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cmwc?u: .
125.692 MHz C13[H1] APT_ad in cdc13 (ref. to CDCI3 @ 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 solvent signal
date: Jul 21 2011 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 600 dig.resl.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw file:/mnt/d600/homeld/clivenmr/nmrdata/Dinesh/after502,2011.07.21.u5_DS-b7-p74-2nd_C13_APT_ad
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ds-b2~p55 Pulse Sequence: apt
=%28,266 MHz C13[H1] apt in cdcl3 (ref. to CDC13 @ 77.06 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe
datecufepakl, 2009: snee) B84 HoE agsl ¥de :s 200F1 relax.time: 0.1 # scans: 1712 dig.res.: 0.5 Hz/pt hz/mm:140.9
spectrometer :ibd5s file:/mnt/d600/homeld/clivenmr/nmrdata/Dinesh/2009.09.15.i5_ds-b2-p55~-cl3apt_C13_apt.fid
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ds-b2-p109

nnm.nmm MHz C13[H1] apt in cdcl3 (ref. to cDCc13 @ 77.06 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

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

date: QOct 28 2009 sweep width: 33827Hz acq.time: 2.0s relax.time: 0.1s # scans: 1286 dig.res.: 0.5 Hz/pt hz/mm:56.9
BileerBMEYBRCBE0RPT file:/mnt/d600/homeld/clivenmr/nmrdata/Dinesh/2009.10.28.i5_ds-b2-p109-cl3apt_C13_apt.fid
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“)S-b7-p197
125.692 MHz C13[H1] APT_ad in cdc!3 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C -> actual temp = 27.0 CJ colddual probe
C & CH2 same, CH & CH3 opposite side of solvent signal Pulse Sequence: APT_ad
date: Dec 16 2011 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 200 dig.req.: 0.3 Hz/pt hz/mm:140.8
<spectrometer:u500 file:exp
File: APT_ad
o m < M < <t~ il o N o qo w0 m T NGO NWO N
-~ M= 0w~ o o 4 N P D o L N NO-HODOom n
< w o oo~ @ v o DWW NP < ~ ot AMWn N0 N
o~ ™Moo © @ > sondfo o N o dauawme W
N @ ow SO Mmm - - o ONNMNg N -3 A T MMM NNN
- llllml - J ﬁ
WERUNTE TR P A oy arh A W _;r R———y o e ; . " / " " " A A iy ey b,
5 ,,,,,,_,iI______________j_,if,,___Z___.______:__f,,_Z_______,_l____f:,,Z, L L e U e B B S S
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm



Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2013

S107

e Pulse Seguence:
DS-b7-p197

499.815 MHz H1 1D in cdcl3 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

gﬂ gw - e s - x\\\\\\ S s S

s2pul

) % b Efp(gi
— S B S U L ,

b w | f
. — Fmr—ry : , 1 —
10 9 8 7 ] 5 a 3 2 1 -0 ppm
— L L Lt e i i e
4.21 0.93 1.00 1.00 4.12 1.16 12.07
4.78 0.94 1.01 2.09 2.13 1.85
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DS-ba-ps7-frzi-za (€55 pelar

499.815 MHz H1 10 in cdcl13 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

File: PROTON

Pulse Sequence: s2pul

P —— - i r? " \r L \»)
L \ 4 W
. T

8
" w Y v v V¥ \¥
" T T T T T T T T e ——— T
10 9 8 7 6 5 4 3 2 1 0 ppm
o W - o - e ]
3.67 0.72 0.91 0.23 2.11 2.45 1.80
3.94 0.81 0.89 0.89 4.36 1.40 12.80
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DS-b8-pll7

125.267 MHz C13[H1] APT_ad in cdc13 (ref. to COC13 @ 77.06 ppm), temp 27.2 C -> actual temp = §7.0 C, autoxdb probe Pulse Seguence: APT_ad

C & CH2 same, CH & CH3 opposite side of solvent signal -
14008 ig.res.: 0.3 Hz/pt hz/mm:84.2

date: Mar 6 2012 sweep width: 33827Hz acq.time: 2.5s relax.time: 0.1s # scans:

spectrometers ibdw . ez nt/0600/homeld/c livenmr/nmrdata/Dinesh saftencandidacy/2012.03 .06 i5_0S-b8-pl1l2_C13_ART_ ad .-

