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Supplementary data

Copies of all the H, 3C and °F NMR spectra reported in this paper with expansions for some of the 3C spectra to show carbon-fluorine couplings
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Me Time 11.47
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NS 16
DS 0
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AQ 3.9649780 sec
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DW 60.500 usec
DE 9.40 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 10.00 usec
PL1 -3.60 dB
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(8) PULPROG zg30b
TD 65536
SOLVENT CcDC1l3
NS 16
DS 0
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AQ 3.9649780 sec
RG 287
DW 60.500 usec
DE 9.40 usec
TE 293.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Fl 10.00 usec
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SWH 30241.936 Hz
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AQ 1.0835786 sec
RG 512
DW 16.533 usec
DE 7.83 usec
TE 292.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 13C
Pl 8.00 usec
PL1 0.00 dB
PL1W 34.91522217 W
SFO1 100.6241042 MH=z
======== CHANNEL f2 ========
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PL12W 0.22927761 W
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SFOZ2 400.1316005 MH=z
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PULPROG zgig
D 131072
SOLVENT CDCl3
NS 32
Ds 4
SWH 89285.711 Hz
FIDRES 0.6811%6 Hz
AQ 0.7340532 sec
RG 4100
oW 5.600 usec
DE 7.51 usec
TE 292.9 K
D1 1.00000000 sec
1381 0.03000000 sec
panli] 1
mmmemmane CHAMNEL F1 FE T
12 NUC1 19r
Pi 10.70 usec
PLL =5.00 dB
PLLIW 27.00716015% W
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======== CHANNEL f2 ==as=z===x
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PL2 3.60 dB
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Acquisition Time (sec} 3.1719 | Comment ejt cry tips mPROTONnRight CDCI3 fopt/bruk500datar2012/Jun ejt 10 l Date 20 Jun 2012 03:46:24 I
Date Stamp 20 Jun 2012 03:46:24
File Name \Wss7a.ds.man.ac.ukivolSivol3users\snmrdatalbruk500data\bruk500data\201 2\Jun\datalejinmni2012-06-19-ejt- 1O\ Oipdata\ 1\ ir
Frequency (MHz) 500.13 Nucleus iH Number of Transients 16 Origin spect
| Original Points Count 32768 Owner vamri Points Count 32768 Pulse Sequence 2930b
Receiver Gain 203.00 SW(cvclical) (Hz) 10330.58 Soivent CHLOROFORM-d Spectrum Offset (Hz)  3079.9768
Spectrum Type STANDARD Sweep Width (Hz) 10330.26 Temperature {degree C) 20.001
1.0-52012~06-19—eil—10.0 0.001. 18 g6RticalScaleFactor = 1 N
3 ™
0.9 o !
3 e
082 '
0 7_ &
2 E
E o.s—; 3
£
T 057
= 3
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£ 043 |
=z 3 o
3 5
0.3_é r;:_1
3 T O
0.25 . 3 "f ;
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* 3 ~ T I P
S L |
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8.0 7.5 7.0 6.5 6.0 5.5 50 4.5 4.0 35 3.0 25 20 1.5 1.0 0.5
Chemical Shift (ppm}
No. (ppm) {Hz) Height No. {ppm} {Hz) Height No. {ppm) {Hz} Height No, {(ppm) (Hz) Height No. (ppm) (Hz) Height
1 1.00 501.0 0.0255 12 1.26 630.2 0.0225 23 1.37 686.0 0.0604 34 .97 1987.4 0.0410 45 4,59 2297.3 0.0249
2 1.06 531.9 0.2281 13 1.27 634.0 0.0282 24 1.38 690.1 0.4235 a5 402 2008.6 0.0394 46 4.61 2304.0 0.3359
3 1.07 533.7 0.0986 14 1.29 644.1 0.0230 25 1.63 815.6 0.0229 36 402 2012.3 0.0387 47 4.62 2309.9 0.3286
4 1.09 544.5 0.4125 15 1.30 651.0 0.0371 26 2.06 1028.1 0.0322 a7 4.33 2163.7 0.0224 48 464, 23216 0.0757
] 1.09 546.7 0.4379 16 1.32 658.3 0.0293 27 2.18 1091.4 0.7925 as 4.33 2167.8 0.0898 49 4.74 23724 0.1213
6 1.1 557.4 0.0224 17 1.33 665.2 0.0251 28 3.40 1698.0 0.1140 a9 4.34 21706 0.0238 50 4.75 23761 0.0240
7 1.20 597.7 0.0200 18 1.34 672.5 0.0356 29 3.41 1707.8 0.1283 40 4,35 21750 0.2529 51 4.76 23793 0.3702
8 1.22 608.5 0.5317 19 1.35 673.4 0.0364 30 382 1910.8 0.1254 41 4,36 2182.3 0.2438 52 477 2384.0 0.4005
9 1.22 609.7 0.5571 20 1.35 675.9 0.4465 3 3.84 1920.3 0.1186 42 4.37 2186.0 0.0262 53 4,78 2391.0 0.1141
10 1.24 618.6 0.0300 21 1.36 679.4 0.0452 32 .93 1964.7 0.0215 43 4,38 2189.2 0.0866 54 7.27 3635.9 0.6329
" 1.25 627.1 0.0214 22 1.37 683.2 0.8827 33 397 1983.6 0.0433 44 4.58 22923 0.0859 55 7.30 3650.1 0.0243




ejt cry tips
mCARBONnight CDCl3 /opt/bruk500data/2012/Jun ejt 10

T W NAME
EXPNO
PROCNG
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

13 RG

DW

DE

CPDPRGZ2
NUC2
PCPD2
PL2
PL1Z2
PL13
PL2W
PL12W
PL13W
SFO2
51

SF

WDW

J | I SSE

‘ ) | Ll W e
PC

1 -1 - T 1 1T 1T "~ 1T "~ T "~ T 7
200 180 160 140 120 100 80 60 40 20 0 ppm

2012-06-19-ejt-

11

1

20120620
4.39

spect

S mm PABBO BB~
zgpg30
65536
CcDCl3

1000

2
29761.904
0.454131
1.1010548
512

16.800
32.78
293.0
2.00000000
0.03000000

-1.00
104.35516357
125.7703643

CHANNEL {2 ====

waltzlb

1H

80.00

0.00

17.23
120.00
25.62124252
0.48484197
0.00000000
500.1320005
32768
125.7577820
EM

1]

