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S163

inesh, DS-bI-p61
125.692 MHz C13[H1] APT_ad in cdcl3 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C
C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jul 5 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s
spectrometer:i300

ﬁmﬂmuxszﬁ\nmoo\:OSwHA\nd*<m:s1\=5ﬂnwwm\c>4>|mmoxlzznwmz<mnm\um:mm:\nopm.au\mc

-> actual temp = 27.0 C

# scans: 2000 a‘u.ﬂm%.

colddual probe

: 0.3 Hz/pt hz/mm:140.8

Pulse Sequence: APT_ad

2.07.5.u5_DS-b9~p61_02.35_C13_APT_ad
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DS-b9-p61
498.122 MHz H1 1D in cdc13 (ref. to CDGI3 @ 7.26 ppm), temp 27.2 C -> actual temp

(1M

= 27.0 C, autoxdb probe

Pulse Sequence: s2pul

UURALS! LR (AT 2 0% v un
T T T _ T T T T 7 T T T T ﬁ T T T T T T ‘ T T T T _ T T T _ T T T T _ _ T T T h T T T T ﬁ T j\
10 9 8 7 6 5 a 3 2 1 -0 ppm
[T ey P T L
1.96 1.2087 2.00 0.94 0.95 1.89 1.34 11.30
1.88 1.1502 0.94 1.87 0.91 .06 1.00 0.92
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Dinesh, ds-bd4-p163-fr44

100.690 MHz C13[H1] apt in cdc13 mﬂmﬁ‘ to CDC13 @ 77.06 ppm), temp 27.9 C -> actual temp = 27.0 C, m400gz probe

C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jul 5 2010 sweep width: 27174Hz acq.time: 2.0s relax.time: [0.1s # scans: 5900 dig.res.: 0.4 Hz/pt hz/mm:113.2
mmcﬂ@sn:x amow-wlaz_».\53\%8}9_52\2d.<m=.___<=.=:.m$\a>§|mxo _NMRSERVICE /Dinesh,/2010.07,/2010.07.5.m4_ds-b4-p169-fra4_22.30_C13_apt
Sample 1D: CLIVE_location-36

File: mnt/d600/homel4/clivenmr/nmrdata/DATA_FROM_NMRSERVICE/Dinesh/2010.07/2010.07.5.m4_ds-b4-p169-frd4_22.30_C13_apt

- NDNMTWLND QW T LW @ DN - NWDOWDBNMN NS DN OO
Pulse Sequence: apt w ONTNNDTNOMNT N O © ~oT NOTINTONONODO DO~ N
~ AL OPO NG D DD o w oo LWINORNONLOLWOON®IDMN
~ VT TNNDDDDON N 0 ~N o WORDPONTEONWO®IDNNAN
r= MMMMMNNGPNNNNN L3 N~ WTNMNMMNONMONNNNNNA
- A A A A A H A _/ ﬁL )
J

N

Nfee
T T T T \_71.764
/

LI (L . A I O L L L L WL

240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Dinesh, ds-b4-p16%-fra4

400.393 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.0 C -> actual temp = 27.0 C, m400gz probe

Sample: ds-b4-pl69-fraq

Sample ID: CLIVE_location-36

File: mnt/d600/homeld4/clivenmr/nmrdata/DATA_FROM_NMRSERVICE/Dinesh/2010.07/2010.07.5.m4_ds-b4-p169-frd44_22.28_H1_1D

Pulse Sequence: s2pul

10a

Y6\ \ \ AL v 9 YN
— A Y :
10 9 8 7 6 5 a4 3 2 1 ppm
Wi — — — b e e
1.620.84 0.81 1.80 0.92 1.62 5.60 13.09
4.8133 1.25 0.83 1.752.44 2.76
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ds-b4-p169-fr32 |
~400.539 MHz C13{H1] apt in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.0 C -> actual temp = 27.0 C, autoxdb probe

C & CH2 same, CH & CH3 opposite side of solvent signal |

date: Ju]l 6 2010 sweep width: 26981Hz acg.time: 2.0s _relax.time: (0.1s # scans: 17992 dig.res.: 0.4 Hz/pt hz/mm:112.5
me@:aax%o.mwosoz\ntééimgue%x@;@:v% P38nA7 /ARFA4185DPAZBAGp10-62-68320La61843p169-Fr-32-C13apt_C13_apt