R R -0 WWiIn Lo ©w " ol -~ ocw M~ T I~ o -] =] -3 H O T O WD M -
RS mueges o N seossdens ¢ s s 23e2723235
~ WS o T Mo~ v o ~ W N o~ N N - ~ < - T O NO M
= i R .a - vercodess o . 2 shcuaadscw
w W W W fnnmnmoon — o @ -~ ~ r~ ©w < < 333»‘222221
ey fuena aa , j ey st
1] R L LLL gy L)
— ) S
/ L S = j J:
' / , i | 4
,
Lo |
7
1
1 X X

q,a > & v

*]JJj‘W]IjJ\,Jj\ITTJJ%J‘W]ﬂ]JJ\Wj\AJ*T_iJ%Ai_ B B T S s e S A S L L BRI
160 140 120 100 80 60 40 ppm



S111

Electronic Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is © The Royal Society of Chemistry 2013

Pulse Sequence: s2pul
DS-b8-p07
499.815 MHz H1 1D in cdc13 (ref. to COC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

T Uy

u w N \ b L IR
S Mo N N NN
10 9 8 7 6 5 4 3 2 1 -0 ppm
i by Wy - i e e
3.84 0.16 0.70 0.17 0.91 0.23 2.14.81 12.40
4.080.69% 0.16 0.72 0.77 9.17 0.601.97
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DS-b8-p63-lesspolar
125.692 MHz C13[H1] APT_ad mq cdcl3 (ref. to nanum. @ 77.06 ppm), temp 27.7 C -> actual temp = 27.0 CJ colddual probe Pulse Sequence: APT_ad
GakeCHRepame , 26028 2 HPROSItI: SIPPBMATZ SOAVEDLiREINA)SS  relax.time: 0.1s  # scans: 16476 dig.reg.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw m..dmn\Ezp\amoc\:o_z:\n_d.<a:3ﬂ\:_=1nmam\cm:mm:\mﬁﬁmﬂnm:nmnmnv\\mcpm.=m.»m.:mlow.Umuvmw|_mmmuo;qlnuwlbv,_.!mn_
1
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> o~ w0 Wwma NN © o - wondo ~ NSOT OB mad oo
R saggares o D 57, aGsasszrsz,zuq
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DS-b8-p63
499.815 MHz H1 1D in cdci3 (ref. to CDCI13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe
-

Puise Sequence:

aiii\:

s2pul

Ay {,,
w ) v | ) 4 YR I L
— S T T . . T T A T — T
10 9 8 7 6 5 4 3 2 1 -0 ppm
w vy v Y L o el e
3.56 0.76 0.87 0.86 2.49 2.25 1.57
4.03 0.80 0.88 2.8116 1.45 12.60
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1

Pulse Sequence: s2pul
,DS-b8-p65
498.122 MHz H1 1D in cdc13 (ref.

to CDCI13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

>
>
0Z o0
\s
1 {
| \ r / \ \ \\
\. s 'l / \
J I / [ 7 \
|
1
; L). — ‘J[r[lf.}rf\r\ AR .
) w ] ' [ 28 B AR B VA U v
\\4Ir4I\1II\\4\|714§14!\ﬂ\\1|}1i|ﬂ\|T\J ToT—T T L L A S e s e \A\IﬂJJP\4 W\JW\JI\J1\4\\4I!LW!ﬂlJ\\4llﬁl\ﬁl\ﬂ!q\\ﬂlJ\lﬁ\\_\J\l4\lﬂ\i|\4\\1
10 9 8 7 6 S 4 3 2 1 -0 ppm
—r e - = B e S S S R RS
3.62 0.90 0.87 0.82.08 1.10 1.35 12.40
5.12 0.31

0.79 0.84 1.81 2.15 1.43
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ds—b4-p989-fr58-60

499.815 MHz H1 1D in cdc13 (ref.

File: xp

Pulse Sequence: s2pul

to CDC13 @ 7.26 ppm), temp 26.1 C —=> actual temp

27.0 C, autoxdb probe

s /

A

8 7 6 5
Yoy el
1.978.31
5.41 1.00

T <
(@)
> > h
© "o
o
;o S
_CL iy
2772200 10 , I
m m H -0 u,u___

e e e
0.95 2.142.481.692.36
0.96 1.992.311.34 13.12
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ds-b4-pl0l-mcpba~
125.692 MHz C13[H1] APT ad in cdcl3 (ref. to CDC13 @ 77.06 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