1.00

0

1.40

10



ejt cry zinc 2-6

mF19CPD CDCI3 {e:\bruk400data\2012\Jun} ejt

dian

| E | : T

0 -20

—A O o ~ th @ Y
MmN NN
o AWNWweeol e
OO D OoAAA
R )
PRI

BOMO

Mee,

Me

T T
-60 -80

-120

BRUKER
40 z

NAME 2012-06-11-ejt-
EXPNO 11
PROCNO 1
Date 20120611
Time 12.34
INSTRUM AV40D
PROBHD 5 mm PABBO BB-
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SOLVENT CcDC13
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SWH 89285.711
FIDRES 0.681196
AQ 0.7340532
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- CHANNEL fl wasa
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PL1W 27.00716019
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emmzze=s=s CHANNEL £2 ====
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PCPD2 50.00
PL2 -3.60
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S5B 0
LB 0.30
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Acquisition Time (sec} 3.9649 | Comiment ejl cry zinc product mPROTONnight CDCI3 (e\bruk400data\2012\Sep) ejt 37
Date 25 Sep 2012 08:06:40 Date Stamp 25 Sep 2012 08:06:40
File Name \\ss7a.ds.man.ac.ukivolSivolwusersisnmrdataibruk400datai20 12\ Sepidatalejtinmri2012-09-24-ejt-3721\pdata\i\ir Freguency (MHz} 400.13
Nucleus 1H Number of Transients 16 Origin AV400 Criginal Points Count 32768
Owner Adminislrator Points Count 32768 Puise Sequence 2g930b Receiver Gain 90.50
SWicyclical) (Hz} 8264.46 Solvent CHLOROFORM-d Spectrum Offset (Hz)  2454.9272 Spectrum Type STANDARD
Sweep Width (Hz} 8264.21 Temperature (degree C) 21.100
2012-09-24-€)1-37.021.001. nfSptical ScaleFactor = 1 2
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E | el u {3 w7 J|'L —
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8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5 20 1.5 1.0 0.5 0
Chemical Shift (ppm})

No. {ppm) {Hz} Height No. {ppm) (Hz} Height No. (ppm) (Hz) Height No. (ppm} {Hz) Height No. {ppm) (Hz) Height
1 1.01 404.7 0.09M 9 342 1367.4 0.0266 17 7.38 29541 0.0268 25 7.46 2984.4 0.0597 33 7.73 30921 0.0258
2 1.01 406.0 0.1034 10 3.87 1549.3 0.0257 18 7.40 2960.4 0.0893 26 7.47 2988.6 0.0512 34 7.73 3094.3 0.0699
3 1.10 439.0 1.0000 11 3.90 1559.4 0.0233 19 7.42 2967.7 0.1354 27 7.49 2995.2 0.0433 35 7.74 3095.6 0.0802
4 1.19 474.9 0.1219 12 4.07 1629.2 0.0093 20 7.42 2969.2 0.1038 28 7.68 3074.4 0.0505 36 7.75 3101.9 0.0759
5 1.38 550.3 0.0775 13 413 1653.7 0.0094 21 7.43 2971.0 0.0623 29 7.70 3081.2 0.0732 37 7.76 3103.1 0.0708
6 1.39 557.3 0.1528 14 438 1752.6 0.0584 22 7.44 2976.3 0.0944 30 7.70 3082.5 0.0804
7 141 564.6 0.0761 15 440 1759.6 0.0613 23 7.45 2982.3 0.0596 31 7.72 3089.0 0.0416
8 3.39 1357.3 0.0242 16 7.27 2908.9 0.0286 24 7.46 2983.3 0.0587 32 7.72 3080.5 0.0400
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3011172012 13:50:44
Acquisition Time (sec) 1.0835 Comment eit ery zinc product mCARBONnNight CDCI3 {e:\bruk400data\2012\Sep} et 37 |
Date 25 Sep 2012 08:04:32 | Date Stamp 25 Sep 2012 08:04:32 |
File Name \\ss7a.ds.man.ac.uk\wolS\vold\usersisnmrdata\bruk4 00datal 201 \Sepidatatejinmni2012-09-24-ejt-3720\pdatal 1\ r Frequency (MHz) 100.61
Nucleus 13C Number of Transients 1000 Origin AV400 Original Points Count _ 32768
Owner Administralor Points Count 32768 Pulse Sequence Zgpy30 Receiver Gain 512.00
SWicyclical) (Hz) 30241.94 Soivent CHLORQFORM-d Spectrum Offset (Hz)  11328.5381 Spectrum Type STANDARD
Sweep Width (Hz) 30241.01 Temperature {degree C) 21.600
2012-09-24-¢jt-37.020.001. 10g5RticalScaleFactor = 1 § § o
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176 168 160 152 144 136 128 120 112 104 96 88 80 72 56 48 40 3z 24 16
Chemical Shift {(ppm)
No. {ppmy} {(Hz) Height No. (pprm) {Hz) Height No. (ppm) {Hz) Height No. {ppm) (Hz) Height No. {ppm) (Hz} Height
1 5.74 577.1 0.0093 10 26,52 2668.4 0.6070 19 71.00 T747.2 1.0000 28 127.84 | 12862.0 | 0.5090 37 135.68 | 13651.0 | 0.3960
2 6.56 660.2 0.0119 11 26.76 26924 0.6828 20 77.20 7767.5 0.0691 29 129.61 13040.1 0.4893 38 158.97 | 15994.3 | 0.0089
3 6.79 683.2 0.0090 12 29.67 2985.0 0.0095 21 77.32 7779.5 0.8987 30 12998 | 130779 | 0.2343 39 163.73 | 16473.3 | 0.0166
4 13.92 1400.3 0.2237 13 38.04 3827.6 0.1250 22 114.42 | 11511.7 | 0.0121 31 130.01 13080.7 | 0.2185 40 164.02 | 16502.8 | 00220
5 18.98 1809.8 0.1580 14 62.77 6315.7 0.1868 23 116.95 | 11766.5 | 0.0172 32 132.09 | 132902 | 0.1047 41 164.06 | 165065 | 0.0221
6 19.11 1922.7 0.2472 15 733 7376.2 0.0789 24 117.02 | 11773.8 | 0.0187 33 132.23 | 13304.0 | 0.1029 42 164.36 | 16537.0 | 0.0238
7 20.16 2027.9 0.0721 16 73.35 7379.9 0.0836 25 11955 | 120286 | 0.0216 34 134,77 | 13559.7 | 0.7025
8 23.77 23N1.5 0.0884 17 76.68 7714.9 0.9580 26 127.68 | 12846.3 | 0.9803 35 13516 | 13598.4 | 0.1467
9 23.80 2394.3 0.0803 18 76.93 7739.8 0.0754 27 127.82 | 12860.1 | 0.4990 36 13563 | 136464 | 0.4880
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BRORER
Gobete

NAME 2012-02-24-ejr-41
EXPNO 14
PROCNO 1
Date_ 201202214
Time 13.38
INSTRUM Av400
PROBHD 5 mm PABBO 8B-
PULPROG zg30b
TD 65536
SOLVENT CDC13
NS 16
DS [¢]
SWH B8264.463 Hz
FIDRES 0.126106 Hz
AQ 3.9649780 sec
RG 181
oW 60.500 usec
DE 9.40 usec
TE 294.8 K
D1 1.00000000 sec
DO 1

15 I s======= CHANNEL f] =sana===
NUC1 1H
Pl 10.00 usec
PL1 -3.60 dB
PL1W 17.838638B31 W
S5F01 400.1324710 MHz
sI 32768
SF 400.1300381 ME=z
WDW EM
S5B 0

| LB 0.30 Hz
GB 0
BC 1.00
— —
- — - \,mi;:ﬂi:;____________*hLd_naq R .