Pulse Sequence: apt

o 0T oDt AT O =3 -inwoom P MNMOTOONE=-DONNWDLNLM
- CHOTOoRD O ~ 0= oo~ NDOCHONRNODTOD®© DD
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» wn 0T ND DD NI ~ ~N~w©o o CONDNTHHSODID NN D
~ MMM NNNNN o L N A LT OMMMNONNNNNN-
- pl gk P g A i i b1 L ﬁ _/ﬁ _/
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. 2 e e L L B L L L L L L L B A L L e B L L B A BB T
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' ds-b4-p169-fr32-8mem

438.122 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

File: s:n\nmco\sosmaa\ndm<m351\:51nﬁﬁm\c¢:nm:\mono.ew.om.mmlnm|wacu»mwnmﬂle|=»IIplnc

Pulse Sequence: s2pul

U

10a'

LY { \ tL V Vlaamwtae {2
o s S A et e e e S A R — T : —
10 9 8 7 6 5 3 2 1 -0 ppm
e e — - W L iy i e
1.88 1.02 1.98 1.04 1.121.83.933.17
12.61 0.95 0.61 1.01 0.942.301.30 12.00
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' ds-b4-p175-sulfone
125.266 MHz C13[H1] apt in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe
C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jul 7 2010 sweep width: 33827Hz acg.time: 2.0s _. mx 0.1s ‘mnm:mu H dig.res.: 0.5 Hz/pt hz/mm:140.9
§pdetrBRELEF 094hAme14/CF] YeORRARRASDBANEHBEE NES P4OnAE Ak r AaLE _:m b 16onercib 443 nmzm-m::o:o n»m _C13_apt
Pulse Sequence: apt
©w - »m O WM N o owmwoTom 0 HTNODTEATANOOOONN
[} el H D NM w O WM WD =3 OO RNOAOTAHNDDIWODN
= SRee R % NS % R e e b i e e
< MO T O L Mo~ © w NOTTEANLLTONOWL
~ TOMMO NN @ L w TTONMNONNNNNNN
- g g g g - i ; l _F
{_ 1]
| |
|
| |
| |
|
|
L T i o o e o . e e e s e e s i
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

-
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ds-b4-pl75-sulfone .

488.122 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

File: mnt/d600/homeld/clivenmr/nmrdata/Dinesh/2010.07.07.i5_ds-b4-p175-Sulfone-H1_H1_1D

Pulse Sequence: s2pul

1

W oM \ \ h \ Vo 6 oV
——— T T T T T , e S T T
10 9 8 7 6 5 2 1 -0 ppm
i - L R Ly R - Rt
3.81 3.92 0.97 0.99 .86 6.62 1.39
1.95 6.87 0.96 .97 .98 3.14 12.00
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ds-b4-p177-mcpba-lesspolar
499.815 MHz H1 1D in cdcl13 (ref. to CDC13 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C

,» autoxdb probe
File: szn\nmoa\rosmpa\nd¢<m351\:sw=mnm\c.:mm:\nana.aw.cw.:wlnmlvalnnvu

—mcpba-lesspolar-H1_H1_1D
Pulse Sequence: s2pul

[
|

woboy VoW

L T B e A — 7
10 9 8 7 6 S 4 3 2 1 -0
S - A R = R S
3.66 3.84 0.93 0.98 0.76 6.55 1.49
1.87 0.91 0.94 0.94 3.96 3.15 12.03
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ds-b4-p179-acetylation

~225.692 MHz C13[H1] APT ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jul 8 2010 sweep width: 33784Hz acg.time: 2.5s relax.time: # scans: 1348 dig.res.: 0.3 Hz/pt hz/mm:140.8
mumaﬁﬂaaw&mmcaumoampa\n‘*4@ssa;esanaow=uimnuvano«m:tm\»&-xmnmmucamuﬁuma»amo«dam.mm m@wwa»wasmupmmﬁ<_mﬁ*o: c13_C13_APT_ad

