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Parameter Value & B 2 538838 = NS AR 0 PN 65000
58 3 388888 g MRS = <
1 Solvent cDCi3 "Q‘ T '|' T /% n ’\\'\/'\ © n -
2 Pulse Sequence zgdc30 | 60000
3 Acquisition Date 2010-08-23T19:42:57
4 Number of Scans 2048 I
5 Spectrometer Frequency 100.62 NH 55000
6 Spectral Width 26178.0 2 i
7 Lowest Frequency -1015.5 N;<
8 Nucleus 13C S 50000
9 Acquired Size 32768 N r
10 Spectral Size 65536 L 45000
40000
o) o) I
) 35000
H;C '
30000
25000
—20000
15000
10000
| | ' 5000
UR Lﬂmmmmmummwmmwmwwwmwfwm -0
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—T 1 T 1 1 1 71 1T 71 17 "~ T1T 1 "~ T "~ 1T "~ T "~ T "~ 1 "~ T "~ T " T "~ T "~ T "~ T "~ T " T "1
240 230 220 210 200 190 180 170 160 150 140 130 f 1(20 ) 110 100 90 80 70 60 50 40 30 20 10 0 -10
ppm

Page 19



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2011
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|
NH,
N?<
S
\
J J (0]
~
H;C
Parameter Value o

1 Solvent DMSO
2 Pulse Sequence zg30 I
3 Acquisition Date 2011-01-12T19:04:33
4 Number of Scans 16
5 Spectrometer Frequency 400.13
6 Spectral Width 8278.1
7 Lowest Frequency -1670.9
8 Nucleus 1H
9 Acquired Size 32768
10 Spectral Size 65536
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| |
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3 33 I‘
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Parameter Value
1 Solvent Acetone I
2 Pulse Sequence zgpg30 9000
3 Acquisition Date 2010-11-30T20:45:34
4 Number of Scans 2048
5 Spectrometer Frequency 100.62 —8000
6 Spectral Width 26178.0
NH, 3
7 Lowest Frequency -1015.5
8 Nucleus 13C N?< —7000
9 Acquired Size 32768 s |
10 Spectral Size 65536 S
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wl\ NNNKN ula 7] (\\IN =) —21000
(/ 20000
NH2 _—19000
/< ~18000
N=— L
S —17000
AN L
J —16000
CH, —15000
Parameter Value i
—14000
1 Solvent CDCI3 -
2 Pulse Sequence zg30 —13000
3 Acquisition Date 2010-08-23T21:14:21 i
4 Number of Scans 16 __12000
5 Spectrometer Frequency 400.13 | 11000
6 Spectral Width 8223.7 -
7 Lowest Frequency -1660.1 10000
8 Nucleus 1H i
9 Acquired Size 16384 I 9000
10 Spectral Size 32768 | —8000
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| —2000
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Parameter Value < & 8 8AKR & Ng 3 N —34000
v} — Ny SN LW L0 M QY <
g g 95 8899 S RR A s
1 Solvent CDCI3 \l |/// \/
2 Pulse Sequence zgdc30 32000
3 Acquisition Date 2010-08-23T22:53:14 i
4 Number of Scans 2048 ~30000
5 Spectrometer Frequency 100.62 NH, i
6 Spectral Width 26178.0 28000
7 Lowest Frequency -1060.4 N?< i
8 Nucleus 13C s —26000
9 Acquired Size 32768 AN "
10 Spectral Size 65536 —24000
CH3 22000
20000
—18000
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14000
12000
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| | I
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Parameter Value
1 Solvent DMSO
2 Pulse Sequence zg30
3 Acquisition Date 2011-01-19T19:05:17
4 Number of Scans 16
5 Spectrometer Frequency 400.13
6 Spectral Width 8278.1
7 Lowest Frequency -1670.9
8 Nucleus 1H
9 Acquired Size 32768
10 Spectral Size 65536
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Parameter Value i
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9000
2 Pulse Sequence zgpg30 N=—/
3 Acquisition Date 2011-01-19T20:45:17 S L
4 Number of Scans 2048 A
5 Spectrometer Frequency 100.62 8000
6 Spectral Width 26178.0 H.C L
3V
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10 Spectral Size 65536
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Parameter Value J
1 Solvent CDCI3 I
2 Pulse Sequence zg30 |
3 Acquisition Date 2010-11-10T19:05:58
4 Number of Scans 16
5 Spectrometer Frequency 400.13
6 Spectral Width 8278.1
7 Lowest Frequency -1677.3
8 Nucleus 1H
9 Acquired Size 32768
10 Spectral Size 65536
I
|
I
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Parameter Value 35000
1 Solvent DMSO N=—"
2 Pulse Sequence zgpg30 S I
3 Acquisition Date 2011-01-21T20:44:42 \
4 Number of Scans 2048 30000
5 Spectrometer Frequency 100.62
6 Spectral Width 26178.0 '
7 Lowest Frequency -1060.2
8 Nucleus 13C 25000
9 Acquired Size 32768
10 Spectral Size 65536 I
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23/03/2010 22:38:00