(B R R

10

LU (UL AL UL AL R L (BEEEEEEEE (BEREREE
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| l 1]

L] .

3 Wi = NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

CPDPRG2
NUC2
BCPD2
PL2
PL12
PL13
PL2W
PL12W
PL13W
SFO2

Lol - 1. ZB

i T I ' 1 : I ! I

200 180 160 140 120

wao.

— .
100 80 60

2012-02-13-ejt-

12

1

20120214
0.08

spect

5 mm FABBO BB-
zgpg30
65536
CcbCl3

500

2
29761.904
0.454131
1.1010548
512

16.800
32.78
300.0
2.00000000
0.03000000

125.7703643

CHANNEL f2 ====

waltzlé

1H

80.00

0.00

17.23
120.00
25.62124252
0.48484187
0.00000000
500.1320005
32768
125.7577890
EM

0

1.00

0

1.40

28

MHz

Hz
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NAME 2012-03-21-ejt-58

EXPNO 10

PROCNO 1

Date_ 20120321

Time 15.43

INSTRUM AV400

PROBHD S5 mm PABBO BB-

PULPROG zg

B 131072

SOLVENT CDCLl3

NS 16

DS 4

SWH 89285.711 Hz

FIDRES 0.681196 Hz

AQ 0.7340532 sec

RG 4100

D 5.600 usec

DE 11.01 usec

TE 295.1 K

D1 1.00000000 sec
15 TDO 1

======== CHANNEL f}] ========

NUC1 19F

Pl 10.70 usec

PL1 -5.00 dB

PL1W 27.00716019 W

SFO1 376.4607164 MHz

s51 262144

SF 376.4983660 MHz

WDW EM

$S5B 0

LB 0.30 Hz

GB 4]

PC 2.00
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201112012 16:44:47

Acquisition Time (sec) 3.1719 Comment ejt ery ies prot mMPROTON CDCI3 foptibruk500data/20127Jul et 10 | Date 31 Jul 2042 11:08:00
Date Stamp 31 Jul 2012 11:08:00 | File Name \iss7a.ds.man.ac.uk\wolS\vol3wsers\snmrdatatbruk500data\bruk500data\201 2\Juldatalejtinmr201 2-07-31-ejt-10\ O\pdatavIVIr
Frequency (MHz) 500.13 Nucleus 1H Number of Transients 16 Origin specl
Original Points Count 32768 Owrner womr Points Count 32768 Pulse Sequence Z2430b
Receiver Gain 90.50 SW(cyclical) (Hz) 10330.58 Solvent CHLOROFORM-d Spectrum Offset (Hz})  3080.2925
Spectrum Type STANDARD Sweep Width (Hz) 10330.26 Temperature (degree C) 27.000
2012-07-31-6j1-10.010.001. nggptical ScaleFactor = 1 3
o
1.0 !
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:il'lIll|l|l|'llll|lllliilllllIIIIllll]lIll'llll|lllllilll|IIIlIIIIIilllll[[[[[lllllllllliil]]li]]]l]llllllillII|l(!ll]llII'IIII'I!!IIIIII'IIIIlllll
7.5 7.0 6.0 55 5.0 4.0 35 30 2.5 20 1.5 1.0 0.5
Chemical Shift (ppm)
No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. (ppm) {Hz) Height No. {ppmy}) (Hz) Height No. {ppm) {Hz) Height
1 0.52 259.2 0.0866 10 0.69 3471 0.0698 19 1.35 676.2 0.1536 28 4.29 2146.6 0.0634 37 475 23733 0129
2 0.53 267.0 0.0938 11 0.92 461.9 0.0986 20 1.36 679.7 0.0425 29 4.31 2153.9 0.0958 38 4.76 2379.9 0.0568
3 0.64 3194 0.0536 12 0.94 469.7 0.1950 21 1.37 683.5 0.3057 30 4.32 2161.1 0.0920 39 7.27 3635.9 0.3093
4 0.65 3238 0.0573 13 0.96 477.6 0.1019 22 1.38 690.4 0.1533 )| 4.56 22784 0.0522 40 7.35 3675.0 0.0455
5 (.65 327.6 0.1427 14 0.96 479.5 0.0617 23 1.58 789.4 0.0789 32 4.58 22901 0.1087 41 7.36 3678.8 0.4257
-] 0.66 ang 0.1452 15 0.97 484.9 0.3933 24 3.30 1652.3 0.0458 33 4.62 2311.8 0.1047 42 7.36 3681.7 0.1335
7 0.67 3354 0.1599 16 0.99 492.8 1.0000 25 332 1661.4 0.0594 34 4.65 23235 0.0587 43 7.37 3684.5 0.1228
8 0.68 339.5 0.1533 17 1.00 500.6 0.3154 26 3.43 1716.3 0.0788 35 4.72 2358.5 0.0520
9 0.69 3436 0.0687 18 1.03 515.1 0.2534 27 3.45 1725.4 0.0613 36 4.73 2365.1 0.1230
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NAME 2012-07-31-ejt-35
EXPNO 11
PROCNO I
Date_ 20120801
Time 0.01
INSTRUM AV400
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
D 65536
SOLVENT cDCl3
NS 1000
[} 2
SWH 30241.936 Hz
FIDRES 0.461455 Hz
AQ 1.083578¢ sec
RG 512
DW 16.533 usec
DE 7.83 usec
TE 296.1 K
D1 2.00000000 sec
D1l 0.03000000 sec
D0 1
==z=x=== CHAMNNEL fl ====s=s===
Nucl 13¢C
Pl 8.00 usec
PLL 0.00 ds
PLIW 34.91522217 W
SFO1 100,6241042 MHz
ma=s=c=xs CHAMNEL fz ====sTF=
CPDPRG2 waltzlé
NuUCc2 1H
PCPD2Z 90.00 usec
PL2 -3.60 dB
PL12 15.31 dB
PL13 18.00 da
PL2W 17.83863831 W
PL12W 0.22927761 W
PL13W 0,12341322 w
5F02 400.1316005 MHz
51 32768
5F 100.61276%90 MHz
WDW EM
S5B 0
LB 1.00 Rz
GB 0
PC 1.40
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NAME 2012-97-31-ejr-35
W%/ EXPNO 10
PROCNO