GategHduBahd , 20A0s sy : PIEANSE oL $4Me ;s 2% Yelax.time: 0.1s # scans: 19744 dig.res.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibd5 fi o“\.E-ﬂ\amca\#oam:\o.uw‘«oﬂaﬁ.\uﬂnennxgomr\nou.a.om.u.».cwlnmuvpneu.au.|nnugnnanvu§—|au|>wn.lwn.nu.mr_.mm Sequence: APT ad
Archive directory:
Sample directory: S IBeHeSs3RS 2 dadans 2R3 gIIsTacsea

- N 9 O~ Wi oo ™ N ™m g © ~ N Y H O N W H OO

o man N~ Yo oo o moad ~ww NOo9drdibunmmoeo

~ 4 M M ™M MmN NN o @ ~ I ~ ~ W ¥ 9 MM ™M NN NN NN |

BN "o 1#1 oo p | \

_/,/ \L \
_ﬁ,,f, 7,,_____~__~_ﬁ_ ___ﬁ___ﬁﬁﬁ__ﬁ*ﬁﬁ *ﬁ __A,__,___‘ 4_“-<__;~A___;;W,_,,4,,,_ﬁ_____________,7,_,,7,,A_________«ﬁ«, gg_aag
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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ds-b4~p101-H1
489.815 MHz H1 1D in cdc13 (ref. to CDCI3 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

File: xp

Pulse Sequence: s2pul
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3 \ \ I \ ' 33 0t
T T T T T T T T T T T T ‘F\_ T T T T T T T T T T T T T T T T g 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 ppm
L - o = e e e o
3.72 3.86 0.93 .94 1.90 2.91 1.02_ 12.00
1.91 0.93 1.88 0.49 1.95 3.14 1.34
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u#t
DS-b4-ped7-AcC1-H1
499.815 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe
File: xp

Pulse Seguence: s2pul

. &1 L\gﬁ - . = s o> . e / \\\\ e

2
[ 1 | | ! \ 25 10V
T T L L e R e T Tl S e S S —
10 9 8 7 6 5 a 3 2 1 -0 ppm
[ - T — - — S R
3.82 3.91 0.95 0.95 1.811.083 1.12 12.09
1.97 0.93 0.95 0.92 4.70 4.99 1.33
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S123

ds-bd-pl03-acetylation-H1l
498.122 MHz H1 1D in cdcl3 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C,

Pulse Sequence: s2pul
autoxdb probe

(&)
<<
o
Y
O™ o
|
,,r»%
) '
T T _ T T T T ‘ T T T T 4 T T 7 T 7 T T T T T 7 T T T T 7 T W T T T T 7 T T n T T _[j
10 9 8 7 6 5 4 3 2 1 -0 ppm
powe Py p v e i
1.948.03 0.99 L} 1.01 1.01 2.40 1.38 13.31
4.87 0.97 0.99 1.04 5.29 7.42 1.54

RO X

7d'
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ds-bd-plll-mcpba-2
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

J /
\ _ * A :
J P 1 A
w7 ! ! { G ora t1 ¢
T T T _ T T T T T 7 T T T T _ ,, T T _ T T T T 7 T T T # T T 7 T T _ \_ T T 7 T T T T _ T T T T 7 T
10 9 8 7 6 5 4 3 2 1 -0 ppm
i W o W S e L L
3.954.05 0.98 1.00 7.23 4.16 1.17
2.02 0.96 0.98 0.97 2.09 1.08 12.35
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ds-b4-p119-c13-icd-7mem

125.692 MHz C13[H1] APT_ad in cdc13 (ref. to COC13 @ 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: Jun 17 2010 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 14260 dig.res.: 0.3 Hz/pt hz/mm:140.8
mmmm!ommm?:is.:mL_$.q:E__t_Qan&sasamﬁvmﬁﬁmaawaa&ﬁm\u*33_,\2:_.3..:,cmlnm-i-u:?_nn-u_._@.__-n;%Fn;-»vqsmn.2;

