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General Methods

Materials were obtained from commercial suppliers and used as received. Tetra n-butylammonium acetate was 97% purity grade.
NMR spectra were run on commercial spectrometers operating at 400 MHz for 'H and 100 MHz for '*C. The chemical shifts are given
in parts per million (ppm) relative to residual CDCl; at 6 7.27 ppm for proton spectra and 6 77.00 ppm for carbon spectra, or relative
to residual DMSO at 6 2.50 for proton spectra and 6 39.7 for carbon spectra. IR spectra were recorded on an FT-IR spectrometer as
thin films deposited on a diamond crystal (single bounce-diamond crystal (SB-DC)). Mass spectra were obtained using high and low
resolution GC mass spectrometers. Melting points were recorded with open capillaries and are uncorrected. Silica chromatography
was performed with silica gel grade 60 (230-400 mesh).
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CCl3-TMS

Acguisition Time sec) 30848 Comment 703478« 187 trichloromethylirimethylsilane PROTON CDCI2 foptitopspind.O/data kehenega

Date 10 Auwg 2011 08:45:52 | Date Stamp 10 Aug 2011 08:45:-52

File Hame WoEGISAMBAZNBHD10I1WKEHENEGAT 002201 1-KEHENEGA\PDATA VM Freguency (MHz) 400.13
Nucleus iH Number of Transients 18 Cirigin spect Original Points Coant 32768
Owner nme FPaoinfs Count 65538 FPuise Sequence zg3l Receiver Gain 3234
SWfeyelicall (Hz) 8223.68 Solvent CHIOROFORM-d | Specfrum Offsef (Hz) 2485 1738 Spectrum Type STANDARD
Sweep Width (Hz) a223.568 Temperature {degres Cf 22 175

1008201 1-KEHENEGA 00 S8ie HiS®aleFactar = 1

-
=
1.0 T

Nomalized Intensity

16 15 14 13 12 i1 10 b=l 2] 7 [ 5 4 3 2 ] 4] -1 -2 -3 -4
Chemical Shift {ppm)
Mo, {ppm) (Hz) Height
1 0.37 148.8 1.0000
2 727 2908.9 0.0224
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CCL3-TMS

Acguisition Time {sec} 1.3831 Comment 70347Ex 187 trichloromethyltimethylsilane 13C day COCI3 'optopspind. Vdata kehensgs

Date 10 Aug 2011 D8:56:33 | Date Stamp 10 Aug 2011 08:56:32

Fila Name NWSEGISAMBAZBHO103 OKEHENEGAN 008201 -KEHEMEGAINPDATAVr Freguency (MH=) 100.81
Nucleus 13C Humber of Transients 256 Origin spect Original Points Count 32788
Chwner nmr Points Count 3278 Fulse Seguence Zgpg30 Receiver Gain 184.55
SWicyclicall {Hz) 24038 46 Solvenf CHLOROFORM-d Spectrum Offsef (Hz) 100681.3105 Spectrum Type STAMDARD
Sweep Width (Hz) 2403773 Temperafure {degree C) 23.536

10082011-KEHENEGA D02 S8 MiSsmleFactor = 1

-
o
o

Namalizad Intensity
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Chemical Shift (ppm}
Moo {pprm} (Hz) Haight
-3.87 -388.1 1.0000

1

2 76.68 7144 00823
3 77.00 TT472 00918
. FEri-Ny 00914
95.40 o50a.0 0.0218
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TMSO,, _CCl;
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TMSO,, LCCl;
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TMSO,, _CCl;
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HO,, _CCl;
6a
h
Cbz
Acguisition Time {sec) 3.88449 Comment 703478172 desilylated PROTON CDCI2 fopt'topspind.0ldats kehenega
Date 10 Auwg 2011 10:15:38 | Date Stamp 10 Aug 2011 10:15:28
File Name WSEGISAMBAMBHD1031KEHENEGAV 002201 1-KEHENEGA\NPDATAMV VI r Freguency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin spect Original Points Count 32763
Cwner nmr Points Count 85538 Pulse Sequence zgad Receiver Gain 57.18
SEWcyelicall (Hz) 8223.68 Solvent CHLOROFORMd | Spectrum Offset (Hz] 24554238 Spectrum Type STAMNDARD
Sweep Width (Hz) B223.58 Temperature {degree C} 22 308
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HO., LCCls
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Date 10 Awg 2011 10:28:18 | Date Stamp 10 Aug 2011 10:28:18
File Name WSEGISAMBAZBHIT103 1\ HEHENEGANT 108201 1-KEHENEGAPDATAV T Freguency (MHz) 100.61
MNucleus 13C Number of Transients 258 Cirigin spect Original Points Count 32768
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HO., LCCls

6b N~ ""CO,CHs
BOC
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HO/,' CCI3