1
Date_ 20120731
Time 11.44
INSTRUM AVA00
PROBHD S mm FABBO BB~
PULPROG zgig
D 131072
SOLVENT CcDC13
HS 16
DS 4
SWH 89285.711 Hz
OTES FIDRES 0.681196 Hz
AQ 0.7340532 sec
RG 4100
COLEt bW 5.600 usec
DE 7.51 usec
TE 295.6 K
D1 1.00000000 sec
16 I D1t 0.03000000 sec
DO 1
====s==== CHAHNEL fl ========
Hucl 19F
Pl 10.70 usec
PLL -5.00 dB
PL1W 27.00716019 W
SFO1 376.4607164 MHz
mammscox CHAMNE]L {2 ssszs=zsx
CPDPRG2 waltbzl6
HUC2 1H
PCPD2 90.00 usec
PL2 -3.60 db
PL12 15.31 da
PL2W 17.83863831 W
| PLL12W 0.22927761 W
i SFO2 400.1316005 MHz
.i SI 262144
i SF 376.4983660 MHz
WDW EM
558 ¢
LB 0.30 Hz
GB 0
PC 2.00

- f 4 T 4 T " T : ! 3 | : T : T J ! ; T : I R | £ E
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 =220 ppm
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30/11/2012 14:32:02

Acquisition Time (sec} 3.9649

I Comment

ejt cry tes proteclion mPROTON CDCI3 {e:'\bruk400data\2012\Sep}) ejt 22

Date 17 Sep 2012 15:04:48 I Date Stamp 17 Sep 2012 15:04:48
File Name W\s57a.ds.man.ac.ukwolSwvalJusersisnmedataibruk400data\2012\Sep\datalejiinmn201 2-09-17-¢jl-22V10\pdata\ 1\ r Fregquency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin AvV400 Criginal Points Count 32768
Owner Administralor Points Count 32768 Puise Sequence z930b Recelver Gain 287.00
SW(cyclical) (Hz) 8264.46 Solvent CHLOROFORM-d Spectrum Offset (Hz)  2464.6750 Spectrum Type STANDARD
Sweep Width (Hz) 8264.21 Temperature (degree C) 22.200
2012-09-17-6j1-22.010.001 . Ing6Rtical ScaleFactor = 1 2
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0.3 T =
2 Bal |l
. e el I
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0.1 358857737 25108 g < | J'ig
13 R i VAT of L
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3 R . | t
8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 20 1.5 1.0 0.5 0
Chemical Shift {ppm)
No. | (ppm) {Hz) Height Ne. | (ppm) (Hz) Height Ne. | (ppm) {Hz) Height No. | (ppm) {Hz) Height No. | (ppm) {H2) Height
1 0.50 198.9 0.0365 12 0.61 244 1 0.0597 23 0.94 377.0 0.2404 34 1.26 503.4 0.3944 45 3.29 1318.0 0.0350
2 0.51 2052 0.0761 13 0.61 245.8 0.0438 24 0.95 378.3 0.2398 35 1.27 508.1 0.0415 46 3.32 1327.8 0.0429
3 0.53 2131 0.1953 14 0.62 2479 0.0422 25 0.96 383.8 0.0689 36 1.33 530.6 0.1129 47 340 1359.1 0.1272
4 0.54 217.3 0.0733 15 0.63 251.6 0.0247 26 0.97 386.3 0.0770 37 1.34 537.7 0.2470 48 349 1398.5 0.0558
5 0.55 2209 0.2121 16 0.86 3457 0.0959 27 0.97 369.4 0.0415 38 1.36 544.7 0.1441 49 3.52 1408.3 0.0440
6 0.56 225.2 0.1204 17 0.88 353.0 0.3865 28 0.98 391.6 0.0350 39 1.38 552.0 0.0236 50 4.26 1704.4 0.0213
7 0.58 230.2 01316 18 0.90 3609 0.6733 29 1.05 419.6 0.2737 40 1.41 564.4 0.0379 51 4.27 1709.4 0.0484
8 0.58 233.0 0.1224 19 0.91 362.4 0.5130 30 1.07 426.7 0.5991 41 1.41 565.9 0.0633 52 4,28 1711.7 0.0527
g 0.59 236.0 0.0720 20 0.92 366.7 0.3024 31 1.08 432.5 0.0672 42 1.42 567.4 0.0394 53 4,29 1716.5 0.0498
10 0.60 238.3 0.0885 21 0.92 368.7 0.3475 32 1.09 434.5 0.0747 43 1.56 624.4 0.1664 54 4,30 1718.8 0.0555
11 0.60 240.5 0.0780 22 0.93 3704 0.2798 33 1.10 440.8 1.0000 44 2.06 822.9 0.0340 55 4.31 1723.6 0.0223
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BRUKER
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NAME 2012-03-01-ejt-38
EXPNO 10
PROCNO 1
Date_ 20120301
Time 14.22
INSTRUM AV400
PROBHD 5 mm PABBO BB-
PULPROG zg30h
TD 63536
SOLVENT CDC13
NS 16
3351 0
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AD 3.9649780 sec
RG 144
DW 60.500 usec
DE 9.40 usec
TE 295.0 K
D1 1.00000000 sec
TDO )
======== CHANNEL fl o=mzoc=c==
NUC1 1H
Pl 10.00 usec
PL1 =3.60 dB
PL1W 17.83863831 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300383 MH=z
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
" 3
0 ppm
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NAME 2012-03-01-ejc-38
EXPNO 11
PROCNO 1
Dace_ 20120302
Time 6.17
INSTRUM AV400
PROBHD 5 mm PABBO BR-
PULPROG zgpg30
TD 65536
SOLVENT CDCL3
NS 1000
Ds 2
SWH 30241.936 Hz
FIDRES 0.461455 Hz
AQ 1.08357B6 sec
RG 512
DW 16.533 usec
DE 7.83 usec
TE 295.5 K
D1 2.00000000 sec
D11 0.03000000 sec
00 1
axnszm=z== CHANNEL [l ========
NUC1 13¢
Pl 8.00 usec
PL1 0.00 dB
PL1W 34.91522217 W
SFO1 100.6241042 MHz
momzmcex CHANNEL f2 =s=co=s=z
CPDPRG2 wakczlt
NUCc2 IH
PCPD2 90.00 usec
PL2 -3.60 ds
PL12 15.31 dB
PL13 18.00 dB
PL2W 17.83B863B31 W
PL12W 0.22927761 W
PL13W 0.12341322 W
SF02 400.1316005 MHz
SI 32768
5F 100.6127690 MHz
HWDOW EM
S5B Q
La 1.00 Hz
GB 0
EC 1.40
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NAME 2012-03-01-e3jt-38

'\\‘\X// EXPNO 12
PROCNO 1
Date_ 20120301
Time 14.23
INSTRUM AV4D0
PROBHD S mm PABBO BB-
PULPROG zgig
TD 131072
SOLVENT cpCla
NS 16
D5 4
SWH 89285.711 Hz
FIDRES 0.681196 Hz
AQ .7340532 sec
RG 4100
DW 5.600 usec
DE 7.51 usec
TE 295.1 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

18

maozeexe CHANNEL El ========
NUCL 19F
Pl 10.70 usec
PL1 -5.00 dB
PL1W 27.00716019 W
sFO1 376.4607164 MHz
m====c=c== CHANNEL f2 sssssass
CPDPRG2 waltz1s
NUCZ 1H
PCPD2 30.00 usec
PL2 -3.60 dB
PL12 15.31 dB
PL2W 17.83863831 W
PL12W 0.22927761 W
SFO2 400.1316005 MHz
S1 262144
SF 376.4983660 MHz
WDW EM
ssB o
LB 0.30 Hz
cB o
PC 2.00