Pulse Sequence: APT_ad

w NOO=E~ANTONNT T 0 N O QT IO DO MONWLWROW=HNOSMOOM
1=d HA A D OTOANOND © oo NSO TOSTITITANTANAONMN
«© MWW EHAANO O ON 0 -o NS o~ © NMOTANTIDNMNOM©
© MMM OHOHOONONONNNN o oo L A TTOMNMMMONNNN A -
WL I N
~ ~ - | O O Kpx
|
| _ T
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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ds—bh4-p119-ICD7-H1
498.815 MHz H1 1D in cdcl3 (ref.

File: xp

Pulse Sequence: s2pul

to CDC13 @ 7.26 ppm), temp 26.1 C -> actual temp = 27.0 C, autoxdb probe

7f

N
N
S -
i
<
p
_ Y - — . l%L?II\\ 3{C}£@Ill§(/}%?éa I
7w “ t! I Y
L e T LU L S S S
10 9 8 7 6 5 4 3 2 1 -0 ppm
L W i ity s et s B
1.76 1.82 1.83 0.396 2.79 1.95 2.63 0.38
1.82 3.78 0.94 1.690.95 1.12 12.00
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08-b6-p97
125.692 MHz C13[H1] APT_ad in cdcl13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C > actual temp = 27.0 C,

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

colddual probe
Pulse Sequence: APT_ad

date: Apr 6 2011 sweep width: 33784Hz acqg.time: 2.5s relax.time: 0.1s # scans: 80 dig.res.: 0.3 Hz/pt hz/mm:140.8
spectrometer:u500 file:exp B
File: APT_ad

< T FTOON DD O W m o w bl o

o~ @ N NN O —wn o 3 @

- O NH T O DN 0@ © m o o w @

o BT GO NN DN N NN - -

o MMOMMMOONNNN NSNS w L)

- «ﬂ“W“WHW” - q u - -

////ﬂ
74
T L e L e e e o B U IR RS R I LB R B T T T
240 220 200 180 160 140 120 100 80 60 40 20 ] ppm

PhS

PhS
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Pulse Sequence: s2pul
-

0s-b6-p97 temp 27.7 € -> actual temp = 27.0 C, colddual probe

499.815 MHz H1 1D in cdc13 (ref. to cDC13 @ 7.26 ppm),

PhS
PhS

\ v rras f = ——— T T T T ™
) — T T , -
o T?Tl 9 8 7 6 5 a 3 2 1 0 ppm
W v
= b 2.14
102 Loli RS 1.00
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’ Pulse Sequence: s2pul
DS-b6-p39-H1
499.815 MHz H1 1D in cdcl3 (ref. to CDCI13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

&~
N \ N X \ \ vV W
— R e , e —rf B — - e Vo e
10 9 8 7 6 5 a 3 2 1 -0 ppm
Lo - W Bs e Y e e
19.11 0.88 1.66 1.95 1.66 2.55 12.00
1.08 0.93 0.86 0.66 2.43 1.21
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S133

v Pulse Sequence: s2pul
DS-b5-p165

498.122 MHz H1 1D in cdc13 (ref. to CDCI3 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb prebe

Wdlls S

7 tWaw uy 1y \ vy | v v )] WV
e T e L e . ————— — I — . ——7—
10 9 8 7 6 5 a4 3 2 1 -0 ppm
B i Wy b ey B e
1.88.D2944.54 0.89 0.88 0.92 1.92 1.80 12.30
1.850191 0.87 0.90 1.89 0.84 2.08 1.51
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.
DS-b5-p169-AcC1-Cl3apt

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 5

date: Jan 17 2011 sweep width: 33827Hz acg.time: 2.5s relax.time: 0.1s # scans: 14588 dig.res.: 0.3 Hz/pt hz/mm:140.9

mmmmi%mtm:wgﬁ file:/mnt/d600/homeld/clivenmr/nmrdata/Dinesh/after502,2011.01.17.15_DS-b5-p1§9-AcC1-c13_C13_APT_ad
ample directory:
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w o TRNMNMNPONON O AT DT DO -1 N T O P W o o OO TN
LA s Nl e ki = eTSNpn o Ll Rl it b it
™ © TORONWLT T T OO D0 000N o - o~k ~ ~ OTHDINMNC OW
o w TOMOOMMmMMMmMoOnNNNNNNN @ LR Sl ©w < TOMNMNNNNNN-
24 1111111111111141 r J L1l
I ﬁ//I M\\L
i . \
|
|
, |
~ |
|
AL o L B I B I R I R R AR SRR
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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Pulse Sequence: s2pul
DS-b5-p169-AcCl