6b N™"CO,CH,

BOC
Acguisition Time {sec] 1.3431 Comment T05308x005 solid product 135 night COCES foptfopspind. lVdata kehenega
Diate 08 Aug 2011 13:53:04 | Diate Stamp 08 Aug 2011 13:53:04
File Hame BWSEGISAMBATBHOI1031KEHENEGANDSDE201 I-KEHENEGAMIPDATAVF Frequency (MHz} 100.61
Nucleus 136 Number of Transients 2048 Origin spect Original Points Count  327AB
Cwner nmr Points Count 32768 Pulse Sequence zgpg3l Receiver Gain 184.55
SWieyclicall (Hz) 24038 48 Solvent CHLOROFORM-d | Spectrum Offset (Hz) 10054414 Spectrum Type STANDARD
Sweep Width (Hz} 2403773 Temperature (degree C) 24138
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HO., LCCl,

6c Major Diastereomer
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‘r
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Acguisition Time {sec] 1.3831 Comment TO05308:002 Low Bf product 13C night COCI3 foptiopspind.0idats kehenega
Date 18 Auwg 2011 08:28:32 | Date Stamp 168 Aug 2011 09:26:32
File Hame MSEGISAMBAXNBHI103TMKEHENEGAV 808201 1-KEHENEGA\PDATAV Freguency (MHz] 100.81
Nugleus 13C HNumber of Transients 2048 Origin spect Original Points Count 32768
Owner nmr Paints Count 32768 Fulse Segquence zgpg30d Receiver Gain 184.55
SW(cyclicall (Hz) 24038 .46 Solvent CHLOROFORM-d | Spectrum Offsef (Hz) 100305000 Spectrum Type STANDARD
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6¢ Minor Diastereomer N~
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SEW(cyclicall (Hz) 8223 88 Solvent CHLOROFORM-d | Spectrum Offset (Hz) 2470 86883 Spectrum Type STAMDARD
Sweep Width (Hz) 8223 58 Temperature [degree CI 22 004
1808201 1-KEHENEGA DO ER e HiS e Factor -_531
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HO._..CCl,
6¢c Minor Diastereomer ..
|
Cbz
Acguisition Time {sec] 1.3831 Comment 705308000 low Bf solids 13C night COCI3 foptitopspind.0ldats kehenegs
Date 29 Aug 2011 18:52:18 | Date Stamp 20 Awg 2011 18:52:18
File Hame WSEGINSAMBANBHOI10310KEHENEGAD 808201 1-KEHENEGA\Z\PDATAVr Frequency (MHz] 100.51
Nucleus 13C Number of Transients 2048 Cirigin spect Original Points Count 32788
Chwner nmir Points Count 32768 Pulse Sequence zgpg30 Receiver Gain 184.55
SWicyelicall (Hz) 24038 46 Solvent CHLOROFORM-d | Specfrum Offsef (Hz) 10056 8082 Spectrum Type STAMDARD
Sweep Width (Hz} 24037.73 Temperature {deqgres C) 24 050
28082011-KEHENEGA D2 AR HiSsmlaFactor = 1 3
~
-
I

Namalzed Intensity
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Chemical Shift {(ppm

S24



6d

Acguisition Time {sec]

3.0846

Comment

7053482008 final PROTOMN COCI3 /opttopspin3. Oidata keheneg.i Diate

20 Sep 2011 16:26:40

Date Stamp 20 Sep 2011 18:26:40 File Name NSEGHSAMBAZBHO 1031 DKEHENEGAIZG08201 1-KEHENEGAWPDATA VIV
FEreguency (MHz] 400.13 MNeucleus iH HNumber of Transients 18 Origin spect
Crriginal Points Count 327682 Chwiner nmr Points Count 65538 Pulse Seguence =g30
Receiver Gain 8263 SWicyclical) (Hz) A223.88 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 24654238 Spectrum Type STANDARD Sweep Width (Hz) 822358 | Temperatire (deares C) 25.004
22002011-KEHENEGA WaAftial SesieF actor = 5
- -
I I
040
0.357
0.30]
= =
£ 0253
2
B E
& 020
=3 155 s
= r f
3 { |
010 | | =
3 ' i1
= || |
] |
0.057 | |
3 ¥ M J’j'ill Um J|
E - ) |
E R, I £AA A il MWL
4,12 5.85 5.504.20 879 2.308.95 3078 900146003074
| H = ==
B.5 g0 8.5 8.0 [£] 7.0 0.5 6.0 5.8 5.0 4.5 4.0 35 3.0 2.5 2.0 1.5 10 0.5 o

Chemical Shift {(ppm)

S25



HO., CCl,

6d N /,,///\/
100°C  Boc
Acguisition Time {sec] 4 6838 Comment proton 373K WT for K. Henegar Possible rotamers Date 08 Oct 2011 11:28:-00
Date Stamp 06 Oct 2011 11:28:00 File Name WSEGTIHMMRDATAHENEGARIN-ZELLM-HENEGAR-VT &0CT2011PDATAV M
Freguency (MHz) 40087 Muelews 1H Number of Transienfs 4 Crigin spect
Original Points Count 32768 Jwner nmr Paints Count 85536 Fulse Seguence s o]
Receiver Gain 31.38 SWicyclicall (Hz} GE06.27 Solvent DMSC-d8 Spectrum Offset (Hz} 2880 2207
Spectrum Type STAMNDARD Sweep Width (Hz] G006 18 Temperafure {degree C) 100108
N-ZELLM-HENEGAR-VT/BREASIC ARFRRtGr == g
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6d N ’/,/I/\/