= ——F= & o] T I : I E I 4 1 g I ; [ | 4 T 3 I : I

0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 -220 ppm
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o
NAME 2012-04-03-ejt-31
EXPNO 10
PROCNO 1
Date_ 20120403
Time 11.34
INSTRUM speckt
PROBHD S mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT CcDCl3
NS 16
DS 0
SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719923 sec
RG 144
DW 48.400 usec
DE 13.00 usec
TE 295.4 K
D1 1.000000600 sec
TDO 1
======== CHANNEL fl =====cz==
NUC1 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFO1 500.13308B85 MH=z
SI 32768
SF 500.1300489 MHz
wWDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

MA l 7 Jl_ﬂ l]. \1 I
| R | ERREE RN [reTrrEeee | I rrrTyp Ty T Ty T pT Ty e e e e e [N IR | I
10 9 8 6 5 4 3 2 1 0 ppm

=)
=
<

2.26
79.99

4.74
5.93

o~
2.28
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NAME 2012-03-30-ejt-60
EXPNO 10
PROCNO 1
Date_ 20120330
Time 17.57
INSTRIUM AV400
PROBHD 5 mm PABBO BB-
PULPROG zg
D 131072
SOLVENT CDC13

BTS NS 16
DS 4

Mae., SWH B9285.711 Hz

Me FIDRES 0.681196 Hz
AQ 0.7340532 sec
RG 4100
DW 5.600 usec
DE 11.01 usec
TE 295.1 K
Pl 1.00000000 sec
TDO 1
==m=cc=== CHANNEL fl =s=======
NUC1 19F
Pl 10.70 usec
PL1 -5.00 dB
PL1W 27.00716019 W
SFO1 376.4607164 MHz
SI 262144
SF 376.4983660 MHz
WDW EM
SSB 4]
LB 0.30 Hz
GB 0
PC 2.00
’ T i ) ) T " ] . ' i y | i ’ N i | ¥ ' I i i ' y |
0 -50 -100 -150 -200 ppm

