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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

O
Solvent: CDCI3 O
Ambient temperature |

File: al-3-282 O
UNITYplus-400 "bones”

Relax. delay 1.000 sec 2
Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6000.6 Hz

60 repetitions

OBSERVE H1, 399.8118668 MHz

DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul OH
Solvent: CDCI3

Ambient temperature O

File: al-3-284

UNITYplus-400 "bones" 3

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Wiclth 6000.6 Hz

32 repetitions

OBSERVE H1, 399.8118668 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul A~ OMe
Solvent: CDCI3 | /\/\"
Ambient temperature O

File: al-3-286
UNITYplus-400 "bones” 4

Relax. delay 1.000 sec
Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6000.6 Hz

60 repetitions

OBSERVE  H1, 399.8118660 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec




STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent. CDCI3
Ambient temperature
File: al-3-288
UNITYplus-400 "bones”

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6000.6 Hz

28 repetitions

OBSERVE H1, 399.8118664 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-3-290
UNITYplus-400 "bones”

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6000.6 Hz

64 repetitions

OBSERVE H1, 399.8118668 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec




STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-4-12
UNITYplus-400 "bones”

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6759.0 Hz

24 repetitions

OBSERVE  H1, 399.8118666 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-4-21
UNITYplus-400 "bones”

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6759.0 Hz

40 repetitions

OBSERVE  H1, 399.8118666 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul
Solvent: CDCI3
Ambient temperature
File: al-4-49

= UNITYplus-400 "bones"

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 12001.2 Hz

680 repetitions

OBSERVE H1, 399.7792975 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 41 hr, 52 min, 57 sec

il . - Wi, |

15 14 13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-4-53
UNITYplus-400 "bones"

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 6759.0 Hz

36 repetitions

OBSERVE  H1, 399.8053449 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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STANDARD 1H OBSERVE

Pulse Sequence: s2pul

Solvent: pyridine
Ambient temperature
File: al-4-110
UNITYplus-400 "bones"

Relax. delay 1.000 sec

Pulse 90.0 degrees

Acq. time 3.701 sec

Width 12001.2 Hz

52 repetitions

OBSERVE  H1, 399.7792980 MHz
DATA PROCESSING

Resol. enhancement -0.0 Hz

FT size 32768

Total time 25 min, 7 sec
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13C OBSERVE

Pulse Sequence: s2pul

0]
Solvent: CDCI3 e OH
Ambient temperature I
File: al-3-232 O

UNITYplus-400 "bones

Relax. delay 1.500 sec 2
Pulse 90.0 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

1772 repetitions

OBSERVE €13, 100.5327548 MHz
DECQUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 36 hr, 8 min, 10 sec

|IIII|IIII‘IIII|iIII‘IIII|IIII|IIiI|\II\|IIiI|IIII|IIII|IIiI|I\II\IIII|III1|IIII|IIII|IIII|\III|IIII|

200 180 160 140 120 100 80 60 40 20 ppm




Electronic Supplementary Information for Dalton Transactions
This journal is © The Royal Society of Chemistry 2007

13C OBSERVE

Pulse Sequence: s2pul _OH
Solvent: CDCI3 /\/W
Ambient temperature O

File: al-3-284
UNITYplus-400 "bones” 3

Relax. delay 2.000 sec

Pulse 90.0 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

13728 repetitions

OBSERVE C13, 100.5327540 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 42 hr, 48 min, 10 sec

|I|II|ILII|IIIIIIIII|IIII‘IIlI||III|IIII|IIIL|lIIi|||||||\II|I\II|IIII|IIII‘IIII|IIiI|IIII|\III|

180 160 140 120 100 80 60 40 20 ppm
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13C OBSERVE

Pulse Sequence: s2pul OMe

Solvent: CDCI3
Ambient temperature O
File: al-3-286

UNITYplus-400 "bones”

Relax. delay 2.000 sec

Pulse 90.0 degrees

Acg. time 1.199 sec

Width 25000.0 Hz

13344 repetitions

OBSERVE C13, 100.5327525 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536
Total time 42 hr, 48 min, 10 sec

b L M \ L m e " " " " . 4

|II|||\I||||||||IIII||||||lillllllI|I|||]I||||II|||II|I|II|||I|I||||I|||II|||||||IIWI|IIII|