Pulse Segquence: APT_ad

© CMNMOWYWONT®®W®MN® w WMo W®ON W WVOSPOVNNNOOO®
o~ o COWMITTTONOT M ) WM =m®w O WROMNONNMNMNMDOOND
© © 0 000 WS WL o W NON~N OT - NTOT TN
@ © MNNNNNT OO, «© MO~ OO 0 NOTANEANDLNTNNOOW
w0 TOMMMMOMmaNNNN o L N N - TTOOONNNNNNNN
a4 AMHAM111111 , N
R L L L L e B 0 L LI L L L L L T
240 220 200 180 160 140 120 100 810 60 40 20 0 ppm
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ds-b4-pl79-acetylation

499.815 MHz H1 1D in cdc13 (ref. to CDCI3 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe
File: S:a\nmaa\:osmp»\nd*<m:51\=51nwnW\u_:mms\mcpe.=u.ou.:mlnmlwalvpwm|>nmﬁ<dms*czlxnlxhlpc

Pulse Seguence: s2pul

Z w . I . EL

u 4 . ! ! ] F B1r15 o
_ — -ttt Bl
10 8 7 6 5 4 3 2 1 -0 ppm
Ly - - o — o e
3.89 3.97 0.96 0.87 7.16 3.141.14 12.05
1.91 0.94 0.97 0.96 1.02.023.32

10c
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ds-b4-pi8l-acetylation-lesspolar

125.692 MHz C13{H1] APT_ad in cdcl13 (ref. to CDC13 @ 77.06 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jul 9 2010 sweep width: 33784Hz acg.time: 2.5s relax.time: 0.1s # scans: 1236 dig.res.: 0.3 Hz/pt hz/mm:140.8
EddetrdReter:us00 file:exp

Pulse Sequence: APT_ad

0 M - H ST ONOD el — M N0 Mm — N OO WOWULNMDNOSLL NN °]
» o N AMOo N0 < howu~ow ® MORNNNDONM®DONDM <<
5 hEaaen R Rt mEsesessssuaan o
o TN GO, @ MONNNWO O NOSN-NNDT NN OWm
w o STMHMMHOHOMNNN o WNNNKNN O ST MMM NNNNNNNN
85 325353388 L | L
| L BN > o
|
,
ﬁ
|
| I i i
4 7 _ | # 7 _ : Q
L B I L L RNAA Bnnns A a s s AR AN RN
240 220 200 180 160 140 120 100 80 60 a0 20 0 ppm
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ds-b4a-pl8l-Acetylation-lesspolar-H1
499.815 MHz H1 1D in cdcl13 (ref. to CDCI3 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

File: a:n\nmoa\:osm~>\nd‘<m:5w\:5anHm\c_:mmz\Nona.aw.=w.culnmlanln»@~lﬁnmn<~mn*osn_mmmuodmslxnlzpluu
Pulse Sequence: s2pul

. |
[ I/
5/ 5 s s Vs \\ \
A
- A AW ,
-y \ ) ' | 1 Y o4r1 5 0%
- - — —_—— LA (0 S A—— —
10 9 8 7 6 5 a 2 1 -0 ppm
o o [ - - i e
3.633.73 0.88 0.90 6.84 2.323.37
1.86 0.88 0.89 0.86 4.221.16 12.00

10c'
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D5-61-pP-05

125.267 MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe Pulse Sequence: APT_ad
C & CH2 same, CH & CH3 opposite side of solvent signal

date: Jun 8 2011 sweep width: 33827Hz acq.time: 2.5s relax.time: 0.1s # scans: 3744 dig.res.: 0.3 Hz/pt hz/mm:140.9

spectrometer: ibdw file:/mnt/d600/homeld/clivenmr/nmrdata/Dinesh/after502/2011.06.08.i5_DS-b7-p05_C13_APT_ad
o MO TNODONDODNN o T > w
- CMNHIN MO ®in o N w© ©
5 S @ ineiee o o sien <
o~ T T OONNDDORON ~N W <«
L TN MOMNNNNN N~ w
- P/l e ol R i g O=
i
|
B T LI I o B B B L B B L B B A IR B I L L I I I R R
240 2290 200 180 160 140 120 100 80 60 40 20 0 ppm

1

PhS
PhS
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DS-b7-p05

498.122 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp

I/ f

.