B Ned ol & e ™
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Acquisition Time (sec} 3.9649 | comment eif cry mefi MPROTON CDCI3 {e:\brukd00dala\2012Aug) ejt 15 | Date 07 Aug 2012 16:04:32 }
Date Stamp 07 Aug 2012 16:04:32
File Name \\ss7a.ds.man.ac.ukivolSwol3wusers\snmrdata\bruk400data\20 12\ Aug\datalejtinmni20 12-08-07-ejl- 15\1 O\pdata\ 1\ r Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin AV400 Original Points Count 32768
Cwner Administralor Points Count 32768 Pulse Sequence 2930b Receiver Gain 57.00
SW(eyclical} (Hz} B8264.46 Soivent CHLOROQFORM-d Spectrum Offset (Hz)  2464.9272 Spectrum Type STANDARD
Sweep Width (Hz} 8264.21 Temperature (degree C) 22.200
2012-08-07-ql—15010.001.1Wﬁica|3caleFact0r =1 8.
103 |
0.9
3 &
0.8 5
3 @
2074 =
g = |
] E
E 067
s 3
g‘ . 5; 19
@
4 o
1 = |
S 58
3 o~
024 - 53
3 0 o o oy o | ™ w
0.1 NN L o
1 T ok
:'l'|""I""I""i“"|""i""]""l""i""l""|“"l""|"“l""|""l""|“"l'"'l""l""]""l"“|““I""l""]""I“"I""l""l"
7.5 7.0 6.5 6.0 55 5.0 45 4.0 35 30 2.5 20 1.5 1.0 0.5
Chemical Shift (ppm}
No. {ppm) {Hz}) Height No. (ppm) {Hz} Height No. (ppm) (Hz} Height No. {ppm} {Hz) Height No. {ppm) (Hz) Height
1 0.53 2120 0.0952 12 0.71 2829 0.0629 23 1.00 4007 1.0000 34 1.45 581.3 0.0545 45 4.55 1822.4 0.0519
2 0.55 220.1 0.1146 13 0.72 287.2 0.1403 24 1.01 404.7 0.2829 35 2.35 941.7 0.0446 46 4,58 1834.0 0.1428
3 0.57 228.2 0.0492 14 0.74 296.8 0.0743 25 1.02 408.8 0.4415 36 2.36 943.5 0.1913 47 4,62 1846.9 0.1761
4 0.65 2620 0.0748 15 0.76 304.9 0.0762 26 1.03 410.5 0.2809 a7 2.36 945.2 0.3289 48 4,63 1853.2 0.0509
5 0.66 264.3 0.0802 16 0.93 3735 0.1267 27 1.03 4121 0.3534 a8 2.37 946.7 0.1756 49 4.65 1858.7 0.0647
6 0.67 266.8 0.0663 17 0.94 377.2 0.0432 28 1.04 417.9 0.0848 39 334 1337.2 0.0045 50 4.69 1874.6 0.0660
7 0.68 270.3 0.2067 18 0.95 381.3 0.2509 29 1.13 451.9 0.0942 40 3.37 1346.5 0.1009 51 4,70 1881.2 0.1598
8 0.68 2721 0.2004 19 0.96 385.1 0.0087 30 1.13 453.4 0.1088 41 3.39 1355.8 0.0427 52 472 1888.5 0.1570
9 0.69 2751 0.0892 20 0.97 389.4 0.1997 kil 1.28 511.2 0.0430 42 423 1692.8 0.0518 53 4,74 1895.1 0.0676
10 0.70 2786 0.2478 21 0.98 3929 0.7667 32 1.37 549.0 0.0650 43 4,26 1706.1 0.0454 54 4.74 1896.8 0.0426
11 0.70 279.6 0.2340 22 0.99 396.9 0.2736 33 1.38 552.0 0.0558 44 4,30 1719.0 0.0431 55 4.78 1910.7 0.0575
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Acquisition Time (sec) 1.0835 | comment &t cry meli mMCARBONnight CDC!3 {e:\brukd00dala\2012\Aug) eit 15| Date 08 Aug 2012 01:51:12 |
Date Stamp 08 Aug 2012 01:51:12
File Name \\ss7a.ds.man.ac.ukvolS\wolJwsersisnmrdataibruk400datat201 2\Aug\datalejtinmn2012-08-07-¢ji-15\22\pdatal Vr Frequency {MHz) 100.61
Nucleus 13C Number of Transients 1000 Origin AV400 Criginal Points Count 32768
Owner Adminislrator Points Count 32768 Puise Sequence 2gpg30 Receiver Gain §12.00
SW(cyclical) (Rz) 30241.94 Solvent CHLOROFORM-d Spectrum Offset (Hz) 11330.3838 Spectrum Type STANDARD
Sweep Width (Hz) 30241.01 Temperature (degree C} 23.100
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210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 50 40 30 20 10 4] -10
Chemical Shift (ppm)
No. {ppm) {Hz) Height No, {ppm) (Hz) Helght No. {ppm) {Hz) Height No, {ppm) (Hz) Height No. (ppm}) (Hz) Height
1 5.04 506.9 0.5443 1 13.78 1386.5 0.0286 21 69.31 6973.8 0.0433 3 77.00 77472 1.0000 4 127.84 12862.0 | 0.4885
2 5.40 542.9 0.1020 12 20.94 2107.3 0.1033 22 69.37 6979.3 0.2156 32 77.31 7778.6 0.9035 42 127.93 12871.2 | 0.0317
3 5.47 550.3 0.0425 13 2112 2124.8 0.0187 23 69.45 6987.6 0.0507 33 90.76 9131.5 0.0177 43 128.40 12918.3 0.5878
4 6.26 6297 0.0241 14 21.60 71728 01212 24 €69.79 7021.8 0.0204 34 94.50 9508.1 02119 44 137.72 13856.9 0.1744
5 6.38 641.7 0.1556 15 26.00 2615.8 0.1939 25 74.17 7462.0 0.1225 35 94.68 9525.6 0.0300 45 137.80 13864.2 | 0.0260
6 6.74 678.6 0.0747 16 29.68 2085.9 0.0199 26 74.54 7499.8 0.0398 36 94.71 9529.3 0.0407 46 199.11 20033.0 (.0260
7 6.77 681.4 0.1883 17 38.84 3907.9 0.1899 27 74.63 75091 0.0360 37 117.14 11785.8 0.0240 47 199.41 200634 0.0447
8 £.60 684.1 0.1352 18 38.91 3915.3 0.0243 28 74.78 7523.8 0.0857 38 119.71 12044.3 | 0.0187 48 199.72 | 20093.9 | 0.0240
9 6.84 687.8 0.7244 19 39.72 3996.5 0.0196 29 75.02 7547.8 0.0449 39 127.68 12846.3 0.2237
10 6.98 7026 0.1880 20 62.69 6307.4 0.0302 30 76.68 77149 0.9789 40 127.82 12860.1 0.2858
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Acquisition Time (sec} 3.1719 [ Comment il cry meli 3 mPROTON CDCI3 /opt/bruk500data/2012/0cl ejl 34 ] Date 19 Oct 2012 11:33:36 I
Date Stamp 19 Oct 2012 11:33:36
File Name \ss7a.ds.man.ac.ukwolS\wol3wsersisnmrdataibruk500datatbruk500data\20 1210 ctidata\ejtinmi2012-10-1%-¢jt-34M\10\pdataV 1\ Ir
Frequency (MHz) 500.13 Nucleus 1H Number of Transients 16 Origin spect
Original Points Count 32768 Owner wnmr1 Points Count 32768 Pulse Sequence zg30b
Receiver Gain 50.80 SW(cyclical} (Hz) 10330.58 Soivent CHLOROFORM-d Spectrum Offset (Hz)  3080.2925
Spectrum Type STANDARD Sweep Width (Hz) 10320.26 Temperature (degree C) 27.000
2012-10-19-6j1-34.010.001.1028Ptical ScaleFactor = 1 =
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8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 35 30 25 2.0 1.5 1.0 0.5 0
Chemical Shift (ppm)
Mo. (ppm) (Hz) Height No. {ppm) {Hz} Height No. {ppm) {Hz) Height No. {ppmy} {Hz) Height No. {ppm) {Hz) Height
1 0.54 267.7 0.0431 12 0.63 314.0 0.0186 23 0.94 469.1 0.3353 34 1.03 517.0 0.0402 45 1.16 581.4 0.0182
2 0.54 268.9 0.0464 13 0.63 317.2 0.0284 24 0.96 478.9 0.0683 35 1.04 518.6 0.0352 46 117 584.8 0.0152
3 0.55 276.8 0.1038 14 0.65 325.0 0.0140 25 0.96 481.4 0.0615 36 1.04 522.4 0.0359 47 1.28 639.0 0.1818
4 0.56 282.5 0.0932 15 0.67 336.7 0.0180 26 0.97 486.8 0.0406 37 1.06 531.2 0.1567 48 1.4 671.2 0.0200
5 0.57 284.7 0.1130 16 0.69 344.9 0.0219 27 0.98 491.5 0.0507 38 1.07 534.1 0.0731 49 1.36 678.5 0.0397
6 0.58 290.4 0.0931 17 0.71 a52.8 0.0133 28 0.99 494.7 0.0414 39 1.07 536.9 0.0888 50 1.37 685.7 0.0202
7 0.59 2945 0.0897 18 0.86 430.3 0.0132 29 1.00 4894 0.0647 40 1.08 537.8 0.0738 51 1.44 719.8 0.0216
8 0.60 298.6 0.0594 19 0.88 4411 0.0372 30 1.01 504.7 0.0289 41 1.09 5429 0.3437 52 1.57 784.1 0.0186
9 0.60 302.3 0.0853 20 0.89 446.1 0.0547 kY| 1.4 506.3 0.0330 42 1.10 551.7 0.0526 53 2.3 11728 0.1382
10 0.61 306.4 0.0326 21 0.91 453.4 0.3225 R 1.01 507.3 0.0349 43 1.12 559.9 1.0000 54 3.34 1670.6 0.0283
11 0.62 300.9 0.0520 22 0.92 461.2 0.6680 33 1.02 511.4 0.0228 44 1.15 572.8 0.0205 55 3.36 1680.4 0.0327
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NAME 2012-09-28-ejt-20
%\\ W/ \J/// N\\‘W% EXPNO 13
PROCNO 1
Date_ 20120929
Time 10.56
INSTRUM AvV400
PROBHD 5 mm PABBO BB-
PULPROG zgpg3o
TD 65536
SOLVENT cDCl3a
NS 256
Ds 2
SWH 30241.936 Hz
FIDRES 0.461455 Hz
AD 1.0835786 sec
RG 512
DW 16.533 usec
DE 7.B1 usec
TE 295.4 K
D1 2.00000000 sec
20 D1l 0.03000000 sec
TDO 1
======== CHANNEL fl1 asccoozca=x
NUC1 13C
Pl 8.00 usec
PL1 0.00 dB
PL1W 34.91522217 W
SFO1 100.6241042 MHz
smsmonocs CHANNEL f2 cwsssasse
CPDPRG2 waltzle
NUC2 1H
pCPD2 90.00 usec
PL2 -3.60 dB
PL12 15.31 d&
PL13 18.00 dB
| PL2W 17.83863831 W
| PL12W 0.22927761 W
i PL13W 0.12341322 W
SF02 400.1316005 MHz
S1 32768
SF 100.6127690 Mz
WDW EM
| 5SB 0
| LB 1.00 Hz
GB 0
PC 1.40
| B T ; T I T . ] | ] = | | ' I |
240 220 200 180 160 140 120 100 80 60 40 20 ppm
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Acquisition Time (sec) 3.1719 ] Comment €t cry wittig mPROTON CDCI3 /opt/bruk500data/2012/Aug ejt 15 l Date 06 Aug 2012 11:08:00 I
Date Stamp 06 Aug 2012 11:08:00
File Name \iss7a.ds.man.ac.uk\volSwol3lusers\snmrdata\bruk 500datatbruk500data\20 1 2Augidataleji\nmn2012-08-06-gjt-15\1 O\pdatavivie
Freqguency (MHz} 500.13 Nucleus 1H Number of Transients 16 Qrigin spect
Original Points Count 32768 Owner wnmrd Points Count 32768 Pulse Sequence 2930k
Recelver Gain 90.50 SW(eyclical) (Hz) 10330.58 Solvent CHLOROFORM-d Spectrum Offset (Hz})  3080.2925
Spectrum Type STANDARD Sweep Width (Hz} 10330.26 Temperature (degree C) 19.310
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7.5 7.0 6.5 6.0 45 4.0 3.5 3.0 2.5 20 1.5 1.0 0.5 0
Chemical Shift (ppm)
No. {ppm) {Hz) Height No. {ppm) {Hz) Height No. (ppm) (Hz) Height No. {ppm) {Hz) Height No. {Ppm) {Hz) Height
1 0.65 3276 0.0833 10 0.96 481.7 0.0726 19 3.30 1649.5 0.0662 28 463 2314.0 0.1497 37 7.31 3654.5 0.0471
2 0.66 330.7 0.0898 1 0.98 487.7 0.9220 20 3.32 1658.6 0.0885 29 4.65 2325.7 0.0829 38 7.31 3657.7 0.0381
3 0.67 3358 0.2117 12 0.99 405.3 1.0000 21 3.42 17094 0.1050 30 473 2365.7 0.0640 39 7.32 3659.6 0.0439
4 0.68 3386 0.2200 13 1.01 503.5 0.4271 22 344 1718.5 0.0793 k)| 4,74 2372.4 0.1916 40 7.32 3663.1 0.0375
5 0.69 344.0 0.2262 14 1.03 5174 0.3013 23 4,02 20123 0.0466 32 4.75 2377.7 0.1894 41 7.35 3676.0 0.0414
6 0.69 346.2 0.2280 15 1.27 6327 0.0427 24 405 20231 0.0813 33 4.77 2384.3 0.0667 42 7.36 3681.0 0.6262
7 0.70 352.2 0.0968 16 1.44 7226 0.1420 25 4.07 2033.8 0.0442 34 5.15 2575.1 0.0948 43 7.37 3684.5 0.2032
8 0.71 354.0 0.1020 17 1.59 7945 0.0578 26 4.56 2281.3 0.0744 35 5.40 2701.8 0.0979 44 7.37 3686.1 0.2121
9 0.95 474.8 0.0435 18 1.91 956.8 0.3996 27 4.58 22929 0.1522 36 7.27 3635.9 0.2110
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Acquisition Time (sec) 1.1010 l Comment eit cry wiltipg mCARBONnRight COCI3 fopt/bruk500data’2012/Aug ejt 23 l Date 06 Aug 2012 14:26:24 |
Date Stamp 06 Aug 2012 14.26:24
File Name \iss7a.ds.man.ac.ukwolSwol3wsers\snmrdataibruk500data\bruk 500datal20 1 2VAug\datalejtinmn2012-08-06-gjt-23\ Mipdatav ivir
Frequency {MHz) 125.76 Nucleus 13C Number of Transients 1000 Origin spect
Original Points Count 32768 Owner wnmri Points Count 32768 Puise Sequence Zppgal
Receiver Gain 512.00 SW(cyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12570.2578
Spectrum Type STANDARD Sweep Width (Hz} 29761.00 Temperature (degree C) 19.803
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Chemical Shift (ppm)