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

\ /
Wi Iy /] ? /

L& . X | _ Hflk}(;}LrPE 9%1 |
| V) :
——— T —— s e e e T A e SRR
10 9 8 7 6 5 4 3 2 1 -0 ppm
L by oy Wy S e
3.59 3.73.72 0.81 0.89 0.85 4.81 1.71 12.40
1.82.100.85 0.90 0.86 0.94 2.06 2.14
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Pulse Sequence: s2putl
DS-b6-pl17

499.815 MHz H1 1D in cdcl3 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual uﬂo.cm

) L i
3 vb 2Vt
e e e e e A A A o — T
10 a 8 7 6 5 4 -0 ppm
i ¥ - L B L T el e I
3.28 0.81 2.450.83 1.77 0.78 1.71 0.410.84 0.76
0.2%5.60 0.80 6.79 0.84 0.52 2.521.20 11.27
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S138

Dinesh, DS-b9-p47-A}
125.692 MHz C13(H1]

d
APT_ad in cdc13 (ref. to CDC13 @ 77.06 ppm), temp 27.7 C —> actual temp = 27.0 C,

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

date: Jun 29 2012
spectrometer:uS00

file:/homel/walkup/vnmrsys/data/DS-b9-pa7-Ald_20120628_01/DFBP-0_N169302

colddual probe

sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 2000 dig.res.:

0.3 Hz/pt hz/mm:140.8

Pulse Sequence: APT_ad

~ w N ANNOANOMINDO® wow ™ < w
o ~ o POTNLTDOD LD D 0 ®™~ 0 <
w oo NRRDLDWD O O @SN N o~ £ n
° oo LUWSIOND DS S NN NNe o S
o ® o MOMMOONOQNSN o ENENES w ©
- - - 11_/1_/11111UL1111
N \\AL\L\ \\\L ﬁU|I
(2]
<
: o
B o B B 10 e s A B B B RS BRI EUR LU BLBUREL B e R e L A L B LI e e
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

PhS
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Dinesh, DS-b9-p47-Ald
499,815 MHz H1 PRESAT in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

Pulse Sequence: PRESAT

()
<
o o
<
o
\ 1w \ 2
——— T T T T T[T T — ——
10 9 8 7 6 5 ) 3 1 0 ppm
s i et —
1.02 3.1825 2.07
0.%221 1.00
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Dinesh, DS-b9-123
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 17 2012 sweep width: 33784Hz acg.time: 2.5s relax.time: 0.1s # scans: 3184 dig.resf.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw ﬁjm“\_._:A\nmco\:osm;\Q_.<m:__:.\==.ﬂnmww\cyqnlwxczlzx»wmxﬁ.um\c._:mm:\na»m.au\moew.cw.pv.cmlam.canzmlav.Slnuwlnv._.lm_n
~ o ANEHONNDNOAONON OO0 La - End - w0 o o
=04 MNMONDOTODNDEODN T - o™~ ~ o < L]
Sl RESSwSieeeass s hika b ws o s w
M - HDDOT NN DDONNMM B Bad o ~ o0
w o LMD ONNNNN A o~~~  wn o« o~
- S/l i Qe Qi i g Qe R SR R P
4 J
g2
o
I
Ll I * F ;
_ [ _
L o e L B L B AL BN LA L o o e B L B L L S IR I I R I I
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm

9.1
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Pulse Sequence: s2pul
DS-b9-123
498.118 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -)> actual temp 27.0 C, autoxdb probe
L
o
= o
I
Erlr|> A P ; I W I
L A R 22 27
L e B S s w2 s B s e S B s s s B s 1.0 S s s S S S B Sy BB A S NN AN N R B S
10 9 8 7 6 5 4 3 2 1 -0 \u
Yoyyoow w Yoy w vy
3.934.04 2.06 1.00 2.11 1.99
2.13 1.08 0.97 1.94 2.01
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S142