27.0 C, autoxdb probe

Pulse Seguence:

s2pul

PhS

PhS

AT

T
8 7
Wy

1.18.78.54
1.101.2043 1.00

T

1
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Pulse Sequence: s2pul
ds-b2-p113
399.794 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 26.5 C -> actual temp 27.0 C, autoxdb probe
T x
(e}
>
o “0
[a s
) \ 2 \ 2 4 2 13
R s B B S S S B S B S i T e e R e e pe m e i e e Dy R B B B LS B G (A OB AL i e T T SRR R B B R |
10 9 8 7 6 5 4 3 2 1 -0
e e ] ! B T
0.86 0.91 0.85 1.95 2.10
12.74 1.88 0.97 2.12 13.00
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“ds-b2-p121
498.122 MHz H1 1D in cdcl3 (ref. to CDCl3 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

Pulse Sequence: s2pul

|

!
ﬁv______.____________

Z 11 42
T

! 1 U
L J

: : ,
~
____, 1 T ‘_.‘ _
7

e Yy iy b

0.88 0.90 0.95 0.95
12.81 0.88 0.95

o e
2.08.17 12.01
4.78 0.811.40

11b
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"As-b2-129
498.122 MHz H1 1D in cdcl3 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

Pulse Sequence: s2pul

OAc

RO Z

11c
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g TV v A 7 T T
T T T — T T T T _ T T H T T T T v T T J T — T T T T _ T T * T T T _ T T T T _ T T T T _ T T T T ~ T
10 9 8 7 6 5 4 3 2 1 -0
Loy by w oy o T ST BITS—
4.725.93  0.90 0.95 0.96 2.39 1.40
2.12.00  0.95  0.94 478 1.23 12.00
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m@pL anr Bs-121

125.266 MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.2 C -> actual temp
C & CH2 same, CH & CH3 opposite side of solvent signal
date; Dec 13 2012 sweep width: 33827Hz

spectrometer:ibd5 file:exp

File: APT_ad

192.044

relax.time: 0.1s

139.844
135.815

//:

133.654

133.586

132.801

131.344

-131.161
\\\—128.925

127.840

\_127.128

\

# scans:

77.529
-.77.329

--77.074
\.76.820

27.0 C, autoxdb probe

dig.res.:

hz/mm:140.9

36.301

Pulse Sequence: APT_ad

T L L A O

240 220 200

T

140

LI B B

120

T T

L L e

80

I B B o R

PhS

12
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Bs = 2\
DS~B5-p121-ald

399.794 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.0 C -> actual temp = 27.0 C, autoxdb probe Pulse Sequence: s2pul

File: PROTON

PhS
12

o=
| i 26 Lz
L A s e e s e e e LA B ——————
10 9 8 7 6 5 4 3 2 1 0
o e e o
0.82 2.00 2.15
0.99  5.85
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date: Aug 11 2009

sweep width: 26991Hz

acgqg.time:

de of solvent signal

490.539 MHz C13[H1] apt in cdc13 mﬂoﬁ. to CDC13 @ 77.06 ppm), temp 26.5 C
C & CH2 same, CH & CH3 opposite s

=> actual temp = 27.0 C, autoxdb probe

Pulse Sequence: apt

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry
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2.0s relax.time: 0.1s # scans: 18424 dig.res.: 0.4 Hz/pt hz/mm:112.5

spectrometer:i400 w_dm"\sza\nmanxzosm»a\n_*<m:5ﬂ\:3ﬂnm»n\c*:mm:\neoa.em.uu._alnm|c»|w»m~|n»wm=»|n»wlwvo.w_g

~ DDNONDOODD T T ~ 0 @ ¢ w [y} Qewmd ©IMT O

w BHONDOMWBLONDN - R l-&. ] w < OO NDO~NN

- Tancemesedns N aase N L aSos s@ane

o THOWDMTOOR®ON N o Ldaink ] w ~ ONTH LONO WD

~ SOOI NONNNNN . N~ ©w < TONM NNNN-

- DR IR R R R i b i

_ 1 Ji

‘
____,______...__.~____.__~,____,,,ﬁ______.AA,_____.__.__A________.,___,_,,*__ﬂ_._.____<____<‘__<___________<<,<_________,___ﬁA,______.
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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5 Pulse Sequence: s2pul
ds-b1-p187-fr-28
389.794 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 26.5 C -> actual temp = 27.0 C, autoxdb probe