Acguisition Time {sec) 1.3831 | Comment TO5308x008 13C night DMSO jopttopspind.0fdats kehenega Date 20 Sep 2011 19:35:52
Date Stamp 20 Sep 2011 19:26:52 File Name WSEGSAMBATEBHO103 1M EHENE GARE082011-KEHENEGAVGPDATAINIr
Freguency (MHz) 100.81 Nucleus 13C Mumber of Transients 2048 Origin spect
Original Points Count 327688 Owner nmr Paoints Count A2768 Fulse Sequence rgpgal
Receiver Gain 184 55 SWieyclical) (Hz) 2403848 Solvent DMSO-db Specfrum Offset {Hz) 100104880
Spectrum Type STANDARD Sweep Width [Hz) 24037.73 Temperature [degrese C) 24604
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Chemical Shift (ppm)
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OTMS

72 CCl,
Acquisition Time {sec) 5.1118 | Comment 13C nmr Date Oct §-2011 Date Stamp Oct § 2011
File Hame CIDOCUME~TKEHENEGAWOCAL S~ \TEMPYUSAINS28888. TMP'PRODUCTIONWHNITYHILIRARWDOTD 1333-0786-001 2011278163710.FIDAFID
Freguency (MHz) 400.20 Nucleus 1H Number of Transients 80 Original Points Count 32788
Paints Count 32788 Fulse Sequence s2pul Receiver Gain 3000 Solvent CHLOROFORM-d
Spectrum Offset (Hz)  2408.4434 Spectrum Typs STAMDARD Sweep Width (Hz) B410.268 Temperature (degree C) 25.000
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OTMS

72 CCl,
Acguisition Time {sec] 1.2780 | Comment 13C nmr Data Oct 52011 Dafe Stamp Oct 5 2011
File Hame CADOCUME~TKEHENEGAW OCAL S~ TEMPYSAINS 28808 TMPWPRODUCTIONWNITY HIWLIRARMIO7O 1333 0708-001 2011278220220 FIDVFID
Freguency iMH=] 100.64 MNucleus 13C Number of Transients 2178 Criginal Points Count 33280
FPaoints Count BR538 Fulse Sequence s2pul Receiver Gain 40.00 Solvent CHLOROFORM-d
Spectrum Offset {Hz) 10817.6572 Spectrum Type STANDARD Sweep Width (Hz) 2804167 Temperature {degree C) 25.000
D07 01333-0786-001_20112& = -
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OH

82 CCl,
Acguisition Time {sec] 36815 | Comment 00701333-0767-001 | Date Aug 102011 Date Sfamp Aug 10 2011
File Name CADOCUME~1HEHENEGALLQCAL S~ 1\TEMPYGAINSZ8008 TMAPVPRODUCTIONUNITY L IRARDOTO1333-0787-001.201 1222152253 FIDVFID
Freguency (MHz) J80.83 Nucleus 1H Number of Transients 18 Original Points Count 23552
Paints Count 32768 Pulse Seguence s2pul Regeiver Gain 50.00 Solvent CHLOROFORMd
Spectrum Offsef (Hz) 24154602 Spectrum Type STANDARD Sweep Width (Hz} G387 .44 Temperatfure (degree C) 25.000
00701333-0767-001  VerticalScaleFactor = §
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OH

82 CCl,
Acguisition Time {sec] 1.4630 | Commeant 13C NME Diate Oct 52011 Diafe Sftamp Det 52011
File Hame CADOCUME~TKEHENEGA OCALS~ I\ TEMPAGAINS 28002 TMP\PRODUCTHCMWNITYH\LIRARWOTI 13330786002 2011278154012 FIDVFID
Freguency (MHz] 100.84 Nucleus 13C Number of Transients 8§12 Qriginal Points Count 32768
Points Count 32788 Pulse Seguence s2pul Receiver Gain 40.00 Solvent CHLOROFORM-d
Spectrum Offset {Hz) 10061.0127 Spectrum Type STANDARD Sweep Width (Hz) 2232143 Temperature (degree C) 25.000
D701 333-07068-002_201 '\?é?’ﬁéﬂ?ﬂéalefzactor =1 &
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Normalized Intensity
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7b