No. (ppmy) {H2) Height No. {ppm) (Hz) Height No. {ppm) {Hz} Height No. {ppm) (Hz) Height No. {ppm) {Hz} Height

5.04 6334 0.2561 8 21.14 2657.9 | 0.0346 15 76.75 9651.6 | 0.9667 22 116.22 | 146161 | 0.0151 29 127.99 | 160957 | 0.0101

6.41 806.0 0.0138 9 30.29 3808.7 0.0208 16 76.86 9666.1 0.0343 23 119.28 | 150021 | 0.0117 30 12840 | 16147.4 | 0.1971

6.76 849.6 0.0164 10 8.4 4880.5 0.0501 17 77.00 9683.3 1.0000 24 121.26 | 15249.2 | 0.0223 AN 137.87 | 17338.2 | 0.0763

6.95 8741 0.3625 11 69.25 8708.8 0.1144 18 77.25 9715.1 0.9716 25 123.22 | 15496.2 | 0.0117 a2 140.40 | 17657.0 | 0.0125

19.05 2395.5 0.0298 12 75.02 9434.5 0.0423 19 94.74 11914.0 | 0.0742 26 127.66 | 16054.8 | 0.1289 33 140.59 | 17680.6 | 0.0279

19.07 2398.2 0.0512 13 76.41 9609.8 0.0225 20 116.08 | 14598.0 | 0.0146 27 127.74 | 16064.86 | 0.0119 4 140.78 | 17704.2 | 0.0156

OO W N -

20.60 2580.7 0.0517 14 76.64 9637.9 0.03%4 21 116.15 | 14607.0 | 0.0313 28 127.84 | 16076.6 | 0.2612
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NAME 2012-08-07-ejt-
EXPNO 10
PROCNO 1
Date 20120807
Time 15.57
INSTRUM AV400
PROBHD 5 mm PABBO BB

PULPROG zq
D 131072
SOLVENT CDC13
NS 16
DS 4
SWH B9285.711
FIDRES 0.6B1196
AQ 0.7340532
RG 4100
DW 5.600
DE 11.01
TE 295.2
D1 1.00000000
TDO 1
=zo===== CHANNEL {1 ====
NUC1 19¥%
P1 10.70
PL1 5.00
PLIW 27.00716019
SFO1 376.4607164
ST 262144
SF 376.4983660
WDW EM
5SB 0
LB 0.30
GB a
PC 2.00