FormulaC H NS | FW 212.3549 |

Acquisition Time (sec) 1.9923 ‘ Comment W151489 N14038-91-P12 mk772466 1H CDCI3 .. Kabeshov, Mikhail X
Date 11 Mar 2010 22:06:56 Date Stamp 11 Mar 2010 22:06:56
File Name G:\iodoketones\Suppl_data\N14038-91-P12\N14038-91-P12_010000fid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin dpx400n Original Points Count 16384
Owner chemist Points Count 16384 Pulse Sequence zg30 Receiver Gain 90.50
SW(cyclical) (Hz) 8223.68 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  2457.2363 Sweep Width (Hz) 8223.18
Temperature (degree C) 20.160
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23/03/2010 22:42:02
FormulaC H NS |FW  212.3549 |
Acquisition Time (sec) 1.2517 ‘ Comment W151489 N14038-91-P12 mk772466 13C CDCI3 .. Kabeshov, Mikhail X
Date 11 Mar 2010 23:45:04 Date Stamp 11 Mar 2010 23:45:04
File Name G:\iodoketones\Suppl_data\N14038-91-P12\N14038-91-P12_012000fid Frequency (MHz) 100.62
Nucleus 13C Number of Transients 2048 Origin dpx400n Original Points Count 32768
Owner bruker Points Count 32768 Pulse Sequence zgdc30 Receiver Gain 5792.60
SW(cyclical) (Hz) 26178.01 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  12026.5625 Sweep Width (Hz) 26177.21
Temperature (degree C) 20.160
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S
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° —1400
Parameter Value Q 28583 pal N2 S
N RERE KK ~ — - @ +
1 Solvent cpei = \¢
2 Pulse Sequence zg30 | | 1300
3 Acquisition Date 2010-11-08T15:43:59 i
4 Number of Scans 16 11200
5 Spectrometer Frequency 400.13 r |
6 Spectral Width 8223.7
7 Lowest Frequency -1648.5 ~1100
8 Nucleus 1H / ) L
9 Acquired Size 16384 L 1000
10 Spectral Size 32768
NH, ~900
/
N —800
S
\ B
H
3C 700
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o o [32) B
Parameter Value ™ o o 888 3 o L 21000
S 5 S RRR NI B
1 Solvent CDCI3 | | \‘/ \/ | i
—20000
2 Pulse Sequence zgpg30 | |
3 Acquisition Date 2010-11-08T20:45:34 | 19000
4 Number of Scans 2048 L
5 Spectrometer Frequency 100.62 18000
6 Spectral Width 26178.0 r
17000
7 Lowest Frequency -1017.2 NH
2 L
8 Nucleus 13C | 16000
9 Acquired Size 32768 N=— L
10 Spectral Size 65536 s —15000
HoC o 14000
—13000
CHjy L
H;C
—12000
11000
—10000
—9000
| L
—8000
—7000
—6000
—5000
| —4000
—3000
' 2000
| | —1000
| L
~0
—-1000
~-2000
I e e e I I I I
240 230 220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10

250

f1 (ppm)

Page 31



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is © The Royal Society of Chemistry 2011

2 O N MM AN o~ ™M 8
S NN ®©®©QoANN— O N YT S
— 0 0 NININININN O o O O '
| NN SF L = |
\ N
NH
r
J N=
S
\
Parameter Value
1 Solvent CDCI3
2 Pulse Sequence zg30
3 Acquisition Date 2010-06-02T17:55:08 |
4 Number of Scans 16
5 Spectrometer Frequency 400.13
6 Spectral Width 8223.7 |
7 Lowest Frequency -1688.5
8 Nucleus 1H
9 Acquired Size 16384
10 Spectral Size 32768
|
|
l
| |
JL JL,A L A A Jl__.
o o o < — — —
— T T~ T T T T T T T T 1 r—r -~ 1 - T 1 1 1 1 1 1 "~ 1 1 * T T "~ T T T "~ T = T T 1
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6.0
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161.07

Parameter

Solvent

Pulse Sequence
Acquisition Date
Number of Scans

Spectral Width
Lowest Frequency
Nucleus

O© 0 N O Ul h W IN =

Acquired Size

10 Spectral Size

Spectrometer Frequency

Value

CDCI3

zgdc30
2010-06-02T19:33:56
2048

100.62

26178.0

-1059.5
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32768

65536

—151.33
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28/02/2010 20:18:43

FormulaC H NS | FW 238.3076 |

Acquisition Time (sec) 1.9923 ‘ Comment W151226 N14038-81-P12 mk772466 1H CDCI3 .. Kabeshov, Mikhail X

Date 25 Feb 2010 18:57:04 ‘ Date Stamp 25 Feb 2010 18:57:04

File Name D:\iodoketones\Suppl_data\N14038-81-P12\N14038-81-P12_010000fid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin dpx400n Original Points Count 16384
Owner chemist Points Count 16384 Pulse Sequence zg30 Receiver Gain 322.50
SW(cyclical) (Hz) 8223.68 Solvent CHLOROFORM-d | Spectrum Offset (Hz) ~ 2457.2410 Sweep Width (Hz) 8223.18
Temperature (degree C) 21.160
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28/02/2010 20:21:49