OTMS

CCl

3

Acguisition Time {sec) 3.8318

Comment

DO701333-0713-003

Date May 18 20

11

Date Stamp May 18 2011

File Name

CADOCUME~1'\KEHENEGAN OCAL S~ TTEMPI\GAINSZEE08. TMRP\WPRODUCTIONWNITYFLIRARVDOTO1333-0713-003. 2011138 105820.FIDVFID

Normalized Intensity
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Fregquency (MHz] 388.83 MNuclaus 1H Number of Transients %8 Original Points Count 23552
Paints Count 32788 Fulse Seguence s2pul Receiver Gain 50.00 Solvent CHLOROFORM-d
Spectrum Offset {Hz) 24152648 Spectrum Type STANDARD Sweep Width (Hz) G307.44 Temperature (degree C) 25.000
§ 7 . -
00701323-0713-00%  VericalScaleFacior =1 4

i

.25
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OTMS

7b CCl,
Acguisition Time {sec] 1.4880 Comment 00701333-0774-001 | Date Aug 1T 2011 Diate Sfamp Aug 17 2011
File Name CADOCUME~THEHENEGAW OCAL S~TTEMPYGAINSZBR 13 TMEWPRODUCTICNIWNITY M IRARVOOTO1333-0774-001 2011225153063 FIDWEID
Freguency (MHz] 100.50 Nucleus 13C Humber of Transients 512 Original Points Couant 32768
Paints Count 32768 FPulse Segquence =2pul Receiver Gain 40.00 Solvent CHLOROFORM-d
Spectrum Offset (Hz}  0092.8037 Spectrum Type STANDARD Sweep Width {Hz) 22321.43 Temperature (degree C) 25.000

DO701323-0774-001_201128fE80%kaleFactor = 1

—0aa
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Chemical Shift {ppm}
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OH

8b CCl,
Acguisition Time {sec] 38815 Comment 0O701333-07828-002 | Date Aug 15 2011 Diate Stamp Aug 15 2011
File Name CADOCUME~T\KEHENEGAW QCAL S~ NTEMPVGAINSZ8817. TMPWPRODUCTIOMUNITYFILIRARNIGT 01333-0788-002. 2011227 1547 50.FIDAFID
Freguency (MHz} 389.83 Nucleus iH Mumber of Transients 18 Original Points Count 23552
Paints Count 32768 Fulse Seguence s2pul Receiver Gain 44.00 Solvent CHLORCFORM-d
Spectrum COifset (Hz) 2415.2848 Spectrum Type STANDARD Sweep Width (Hz) G397 .44 Temperafure (degree C) 25.000
. r~
POT01333-0788-002  VerticalScaleFactor =1
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OH

8b CCl,
Acguisition Time {sec] 1.3583 Comment 00701333-0768-002 “ery long C-13 for dilute sample
Date Aug 182011 Date Sfamp Aug 1682011
File Name CADOCUME~TKEHENEGAM OCAL S~NTEMPYSAINS288 18 TMPWEPRODUCTIONWNITYFWL IRARVDDTO1333-07868-002. 2011228003148 FIDVID
Freguency (MHz) 100.55 Nucleus 13C Number of Transients 2182
Criginal Points Count 32768 Points Count 32788 Pulse Segquence s2pul
Receiver Gain 80.00 Solvent CHLOROFORM-d Spectrum Offset (Hz) 100330625
Spectrum Type STANDARD Sweep Width (Hz) 24125 45 Temperature [degres C) 25 000
- 4 =+
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OTMS

Acguisition Time {sec] 3.6315 | Comment 0O701333-0741-001 | Date Jun 28 2011 Date Stamp Jun 28 2011
File Name CADDCUME~TKEHENEGAW QOCALS~TEMPYGAINS 28820 TMPYWPRODUCTIONWUNITYF\LIRARNDOTO1333-0741-001. 201118015 1459. FIDVFID
Freguency (MHz] 39083 Nucleus 1H Humber of Transients 16 COriginal Points Coundt 23852
Points Count 32768 Pulse Sequence s2pul Receiver Gain 45.00 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 24154602 Spectrum Type STAMDARD Sweep Width (Hz) B307.44 Temperature (degree C) 25.000
J -
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Chemical Shift {ppm)
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OTMS

Acguisition Time (sec) 1.3582 Comment 007012333-0741-001. | Longer ©-13 for more dilute sample
Date Jun 28 2011 Date Stamp Jun 28 2011
File Hame CADOCUME~1\KEHENEGAW OCAL S~T"TEMPIGAINS28022 TMPWPRODUCTIONWNITYFILIRARNOTO1333-0741-001.2011 180204858 FIDVFID
Freguency {MHz) 100.55 Nucleus 13C Number of Transients 2048
Original Points Count 32768 Points Count 27688 Pulse Sequence s2pul
Receiver Gain 80.00 Solvent CHLOROFORM-d Spectrum Offsef (Hz] 10035.2715
Spectrum Type STAMDARD Sweep Width (Hz) 24125 458 Temperature (degree C) 25 000
00701333-0741-001 VerticalScaleFactor =1

—0.70

Nomalzad Intensity
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Chamical Shift (oomi
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OH