Dinesh, DS-b9-125-crude
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 19 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 2000 dig.reg.: 0.3 Hz/pt hz/mm:140.8
spectrometer: ibdw 3._m"\E:v\nmoo\:oswwn\nad<m:.=_1\:=_1&wﬁm\o».qnlmnn:lzzxmmw<HOm\c*:mm:\mcwm.cm\moﬁm.om.ww.:mlcwnwcnpmmln_’:nmlmo.awlnuwlbvﬂlmn
- DA NTORMMMTDNMON N ® PN ~ < O ol ~
o~ COMEOOM—AONO®TNT NN o N~ — — « -
~ OCHEODNDOOHROITINES OO AD N O po ™~ < < o < w
o AP I NAND O D DR BN T O NN cww © < w
o TOMNNMNONOMONNN ~es © W W e o~
- PR R R QR Rt S M R R IR RS I
g2
@]
I
!
m il o
i o
L e e L L L L0 e e B L L L L L B I LS I AL I S I
240 220 200 180 160 140 127 100 80 60 40 20 0 ppm

SO,Ph
9.2
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DS-b9-125-crude

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

27.0 C, autoxdb probe

Pulse Sequence:

s2pul

HO

HO

SO,Ph
9.2
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— T T T T T T T T T T T —————T—
10 ] 8 7 6 5 4 3 2 1 -0
[ o o i Wy
2.112.16 2.27 1.99 2.01 1.98
1.08 1.09 0.96 2.08 1.99
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Dinesh, DS-b9-95-fr27-31
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: Jul 20 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 2380 dig.reg.: 0.3 Hz/pt hz/mm:140.8

spectrometer:u500 w*_m"\:osmv\imdx:u\<:=:|m<m\>_._no=_m»*OJ\w:HOIN_:maumalap\m:nmwo.amnn:\doglnnu current
M NO NUOUANNOGAOOWVWAON—O <MD ~ MW P W o fToLWLogtomN
W RN OFLOEANMNMWLWLLONWNNO Q- @ el W) = NN ~ MO —0O0 wo
N VW Moo OO MNMOMNOW!LNLWG < Mo omNe N o WM =@ MmN B
¥ No NCOYYMEMoooVOWeS G W BN N @ ¥ WEIYI AL O NN
G OO ITTNONNNOM NN NN A Ao [N N NN < MM OMm NN NN
— lf.._. 111111111U111111 1
\\\ |
|

T L L B B L L A O B L L L B L L L A L L L L B R B

240 220 200 180 160 140 120 100 a0 60 40 20 0 ppm

9.3
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Pulse Sequence: s2pul
DS-b9-p95-fr27-31
488.122 MHz H1 1D in cdcl13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

RO

s
) 3 0 i \ \ LY W
R S T e S L B L S N e M e s s e e e I s s B s s s s e s s s A S B
10 9 8 7 6 5 4 3 2 1 -0 ppm
e iy Yey oy B e W T e
0.89 0.99 0.99.00 1.06 0.93 0.98  1.35 13.39
1.83 1.92 1.07 0.96 0.97 6.98 2.20 2.61

SO,Ph
9.3
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Dinesh, DS-b§-157
125.692 MH2z 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: Sep 17 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 2000 dig.reg.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw file:/mnt/d600/homeld/clivenmr /nmrdata/DATA_FROM_NMRSERVICE /Dinesh/2012.09/20 2.08.17.uS_DS-b9-157_20.40_C13_APT_ad w
- m oo NTOOATLNO—ADDOWLOWOONAD |- © TOOTMOMNOMN OO
o~ ©w NEDATOOATADDODLONDNT OND D N[O O OO ANOOVDOWL T NODT
™ mom NNWONDATONDIDWOO=SOMN O NOIN NOODDPNMOMMNI ON~O
n - R L L L L L NP A BN AOWY O NN D
~ w o TTOMNNNNONONNNNAAAAD O~ NN~ ST NNNN -
- - R R R R R pepap ;L
L \_ , &
|
I ; | L
| |
| |
LR T B I L B L B L L L B e B B L B e e e e e A B S
240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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S147