T
10 9 8 7 6 5 4 3 2 1 -0 ppm
et s L e e e
9.35 1.00 0.99 0.97 2.00 2.26
0.394 1.01 1.01 0.87 2.37 12.68
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130.385

128.930

N]IH

|

128.880
128.085
127.908
126.637

98.712

79.005

77.270

77.016
76.762

66.398

47.779
40.388

25.398

23.253

36.685

//r_34.203

/r—31.456
=/

22,199

20.940

20.780
15.867
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-bl-p197-acylation
49 .mu.u MHz H1 1D in cdcl3 (ref. to CDCI3 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb prcbe

Pulse Sequence: s2pul

\R

Ir T VA /sy

EN
9 1 * 2 ] 27 3 1l 12
T T T 7 T T T 7 T T T T _ T T 7T _ T T T T % T T T T _ T T T T _ T T T T ‘— T T T T ~ T T T T _ T T T T _ T T T
10 9 8 7 6 5 4 3 2 1 -0
e e e I
8.73 0.94 2.00 3.26 1.94.091.69
0.97 0.96 0.98 1.53 0.201.1910.46
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" DS-b7-pl7
L&Amww MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C —> actual temp = 27.0 C, colddual probe
a

&eGHAuRANE , 26018 Celle@PPofdiie: SIZEB Afz SOA¥RNEiAdENA)Ss relax.time: 0.1s  # scans: 200 dig.res.: 0.3 Hz/pt  hz/mm:140.8 Pulse Sequence: APT_ad
spectrometer:u500 file:exp
File: Dv.—‘lwﬂ ~ o Mmoo Mmwmo W o N m ~
- O M NN~ =0 Mm= - oo m o
= TosanmenTs qen e "
@ QMM oD DO 0 ~ N o ~ ~
o MMMmMNNNNNN NN N w <
- S8538383835 ]
l ) %)
T
7 2
| O o
A W "
T —
<
I T LA o e e e e L L L I L B B IR IS I
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

13
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125.692 MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C -> actual temp = 27.0 CJ colddual probe Pulse Sequence: APT_ad
C & CH2 same, CH & CH3 opposite side of soivent signal
date: Aug 3 2011 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 14660 dig.reg.: 0.3 Hz/pt hz/mm:140.8
spsctrometer: ibdw 2dm"\s:n\nmec\zo___o:\od._<m:==,\=.=_,nm»m\9.:wm—.\wzoqmom\moz.cw.cm.:m|uwucu|vw.-._ozm_.nm_.walmmlnpw..»v._.lmn
~ COLTI AN —TOMODODOWLOD o0 ~-ONPOB D ~ WD M MO N
n COMNMONDVDITNNNNOMN MDD w0 o m S o~ w O NW ™0~
¥ S-SScenrnacesoenn o eange @ N @edn Sadmne
o MODONT T H A ODD DO N T 2 NN © o ~ 0 TH INMNOIWNn
~ TONNMOMONMNOINNNNNNN o NN~ © < TONM NNNN
- lﬂllldlfliiilllll f
| | , L
N T
I L R L L L L L L B B B B L B e e e e s e e B B
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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DS-b7-p87-fr29-32-lower Pulse Sequence: s2pul

499.815 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

———r T T T T T —T T T e B B S Et S S B S L R S .
10 8 8 7 6 5 4 3 4 1 0 pp
P Wy Yy Gy w e N {o{mrplg
0.721.9D.90.87 8.79 6.80 0.73 1.75 L e
3.613.6396 0.75 0.87 0.83 6.70 2.
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DS-b7-p87-upper