8c WCCb

Acguisition Time fsec] 28815

| Comment

00701333-0765-001

Diate

Aug 122011

Diate Stamp Aug 12 2011

Fila Hame

CADOCUME~1'"KEHENEGAW OCAL S~1\TEMPAGAINS28823. TMRWPRODUCTIONWUNMITYFILIRARMIOTO 1333-0780-00

1.2011224130552 FIDVFID

Freguency (MHz) 39983 Hucleus 1H Number of Transients 18 Original Points Count 235523
Paints Count 32768 Pulse Sequence s2pul Regeiver Gain 42.00 Salvent CHLOROFORM-d
Spectrum Offset (Hz) 24152640 Spectrum Type STANDARD Sweep Width (Hz) G397.44 Temperaiure (degree C) 25000
00701333-0760-001 VerticalScaleFactor =1 &
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OH

8c WCCb

Acguisition Time {sec)] 1.3582 Comment DOT01332-0780-002 Longer C-13 for more dilute sample
Date Aug 12 2011 Date Sfamp Aug 12 2011
File Hame CODOCUME~1'"KEHENEGAWOCALS~1"TEMPIGAINSZ28825 TMP\PRODUCTICMWWNITYFILIRARNDOTO 1333-0768-002.201 1224204004 FIDWFID
Freguency (MHz) 10055 Nucleus 13C Number of Transients 2048
COriginal Points Count 32788 Paoints Count 327868 Pulse Sequence s2pul
Receiver Gain 8000 Solvent CHLOROFORM-d Spectrum Offset {Hz) 10033.7288
Spectrum Type STANDARD Sweep Width (Hz) 2412545 Temperature {degree C)} 25.000

pOTO1333-0768-002  VerticalScaleFactor = 1 =3

e
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OTMS
7d Bno_L

CCls
Acguisition Time {sec] 51220 Comment After Concentration with CDCI3 D0701333-0717-001 Date Jun 12011
Date Stamp Jun 12011
File Hame CADOCUME~T'KEHENEGAML OCAL S~ TEMPIGAINS2882T TMP\WPRODUCTIOMWNITYFILIRAR\DOTO1333-0717-001.2011 1521 10431.FIDWFID
Freguency (MHz) Jg9.83 Mucleus 1H Number of Transients 84 Original Points Count 32788
Paints Count 32788 Pulse Sequence s2pul Receiver Gain 48.00 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 24154602 Spectrum Tiype STANDARD Sweep Width (Hz) 5307 44 Temperature (degree Cl 25 000
e ¥ B o
DO701333-0747-001  NerticalScaleFactor = 1 %
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Chemical Shift {ppm)
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OTMS

7d Bno_L

CCl3 -
Acguisition Time {sec] 1.3582 Comment 00701333-0717-001 | Quick C-13 for concentrated sample
Date Jun 12011 Date Stamp Jun 12011
File Name CADOCUME~TWEHENEGAWLOCALS~NTEMPYGAINS28028 TMPWPRODUCTIONWNITYFLIRAROOTO1333-0717-001.201 115210 1 537 _FIDAFID
Freguency (MHz)} 100.55 Nugleus 13Cc Number of Transients 256
Original Points Count 32788 Points Count 33768 Fulse Sequence s2pul
Receiver Gain 80.00 Solvent CHL OROFORM-d Spectrum Offset (Hz) 10027 2062
Spectrum Type STANDARD Sweep Width (Hz) 2412545 Temperature {degree C) 25 000

D0701333-0717-001

Narmmalized Intensity

VerticalScaleFactor =1
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Chemical Shift (ppm)
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OH
8d BnO\)\CCI3

Acguisition Time (sec) 36815 | Comment

00701333-0728-001 | Dafe Jun 2 2011

Date Stamp Jun 2 M011

File Hame CADOCUME~1"HEHENEGAWOCALS~T\TEMPYGAINSZE828 TMA\PRODUCTIONWHNITYFIWLIRARNOOTO1333-0728-001.2011153164420. FIDWFID
Freguency (MHz) 340 83 Nucleus iH Number of Transients 18 Original Points Count 23553
Paints Count 3278a Pulse Seqguence s2pul Receiver Gain 42.00 Solvent CHLOROFORM-d
Spectrum Offset {Hz) 24152648 Spectrum Type STANDARD Sweep Width (Hz) G307 44 Temperature (degree C) 25.000
i -~
00701233-07.28-001 VerticalScaleFactor= 1
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Chemical Shift (ppm}
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OH
8d BnO\)\CCI3

Acguisifion Time (sec] 1.3582 Comment 00701333-0728-001 | Longer C-13 for more dilute sample

Date Jun 2 2011 Diate Stamp Jun 2 2011

File Nams CADOCUME~TNKEHENEGAWL OCALS~NTEMPIGAINSIBE3 1. TMPWPRODUCTIONWUNITYFILIRARGOT01333-0735-001.2011153205008.FIDAFID
Freguency (MHz) 100.55 Nucleus 13C Number of Transients 2048