DS-b9-157
498.118 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C ~-> actual temp = 27.0 C, autoxdb probe

File: PROTON

———
—
—
~—
—
—_

Pulse Sequence:

s2pul

AL Lo Voo Y oy o3 yw °
ey : LA e —
10 9 8 7 6 5 4 3 2 1 0 ppm

Y ey vy W gy L p——

1.72 0.B183 0.88 0.68 06.87 0.83.81 1.8 0.540.99 0.95

1.80.8684 0.8990 0.9D.98.88 2.12 1.68 11.40
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DS-b8-p177
125.266 MHz C13[H1] APT_ad in cdc13 (ref. to CDCI13 @ 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: Sep 30 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 23004 dig.req.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw file:/mnt/d600/homeld/clivenmr /nmrdata/Binesh/aftercandidacy/2012.09.30.1i5_DS4b9-177-DIBAL_C13_APT_ad
T8

w0 o HRAOOANANDOONTNSDODOON M w g w o~ wn o~

w m HWNOTLLWNHDW-HWWWTNRO—ANID D ~ of © ~ ~ w w0 T~
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M NNBNTETTN AR OGO B NN N e < = nw oen

F-3-] SCTONNNMONONOONNNAA A D ~nryr~ w0 w < ®mmm

R/l g gl JC g B J g J Jha g |

L )
N e
o
I
I A J I |
N~ ;
L e e L B B B L e T
240 220 208 180 160 140 120 100 860 60 40 20 0 ppm

HO
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S149

DS-b9-177
498.118 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp

File: PROTON

= 27.0 C, autoxdb probe Pulse Sequence:

s2pul

2
o
I
f
| y
! 1: []] 111y
\?L zrxf‘i} gﬁiﬂ(&’
T % AN sl )
o S S S T e B e e e N — Fo
10 9 8 7 6 S 4 3 2 1 0 ppm
Wy oo e ] L
1.88 1.13.08 1.00 0.98 0.991.02.06 3.03
2.8711 1.02 0.88 1.00 1.03.080.84
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Dinesh, DS-b9-183

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

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

date: Oct 8 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 5000 dig.res.: 0.3 Hz/pt hz/mm:140.8

Pulse Sequence: APT_ad

9.6

HO

spectrometer:d300 ﬂ_dm"\azwxnwac\:osmua\n_ﬂ<m351\35wnwam\cnqblmmoxuzzmwmx<uom\cw:mm:\nouw.»c\mouw.»c.m.:mchIUmuumwlmc.omlnpmlbvﬂlmn
L
0 o M@ - e N W oy NWOMN O W N m 0O - N
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e i hehc it wn e e 0 AT =98 S
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w0 T MM MmN Lalais Bal RN~ O O o« < MMM NN
- PSR Qg pEpea e By | {
I ﬁk
o
I
A
v
— , . . _ , _— o |
oo . st | windreabig , ..:.41.,, " o oo s
Jr
L B L B B L B B L B B A0 1 B B 2 e e
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S151

Dinesh, DS-b9-181

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

[T

2
o
I
/,Q/ i KL(
I 2
T T T T ﬁ T T T T * T T T T _ T T T _ T T T T V T T T a T T T T _ T T
10 9 8 7 6 5 a w N H 0 ppm
W e e I T
1.03 2.15 1.1¢0 2.29 1.24 1.09 0.72
2.00 1.06 2.08 1.47 1.10 1.40

9.6
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S153

Dinesh, DS-b9-p51

499.815 MHz H1 PRESAT in cdcl13 (ref.

to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

\ , f EL’LFC%@@?

Pulse Sequence:

S oss

PRESAT

J\) 1y o 9
7 <|<|4|_.|J[—‘“ T T T T T T T T T \. T T T T 4’; T T J
8 7 6 5 a w 2 H 0 ppm
i B - o g e e e
1.900.96 0.80 0.83 0.83 0.89 2.06 1.36
9.471.03 0.79 0.95 1.86 1.81 1.21 12.00
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Dinesh, DS-bg-p53 :
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 ’ L -
date: Jul 2 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 1000 dig.reg.: 0.3 Hz/pt hz/mm:140.8
spectrometer: ibdw file:/mnt/d600/home14/clivenmr /nmrdata/DATA_FROM_NMRSERVICE /Dinesh/2012. 07/20%2.07.2.u5_DS-b8-p53_20.05_C13_APT_ad
< o w NOT AN O OOOWTNOTOTINDDB®GN - L © © T A DANNONNTOMOW
« o DN POLT NP TOOMNT ©C w ~ [ o N OO OCO®OT N
SRS uEmatanfocazaesneenne adf4n @ S N TRSEadNDRE
@~ - LWNNOONNMNMNNONA—=OOOMNIIWTTO Ll 2.1 w «© N QOTANMMNNO O
w0 © w TONNNNNNBONNNCNNA A D L o w T O TOONONNNNN -
= 111111“11111111111% |
|
L B I L B B B B B L B B B B S S e e e e e e e R R S
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Pulse Sequence: s2pul
DS-b9-pS3 .

498.122 MH2z H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppmj, temp 27.2 C -> actual temp = 27.0 C, autoxdb probe

7 s ;s ;\\\

YLy oy ! vl 5 L VLW
L e e e e R S T NN S S T
10 9 8 7 6 5 4 3 2 1 -0 ppm
i B oo i
1.83.26 0.85 0.85 0.88 4.62 1.07 12.30
1.87 1.90 0.90 0.92 1.78 2.05 1.34
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Dinesh, DS-b3-p55
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 S ce: APT_ad
C & CH2 same, CH & CH3 opposite side of solvent signal ulse Sequen i
date: Jul 3 2012 sweep width: 33784Hz acq.time: 2.5s relax.time: 0.1s # scans: 512 dig.regl.: 0.3 Hz/pt hz/mm:140.8
spectrometer:ibdw file:/mnt/d6060/homeld/cl _,<w:sw\::.Z.wpm\cbqblm»czlzznwmmzsm\a._:mm:\m 012. au\mnjn‘ 87.3.u5_DS~-b9-p55_17. 00_C13_APT_ad

169.376
——165.566
//4ﬁ137.s73
137.520
136.700
135.436
135.375
134.224
130.280
130.256
129.798
129.702
128.835
\Qs::11s.sss
115.791
114.263
99.294
81.445
79.601
77.288
22.183
77.033
76.779
66.970
47.724
40.477
~34.205
31.516
28.085
25.507
23.391
—/_22.209
20.897

163.365
161.396
144.729
138.074
138.014
128.787
114.083
20.764
16.001

g

[
ot

_.__4<,_,,,,___________ﬂ_a_,___________«,,____________v_.ﬂ,,____a..___,_TT

240 220 200 180 160 140 120 100 80 60 40 20 0 ppm
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S157

Dinesh, DS-b3-p5S
499.815 MHz H1 PRESAT in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C -> actual temp = 27.0 C, colddual probe

p

Pulse Sequence:

PRESAT

S
LAV L 3 |\ 4 A w
T T e S e e T ————— > e :
10 9 8 7 6 5 4 3 2 1 0 ppm
T vy i e e s i
3.81 3.840.910.93 0.90 0.96 6 1.38
1.94.04 1.90 0.91 1.94 §.05 1.40 12.00
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Dinesh, DS-b10-p03 Pulse Sequence: PRESAT
uuw.m—w MHz H1 PRESAT in cdci3 (ref. to CDC13 @ 7.26 ppm), temp 27.7 C —> actua) temp = 27.0 C, colddual probe

3 v

S — A

: I
- — ——— — T S
T —— O "
a4 3 2 1 0 pp
10 9 8 7 6 5
[ e e e e
0.95 4.62 1.25 12.30
1.82.06 1.32 0.97 0.86 5 gl 2
1.93.01  1.95 0.77 0.921.97 . .
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DS-b10-05
438.118 MHz H1 1D in cdc13 (ref. to CDC13 @ 7.26 ppm), temp 27.2 C -> actual temp = 27.0 C, autoxdb probe Pulse Segquence: s2pul

File: PROTON

w
\\\\ P - \\\\\

oA ! b v 9 4 v,
R T e T A e L B S o e
10 9 8 7 6 5 4 3 2 1 0 ppm
e L e e e
3.27 0.93 0.36 1.65 8.50 1.30 12.38
7.25 1.79 0.79 0.75 2.09 1.35



