sweep = 7.5030012 [kHz]
~] Irr_domain = 18
- Irr _freq = 399.78219838 [MHz]
Irr offset = 5[ppm]
= Tri_domain = 16
Tri_freq = 399.78219838 [MHz]
=7 Tri_offset = 5[ppm]
- Clipped = FALSE
- - Mod_return =1
37 Scans = 16
Total_scans = 16
*®4 o
i o X_90_width = 15[us]
=1 X acq_time = 2.18365952[s]
S X_angle = 45[deg]
° X_atn = 0[dB]
=1 X pulse = 7.5[us]
Irr_mode = Off
e Tri_mode = Off
s Dante presat = FALSE
- Initial wait = 1ls]
=7 2 Recvr_gain = 32
=4 Relaxation delay = 4[s]
2 “ Repetition time = 6.18365952[s]
= Temp_get = 20.2[dc]
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Filename gszrl99£59a73etd2o PR
Author delta

1 Experiment single pulse.ex2
Sample_id gszr199£59a73etd2o
Solvent DMSO-D6

24-0CT-2008 10:32:15
24-FEB-2009 1 7:04

Creation_time
Revision_ time

o Current_time 24-FEB-2009 15:17:26
=
! - Comment = 50
Data_format = 1D COMPLEX
Dim_size = 13107
J Dim_title = 1H
Dim_units = [ppm]
o Dimensions =X
i g site = ECX 400
Spectrometer = DELTA2 NMR

Field strength
X_acq_duration

9.389766 [T] (400 [MHz]
2.18365952([s]

X_domain 1H
X _freq 399.78219838 [MHz]
- X offset 5 [ppm]
X_points 16384
X _prescans 1
3 X _resolution 0.45794685 [Hz]
X_sweep 7.5030012 [kHz]
Irr_domain 1H
i Irr freq 399.78219838 [MHz]
Irr offset 5 [ppm]

Tri_domain 1H
399.78219838 [MHz]

Tri_freq
~ Tri offset 5 [ppm]
Clipped FALSE
Mod_return 1
4 Scans 16
Total scans 16
] X _90_width = 15[us]
» X_acq_time = 2.18365952[s]
b X_angle = 45([deg]
X atn = 0[dB]
] X pulse = 7.5[us]
- Irr_mode = Off
(\ Tri mode = Off
5 Dante_presat = FALSE
Initial wait = 1[s]
Recvr_gain = 34
| Relaxation delay = 1[s]
Repetition time = 3.18365952[s]
Temp_get = 20.4[dc]
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