Chriginal Points Count 32788 Paoints Count 32788 Fulse Sequence s2pul

Receiver Gain 80.00 Solvent CHLOROFORM-d Spectrum Offset (Hz) 100301172

Speactrum Type STANDARD Sweep Width (H=) 2413545 Temperature (degree C) 25.000
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Cl;C._OTMS

7Te

Acguisition Time {sec| 30848 Comment 705309xD004 sitylated PROTOMN CDCIZ fopt'topspind.0idats kehenega
Date 03 Aug 2011 D8:18:08 Date Stamp 03 Aug 2011 08:18:08
File Name WSEGISAMBAMBHO10310KEHENEGA\D308201 1-KEHENEGAT\PDATAVr Freguency (MHz| 400.13
Nucleus 1H Number of Transients 16 Cirigin spect Criginal Points Count 32788
Owner nmr Points Count 85538 Pulse Seguence zg 30 Receiver Gain 82.683
SWeyelicall (Hz] 8223 63 Solvent CHLOROFORM-d | Spectrum Offset (Hz) 2465.1733 Spectrum Type STANDARD
Sweep Width (Hz) 8223.56 Temperature {degree C) 25.003
03022011-KEHENEGA OO SR-Hi8smleFactor = 1 el
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Chemical Shift {ppm)
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Cl;C._OTMS

7Te

Acguisition Time {sec] 1.3631 Comment 705308004 silylated 13C day COCI3 joptiopspin3.(/dats kehenega

Date 10 Awg 2011 12:34:08 | Dafe Stamp 10 Awg 2011 12:34:08

File Name NSEGISAMBATBHOITDI1OMMEHENEGAY1 B08201 1-KEHENEGAB\PDATA M Freguency (MHz) 100.81
Nucleus 1ac Number of Transients 258 COrigin spect Original Points Count 32788
Owner nmr Points Count 32788 Fulse Sequence zgpg3l Receiver Gain 184.55
SW(cyelicall (Hz] 24038.45 Solvent CHLOROFORM-d | Specfrum Offsef {Hzl 100576408 Spectrum Type STANDARD
Sweep Width {Hz) 2403773 Temperature {degree ) 23 874

10082011-KEHENEGA D08 S8 MisalaFactor = 1
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Nomalized Intansity
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Chemical Shift (ppm}
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Cl;C.__OH

8e

Acguisition Time {sec] 3.0245 | Comment 7053080004 desihyfated PROTON COCI3 lopttopspind 0/data kehenega
Diate 04 Awg 2011 12:00:00 | Date Stamp 04 Aug 3011 12:00:00
File Name WSEGHSAMBABHI103TTKEHEMEGA\DM02201 1- KEHENEGAZ\PDATAVME Fregueney (MHz) 400.13
Nucleus 1H Number of Transients 18 Chrigin spect Original Points Count 32768
Jwner TEME Paoints Count BE638 Fulse Seguence zg30 Receiver Gain 32.34
SWicyclical) (Hz) B223 68 Saolvent CHLOROFORM-d | Spectrum Offsef (Hz) 2485 2583 Spectrum Type STANDARD
Sweep Width (Hz) 8223.568 Temperature (degree C] 22.491
[4082011-KEHENEGA 002 ditie HiStealeF actor = 1 e o i
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Chemical Shift (ppm)
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Cl;C.__OH

8e

Acguisition Time {sec) 13831 Comment TO5308x0004 desilylated 13C day COCI3 fopttopspind Oidata kehenegs

Date 04 Auwg 2011 12:10:40 | Date Stamp 04 Aug 2011 12:10:40

File Hame WSEGHSAMBANBHI1031WKEHENEGAD40E20 1 1-KEHENEGAZPDATAVVIF Eregquency (MHz] 100.81
Mucleus 13C Number of Transients 258 Ovrigin spect Original Points Count 32788
Owner e Points Count 327688 Fulse Segquence zgpg30 Receiver Gain 1B4.55
SWieyelicall (Hzl 24038.46 Solvent CHIOROFORM-d | Spectrum Offsef (Hz) 10051.0400 Spectrum Type STANDARD
Sweep Width (Hz) 24037.73 Temperature (degree C} 23 802

0405201 1-KEHENEGA B3 SR -HiesleFactor = 1

Naomalizad Intensity
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Chemical Shift (ppm)
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7f

CCls
OTMS

Chemical Shift (ppm)

S48

Acguisition Time (sec] 2.5618 Comment chromatographed | Date May 82011 Date Stamp May 82011
File Name WSEGISAMBASEGHNHENEGARZD 110508/ T03478X173-1 2011050880 PF-1111 703478 20110508 S2PUL D01 FIDAFID
Frequency (MHz) 380.74 Nucleus 1H Number of Transients 8 Original Poinfs Count 16384
Points Count 16384 Pulse Sequence s2pul Receiver Gain 40.00 Saolvent CHLOROFORM-d
Spectrum Offset (Hz) 24054363 Spectrum Type STAMDARD Sweep Width (Hz) A395.01 Temperafure {degree C} 23.000
C_PF-1111_702476_20" \ AP 8BS SAR S ctor = 1 g
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CCls