180 160 140 120 100 80 60 40 20 ppm
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13C OBSERVE

Pulse Sequence: s2pul OMe

Solvent: CDCI3
Ambient temperature
File: al-3-288
UNITYplus-400 "bones”

Relax. delay 2.000 sec

Pulse 90.0 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

5728 repetitions

OBSERVE C13, 100.5327532 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 42 hr, 48 min, 10 sec

mewmmwm

|II\\|IIII|III\\IIII|Ill\jIIII|III\\IIIIlIII\[\IIIlII\I\IIII|III\\IIII|II\\|\III|II\I|IIII|

180 160 140 120 100 80 60 40 20 ppm




13C OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-3-280
UNITYplus-400 "bones"

Relax. delay 2,000 sec

Pulse 90.0 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

12256 repetitions

OBSERVE C13, 100.5327540 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 42 hr, 48 min, 10 sec
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13C OBSERVE

CHOH

Pulse Sequence: s2pul

Solvent: CDCI3 O
Ambient temperature
File: al-4-12
UNITYplus-400 "bones”

Relax. delay 2.000 sec
Pulse 90.0 degrees
Acq. time 1.199 sec

Width 25000.0 Hz 7
16336 repetitions
OBSERVE €13, 100.5327555 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 42 hr, 48 min, 10 sec

| : L L | _'l____'_l

ITIII|IllllTlIl]IlIIllIIl[lllllllll[llllllIII|TIIIIIITI|IIIIIIIII|ITTI|I||I|ITII|TIIl[llllll]ll]lllll

200 180 160 140 120 100 80 60 40 20 ppm
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13C OBSERVE

CHO Pulse Sequence: s2pul

Solvent: CDCI3
Ambient temperature
File: al-4-21
UNITYplus-400 "bones”

Relax. delay 2.000 sec
Pulse 90.0 degrees
Acq. time 1.199 sec
8 Width 25000.0 Hz
13664 repetitions
OBSERVE €13, 100.5327555 MHz
DECOUPLE H1, 399.8138766 MHz
Power 45 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
Line broadening 1.0 Hz
FT size 65536
Total time 42 hr, 48 min, 10 sec

T I e e R e

|II]I|IIII|IIII|II[I|IIII|I\II|IIII|IIII|IIII|II[I|IIII|II[I|IIII|II\I|IIII|IIII|IIII\II1I|I[II|IIII|

200 180 160 140 120 100 80 60 40 20 ppm
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13C OBSERVE

Pulse Sequence: s2pul

Solvent: trifluoroacetic acid
Ambient temperature

File: al-4-29
UNITYplus-400 "bones”

Relax. delay 2.500 sec
Pulse 90.0 degrees
Acq. time 1.199 sec
Width 26000.0 Hz
1600 repetitions
\ OBSERVE €13, 100.5321430 MHz
DECOUPLE H1, 399.8147722 MHz
/ Power 45 dB
continuously on
WALTZ-16 modulated
DATA PROCESSING
(R)_9 Line broadening 1.0 Hz
FT size 65536
Total time 24 hr, 44 min, 5 sec

W ﬂmwmmwwmmmwm

|IIII|IIIIIW[II|IIII|IIII|IiII|IIII|II\I|IIII|IIIIIIIII|IIII|IIiI[IIlI|IIII|II1[lIIII|IIII|

180 160 140 120 100 80 60 40 20 ppm
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13C OBSERVE

Pulse Sequence: s2pul

Solvent: CDCI2
Ambient temperature
File: al-4-53
UNITYplus-400 "bones”

Relax. delay 2.000 sec

Pulse 90.0 degrees

Acq. time 1.199 sec

Width 25000.0 Hz

14864 repetitions
OBSERVE C13, 100.5311091 MHz
DECOUPLE H1, 399.8073622 MHz
Power 45 dB

continuously on

WALTZ-16 modulated

DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 42 hr, 48 min, 10 sec

|'H'|'f"|""wwmwmw"|""|"H|'1WW

160 140 120 100 80 60 40 20 ppm

200 180
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