125.692 MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C -> actual temp = 27.0 C§ colddual probe Pulse Sequence: APT_ad
C & CH2 same, CH & CH3 opposite side of solvent signal -
date: Aug 3 2011 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 908 dig.res).: 0.3 Hz/pt hz/mm:140.8
spectrometer:d300 file:/mnt/d600/homeld/clivenmr /nmrdata/Dinesh/after502,2011.08.03.uS_DS-b7-p84-fr16-13_C13_APT_ad
<4 MO HOIINWOINW®—NNN w NPT D o TOOM TOMN AT
o~ CVOVWONNMNNOMNMOETODNOT < © 0 © ~ ™M ~ -MNMOoOMm ©OT MO
- A PTNOTNNRODOON~IW® @ oc-NPN © ~ OWLAD OHND D
o P OBNT T d OO DD DN T > sondo © N CETH INONS W
~ MMM MONMNNNNN o O~ © < TOMOMMN NNNN—A
- JECJRUC QRN il i Qe g B M | 1 |
f/
3

LI L L L L B L L 2 L L A I L L L L L L L S L L IR ML L I L B

240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

13b'
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S196

DS=b7-p87-upper-fri6, 19

498.815 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

Pulse Seguence:

s2pul

IR \ \ \ \ T
T L A o e e e S e S S e s e o e e e S S B N i
10 ] 8 7 6 5 4 3 2 1 0 ppm
L I { " o e e T sl
1.192.670.96 0.74 0.60 0.65 0.76 2.44 2.16
4.06 4.250.94 0.74 0.84 0.95 1.71 0.74 12.30

13b’
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Pulse Sequence: s2pul

:M.m_wwmun_w:N H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 26.5 C |\v actual temp = 27.0 C, autoxdb probe

\\.\.\.\\ P r e - Ve S e~

% v AR \
N ———— A B NN N— RS —
10 9 8 7 6 5 4 3 2 1 -0 ppm
by o - - B s e s
1.90 2.11 0.96 0.97 0.99 1.55 0.671.34
4.02 1.01 0.98 2.00 B 3.44 2.261.17 12.05
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Dinesh, DS-b?-p83-upper
125.682 MHz C13[H1] APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C -> actual temp = 27.0 C{ colddual probe . d
C & CH2 same, CH & CH3 opposite side of solvent signal ’ Pulse Seguence: APT_a:
date: Dec 15 2012 sweep width: 33784Hz acg.time: 2.5s relax.time: 0.1s # scans: 3000 dig.rej.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw file:/mnt/d600/homeld/clivenmr /nmrdata/DATA_FROM_NMRSERVICE /Dinesh/2012.12/20 2.12.15.u5_DS-b?-p88-upper_03.36_C13_APT_ad

N OCOANVWVLOONOMWOWINANID N o m M o N N TANT OO AT N0

DN AN -EOULT AL NOWLNGNT O ~ N W ® MO N T W TNV ONMO N

W OO T AN DODONNM o onNNpPpO~M W T ATOOAH A OO R

CP NORNTTT NS DD DO NS o donlooea N OEYTABO NS S

MO TONONOMNONOMONNNNNNNN @ O~ W T TN NNN NN

B R IR [ Rt R QR it v i i B i S |

|
f///r ]
I | .
T = i M
ﬁ
L 2 L 0 e 2 L e O L L
240 220 200 180 160 140 120 1080 88 60 40 20 0 ppm

15 less polar isomer
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Dinesh, DS-b7-p88-upper

499.815 MHz H1 PRESAT in cdc13 (ref. to CDCI3 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

|

_ .
| L

_\ ,:E _ EL . ?\E,

T:» S A Eml\er A

Pulse Seguence: PRESAT

|
\

15 less polar isomer
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VY339 o) Y A
—r = - R
10 9 8 7 6 5 4 3 2 1 0 ppm
S s i w Yo o w e L R e
0.99 3.013.94 0.88 0.%0 1.07 1.06 2.43 1.40
1.81 3.16 1.05 0.88 0.97 1.04 4.80 1.40 12.00
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DS-b?-p89-1ower-fr25-36
488.118 MHZ™NT 1D in cdc13 (ref. to CDCI3 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe Pulse Sequence: s2pul

File: PROTON

g%?‘aﬁ\,«; A A C(C,

2 \ \ \ 4 3 Ly
T T e s e e S T B B e e s e e e ML e e m
10 9 8 7 6 S 4 3 2 1 0 ppm
b Lty v Wy o e
2.84 7.03 0.80 0.600.98 0.84 4.74 0.95 12.00
3.59 0.88 0.94 0.33 0.89 0.81 1.97 1.09

15 mixture of isomers