7f

OTMS

Acguisition Time (secl

1.3042

Comment

chrematographed

Date

May 8 2011

Date Stamp

May 8 2011

File Hame

NSEGISAMBA\SEGHHENEGARIIN 1 1050MT0I4TEX173-4 2011060000 PF-4444

703478 20110508 S2PUL 001.FIDAFID

Freguency (MHz]

100.53

Neucleus

fac

Humber of Transienfs

40ed

Original Points Count

32788

Paints Count

32768

Fulse Seguence

s2pul

Receiver Gain

B80.00

Solvent

CHLOROFORM-d

Spectrum Offset (Hz)

11051.8838

Spectrum Type

STANDARD

Sweep Width (Hz)

25125.63

Temperature (degree C) 23.000

0_PF-4444_703478_201\BERHc SRS A ctor = 1
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CcC
8f s

Acqguisition Time jsec) 3.0838 Comment 703478x173 desiylated FROTON DMSO foptitopspind.Oidata kehenepa
Date 10 Aug 2011 11:15:12 Late Stamp 10 Aug 2011 11:15:12
File Name NWSEGISAMBANBHD10I 1 HEHENEGAVI 008201 1-KEHENEGASIPDATAVIr Freguency (MHz) 400.13
Nucleus 1H Number of Transients 18 Qrigin spect Original Points Cownt 32768
Chwner nmr Paints Count 85536 Pulse Segquence zg3l Reageiver Gain 13615
EWcyelicall (Hz] 8223.68 Solvent DMEC-dE Spectrum Offset (Hz) 2487 8880 Spectrum Type STANDARD
Sweep Width (Hz) 8223 56 Temperature (degree C} 27 384
10022011-KEHENEGA DO S HiSwmaleFactor = 1 o
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Chemical Shift {ppm)
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8f

CCls
OH

SRR i e 1T N

Acguisition Time {sec]

1.3631

Comment

FO5300x173 13C day DMSC foptitopspind.0idats kehenega

Date 20 Jul 2011 15:07:44

Date Stamp 20 Jul 2011 15:07:44 File Name WSEGHSAMBAZBHD1031KEHENEGA\2007 201 1-KEHENEGAWR\PDATA V1T
Freguency (MHz] 100.81 HNugleus 13C Number of Transients 258 Origin spact

Original Points Count 32788 Chwner nimr Points Count 32768 Fulse Seguence Zzgpg30

Receiver Gain 184.55 EWieyclical) (Hz) 24038 .48 Solvent COMS0-di Spectrum Offset (Hz) 10011.8084

Spectrum Type STANDARD Sweep Width (Hz} 24037.73 Temperature (degres C] 25.008

2807201 1-KEHENEGA D03 SR HiesthlaFactor = 1

Normalized Intansgity
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Acguisition Time (sec)

5.1118

Comment

00701333-0761-004

Diate

Aug 18 2011

Date Stamp Aug 16 2011

File Hame

CADOCUME ~1IKEHENEGAWL OCALS~T\TEMPIGAINS28832 TMPIPRODUCTIOMWUNITY ALIRARNDDT01333-0761-004 20112311 12246.FIDVFID

Fregquency (WHz) JH8.85 Nucleus iH Number of Transients 18 Original Points Couni 32758
Paints Count 32788 Pulse Sequence s2pul Receiver Gain 30.00 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 24088597 Spectrum Type STAMDARD Sweep Width (Hz) 2410.26 Temperature (degree C) 25.000
00701333-0761-004_20)8fi¢ H8taleF actor = 1 2
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Acguisition Time (sec]

1.4a820

Comment

00701233076 1-004

Date Aug 122011 Date Sfamp Aug 192011
File Name CADOCUME~TWEHENEGAL OCAL S~NTEMPYGAINEIG835 TMPIPRODUCTIOMNUNITY NLIRARD0TO1333-0751-004 2011231114153.FIDVFID
Freguency (MHz] 10050 Nucleus 13C Number of Transients 512 Original Points Cownt 337688
Points Count 32768 Fulse Sequence s2pul Receiver Gain 40,00 Solvent CHLOROFORM-d
Spectrum Offset {Hz) 10048.9912 Spectrum Type STANDARD Sweep Width {Hz} 2232143 Temperature (degree C) 25.000
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_20NZEaHid4| BkaleFactor = 1 T
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Chemical Shift (ppm}
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\
\
8 "

Acguisition Time {sec]

2.5610 Comment

0070 1333-0765-002

LDiate

Aug 42011

Date Stamp Aug 4 2011

File Name

CADOCUME ~THEHENEGAW OCAL S~NTEMPAGAINS 28838 TMPYPRODUCTIONWNITYFILIRARNDDT 0 1333-0785-04

2.2011218182848.FIDAFID

Freguency (MHz] 200.83 HNucleus 1H Number of Transients 288 Original Points Count 18384
Foints Count 16384 Fulse Sequence s2pul Receiver Gain 44.00 Solvent CHLOROFORM-d
Spectrum Offset (Hz) 24153474 Epectrum Type STANDARD Sweep Width (Hz) 630744 Temperature (degree C) 25.000
= o -
00701333-0785-002 VerticalScaleFactor =+1
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Chemical Shift {ppm}
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8¢9