FormulaC H NS | FW 238.3076 |

Acquisition Time (sec) 1.2517 ‘ Comment W151226 N14038-81-P12 mk772466 13C CDCI3 .. Kabeshov, Mikhail X
Date 25 Feb 2010 20:35:12 Date Stamp 25 Feb 2010 20:35:12
File Name D:\iodoketones\Suppl_data\N14038-81-P12\N14038-81-P12_012000fid Frequency (MHz) 100.62
Nucleus 13C Number of Transients 2048 Origin dpx400n Original Points Count 32768
Owner bruker Points Count 32768 Pulse Sequence zgdc30 Receiver Gain 9195.20
SW(cyclical) (Hz) 26178.01 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  12024.9648 Sweep Width (Hz) 26177.21
Temperature (degree C) 21.160
/N
N X
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28/02/2010 18:36:31

Formula G H NS | FW 217.3209 |

Acquisition Time (sec) 1.9923 ‘ Comment W151001 N14038-65-P12 mk772466 1H CDCI3 .. Kabeshov, Mikhail X
Date 12 Feb 2010 22:06:56 ‘ Date Stamp 12 Feb 2010 22:06:56
File Name D:\iodoketones\Suppl_data\N14038-65-P12\N14038-65-P12_010000fid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin dpx400n Original Points Count 16384
Owner chemist Points Count 16384 Pulse Sequence zg30 Receiver Gain 203.20
SW(cyclical) (Hz) 8223.68 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  2457.3210 Sweep Width (Hz) 8223.18
Temperature (degree C) 20.160
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28/02/2010 18:39:37

Formula G H NS | FW 217.3209 |

Acquisition Time (sec) 1.2517 ‘ Comment W151001 N14038-65-P12 mk772466 13C CDCI3 .. Kabeshov, Mikhail X
Date 12 Feb 2010 23:45:04 Date Stamp 12 Feb 2010 23:45:04
File Name D:\iodoketones\Suppl_data\N14038-65-P12\N14038-65-P12_012000fid Frequency (MHz) 100.62
Nucleus 13C Number of Transients 2048 Origin dpx400n Original Points Count 32768
Owner bruker Points Count 32768 Pulse Sequence zgdc30 Receiver Gain 9195.20
SW(cyclical) (Hz) 26178.01 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  12026.5625 Sweep Width (Hz) 26177.21
Temperature (degree C) 20.160
H;C
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28/02/2010 18:54:13

FormulaC H N_ | FW 186.2530 |

Acquisition Time (sec) 1.9923 ‘ Comment W151002 N14038-68-P12 mk772466 1H CDCI3 .. Kabeshov, Mikhail X
Date 13 Feb 2010 01:16:48 \ Date Stamp 13 Feb 2010 01:16:48
File Name D:\iodoketones\Suppl_data\N14038-68-P12\N14038-68-P12_010000fid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin dpx400n Original Points Count 16384
Owner chemist Points Count 16384 Pulse Sequence zg30 Receiver Gain 287.40
SW(cyclical) (Hz) 8223.68 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  2456.9717 Sweep Width (Hz) 8223.18
Temperature (degree C) 20.160
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FormulaC H N_ | FW 186.2530 |

Acquisition Time (sec) 1.0420 ‘ Comment DPX250 13C Acquisition Date 24 Apr 2010 08:19:12
Date Stamp 24 Apr 2010 08:19:12 File Name G:\MK-GSK-250\MK-GSK-250 003000fid
Frequency (MHz) 62.90 Nucleus 13C Number of Transients 30000 Origin dpx250
Original Points Count 16384 Owner root Points Count 16384 Pulse Sequence zgpg30
Receiver Gain 512.00 SW(cyclical) (Hz) 15723.27 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 6888.0454 Sweep Width (Hz) 15722.31 Temperature (degree C) 26.023
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28/02/2010 17:57:26

FormulaC H N_ | FW 221.2572 |

Acquisition Time (sec) 1.9923 ‘ Comment W151170 N14038-61-P13 mk772466 1H MeOD .. Kabeshov, Mikhail X

Date 23 Feb 2010 22:43:12 Date Stamp 23 Feb 2010 22:43:12

File Name D:\iodoketones\Suppl_data\N14038-61-P14\N14038-61-P14_010000fid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin dpx400n Original Points Count 16384
Owner chemist Points Count 16384 Pulse Sequence zg30 Receiver Gain 287.40
SW(cyclical) (Hz) 8223.68 Solvent MeOD Spectrum Offset (Hz)  2463.0754 Sweep Width (Hz) 8223.18
Temperature (degree C) 20.160
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FormulaC H N |FW 2212572 |
Acquisition Time (sec) 1.1796 ‘ Comment DRX500 13C acquisition BBO probe Date 25 Apr 2010 08:36:16
Date Stamp