CI3CiQH @

Acguisition Time (sec] 1.3582 Comment DO701333-0785-002 | Longer C-13 for more dilute samplie
Date Aug 42011 Datfe Stamp Aupg 42011
File Hame CADOCUME~TKEHENEGAL OCAL S~ I"TEMPIGAINS28038 TMPWPRODUCTIONVUNITYFIL IRAR\DOTO #333-0765-002. 20112 16204044 FIDAFID
Freguency {MHz) 100.55 Mucleus 13C HNumber of Transients 2048
Criginal Points Count 32788 Points Count 32788 Pulse Seguence s2pul
Receiver Gain 80.00 Solvent CHLORCOFORM-d Spectrum Offsef (Hz}) 10032 3282
Spectrum Type STAMDARD Sweep Width (Hz) 2412545 Temperature (degree Cf 25.000
0O701332-0765-002  VerficalScaleFactor = 1 ,_g_ s
P
Bl R

Namalizad Intensity
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Chemical Shift (ppm}

S55



OTMS

h CCly
CH,0

Acguisition Time {sec] 30848 Comment 4-methoxy, silyl ether PROTON CDCI3 fopttopspind.0fdats kehenega
Drate 15 Sep 2011 18:26:40 | Date Stamp 15 Sep 2011 168:26:40
File Hame NSEGHSAMBANBHI103 10 EHENEGAV 508201 1-KEHEMNEGAV\PDATAr Frequency (MHz] 400.13
Nugcleus 1H Number of Transients 16 Origin spect Original Points Count 32768
Chwner nmr Points Count 65538 FPulse Sequence zg3d Receiver Gain 105.47
SWiecyclicall (Hz) 822368 Soivent CHLOROFORM-d | Spectrum Offset [Hz) 24852988 Spectrum Type STANDARD
Sweep Width (Hz) 223.58 Temperature (degree ) 25.000
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Chemical Shift (ppm)
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OTMS

o CCl,
CH50
Acguisition Time {sec] 1.3631 Comment 4-methoxy. silyl ether 13C night CDCE loptfopspind O/dats kehensga
Date 15 Sep 2011 18:28:00 Date Stamp 15 Sep 2011 18:28:00
File Name WSEGIWSAMBAZYBHD1031KEHENEGA1 508201 1-KEHENEGA\ZIPDATAMIr Freguency (MHz) 100.61
Nucleus 13C Number of Transients 2048 Cirigin spect Original Points Count 32788
Chwnier nmr Paints Count 32768 Fulse Seguence zgpg3d Receiver Gain 1B4.55
SWieyclicall (Hzl 24038 46 Solvent CHLOROFORM-d | Specirum Offset (Hz) 1005785582 Spectrum Type STANDARD
Sweep Width (Hz) 2403773 Temperature {degree C} 25.002
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OH

ah CCl,
CH;0
Acguisition Time {sec| 3.0828 Comment 012 chromed solids PROTOMN CDCI3 fopttopspind Oidats kehenegs
Diate 22 S=p 2011 14:18:40 | Date Stamp 22 Sep 2011 14:18:40
File Name WSEGISAMBANBHO103 1 KEHENEGADIINGZ0 1 1-KEHENEGAMPDATAVMr Frequency (MHz] 400.13
Nucleus 1H Number of Transients 18 Cirigin spect Criginal Points Count 32788
Chwner nmr Paoints Count 65538 Fulse Seguence zgan Receiver Gain 1650.37
SWicyclicall (Hz) B223.88 Solvent CHLOROFORM-d Spectrum Offsef (Hz) 24852883
Spectrum Tyoe STAMDARD Sweep Width (Hz) 8373 58 | Temperature (deqgree C) 25 004
22092011-KEHENEGA 002 &l HiStealeF actor =41
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Chemical Shift (ppm}
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OH

sh CCl;
CH;0

Acguisition Time {(sec] 1.3831 Comment TO5309x11 desilylated 13C night COCIZ foptitopspind.0/data kehenega
Date 23 Sep 2011 18:28:00 Date Stamp 23 Sep 2011 18:28:00
File Name WSEGISAMBAZBHO1031MKEHENEGA\Z 308201 1-KEHENEGA\SWPDATAV e Freguency (MHz) 100.81
Nucleus 13C Number of Transients 2048 Origin spiect Original Points Count 33788
Owner nmr Points Count 327088 Pulse Seguence zgpg30 Receiver Gain 184.55
SWicyclicall (Hz) 24038 48 Solvent CHLORCFORM-d | Spectrum COffsef (Hz) 10058.1748 Spectrum Type STAMDARD
Sweep Width (Hz) 24037.73 Temperature (degree C) 24 008
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