{
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14
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Acquisition Time (sec} 3.9649 | Comment eit ery willig mPROTONnight CDC13 {e:\bruk400data\2012\Sep) eit 47 [ Date 23 Sep 2012 05:48:00 I
Date Stamp 23 Sep 2012 05:48:00
File Name \\ss7a.ds.man.ac.ukivolSwol 3wsersisnmrdatatbruk4 00data\201 2\Sep\datalejtinmr\2012-09-2 1-ejt-47v1 O\ndata\ 1\ir Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin Av400 Original Points Count 32768
Owner Administrator Points Count 32768 Puise Sequence zg30b Receiver Gain 40.30
SW{cyclical) (Hz) 8264.46 Solvent CHLOROFORM-d Spectrum Offset (Hz)  2464.9272 Spectrum Type STANDARD
Sweep Width (Hz) 8264.21 Temperature (degree C) 21.200
2012-09-21-€j1-47.010.001. IngSPtical ScaleFactor = 1 g
103 '
0.9+
0.8
: 8
2 0.7 E T
g -
o 0.6
E 4
% 05 z
w3 2
E 0.4 2] =
z 4 2 55
0.3 3 | T o
3 RN ® [
023 g 0 @ ol 2
O n8e DS g |e o
043 Pl Ty s T i 4
| y L | N
0 e e—— = = ez e - — ‘) L., e ,..—-:-’ - - —rr e
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8.5 6.5 6.0 55 5.0 4.5 4.0 35 30 25 20 1.5 1.0 0.5 0 -0.5 -1.0
Chemical Shift {ppm)
No. | {ppm) Value Absolute Value Non-Negative Value |[ No. | (ppm) | Value Absolute Value Non-Negative Value
1 b311.. 0.693.7977647! 1.79901200e+8 13.79776478 7 D295.4.130.98017204  1.28072510e+7 0.98917204
2 B997. 1.04j7.45019347 3.57907424e+8 27.45019341 8 ©D290. 5.15{1.01108395 1.31829480e+7 1.01108396
3 D554..1.1701.5567245! 2.81065856e+8 21.55672455 9 DB30..5.2380.00019169  1.30409290e+7 1.00019169
4 B255.,1.94{3.1294682(] 4.08033520e+7 3.12046820 10 8067 .. 7.49{8.1884689] 2.37149088e+8 18,18846893
5 [494 .. 3.4311.00304404  1.42515790e+7 1.09304404 11 [426. 7.760.48153591  1.23624344e+8 9.48153591
6 f[723. 3.56[1.11904001 1.45905260e+7 1.11904001
No. (ppm) {Hz) Height No. (ppm) {Hz} Height No. {ppm) (Hz) Height No. {ppm) {Hz} Height No. {ppm) {Hz) Height
1 0.55 220.6 0.0768 4 0.61 2446 0.2646 7 0.67 267.0 0.0752 10 0.90 360.9 0.1269 13 0.94 377.8 0.6009
2 0.57 2284 0.2431 5 0.63 252.7 0.2509 8 0.69 2746 0.0313 11 092 369.7 0.4047 14 0.95 382.0 0.6156
3 0.59 236.5 0.3054 6 0.65 2597 0.1726 9 071 283.7 0.0202 12 0.94 374.2 0.3671 15 0.96 385.8 0.3093
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NAME 2012-09-21~-ejt-47
EXPNO 11
PROCNG 1
Date_ 20120923
Time 6.40
INSTRUM AV4D0
PROBHD 5 mm PABBO BB-
PULPROG 2g9pg30
™D 65536
SOLVENT CBCl3
NS 1000
bSs 2
SWH 30241.936 Hz
FIDRES 0.461455 Hz
AQ 1.0835786 sec
RG 512
DW 16.5313 usec
DE 7.83 usec
TE 294.9 K
DL 2.00000000 sec
D1l 0.03000000 sec
TDO i
nessmss= CHANNEL fl sz=zsss=
NUC1 13C
Pl 8.00 usec
PL1 0.00 dB
PLIW 34.91522217 W
SF01 100.6241042 MHz
=umasses CHANNEL f2 zcoussss
CPDPRG2 waltzlé
NUC2 iH
BCPD2 90.00 usec
PL2 -3.60 dB
PL12 15.31 dB8
PL13 18.00 ds
PL2W 17.83863831 W
PL12W 0.22927761 W
PL12W 0.12341322 W
SFO2 400.1316005 MHz
51 32768
SF 100.6127690 MHz
WDW EM
S58B 0
LB 1.00 Bz
GB o
PC 1.40
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Acguisition Time (sec) 0.7340 | Comment ejt cry wittig mF19CPD CDCI3 {e:\bruk400dala\2012\Sep} ejt 47 l Date 21 Sep 2012 17:08:32 l
Date Stamp 21 Sep 2012 17:08:32
File Name \\ss7a.ds.man.ac.ukwolSivol3wusersisnmrdata\bruk400datal201 2\Sep\datalejinmn2012-09-21-eji-4N14\pdatal Mr Frequency (MHz} 376.50
Nucleus 19F Number of Transients 16 Origin AV400 Original Points Count 65536
Owner Administralor Points Count 262144 Pulse Seqguence Zgig Receiver Gain 4100.00
SWicyclical) (Hz} §9285.71 Solvent CHLOROFORM-d Spectrum Offset {(Hz)  -37649.5977 Spectrum Type STANDARD
Sweep Width (Hz} 89285.37 Temperature (degree C) 21.300
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: {
1.0 j |
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Z 074
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E 3 {E:
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4 ©
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024 i
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Chemical Shift {ppm)

No. {ppm) (Hz) Height

-116.97 | -44039.7 | 0.2203

-99.58 | -37493.1 | (.3652

-98.92 | -37241.4 | 1.0000

Wi -

-98.21 | -36974.7 | 0.4116
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Acguisition Time (sec) 3.9649 l Comment gjl ery brominalion mPROTONNight CDCI3 {e:\bruk400data\2012\Sep} ejt 34
Date 29 Sep 2012 06:41:20 | Date Stamp 29 Sep 2012 06:41:20
File Name \\ss7a.ds.man.ac.ukivolSivol3wsersisnmrdalatbruk400data\2(H 2\Sep\datalejtinmni2012-09-28-ejt-34122\pdata) \ir Frequency (MHz} 400.13
Nucleus 1H Number of Transients 16 Origin AV400 Original Points Count 32768
Owner Administralor Points Count 32768 Pulse Sequence z030b Receiver Gain 90.50
SW(eyclical) (Hz) 8264.46 Solvent CHLOROFORM-d Spectrum Offset (Hz)  2464.9272 Spectrum Type STANDARD
Sweep Width (Hz) 8264.21 Temperature (degree C) 21.900
2012-09-2B-¢1-34.022.001. 10f8Ptical ScaleFactor = 1 8
1.0 |
0.9 =
3 - @
E NOF
0.8 ~ I
3 o~
2073 |
E 0 6—— — §
c 0.6
3 - 3
N E 22 o
® 0.5—E X
E 3 3
Z 04 =1
E oL
E | iq
0.2
0.1 ROGGS TIY8 29333y N 83T S
E 00516 6 < <+ o3 Qg T o P ]l |
3 L R S | ~ (WO N 11t L
_E A Jﬁ AL . 1 | NP [ N
B B i L I B L R B B B R R R R RN AR LR RN LAREE LR R LAY SRR RN LA LR LU AR LR RLALEY LARE LELEE KA
8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 o 25 2.0 1.5 1.0 0.5 0 -0.5
Chemical Shift (ppm)
No. {ppm) {Hz) Height No. (ppm) (Hz) Height No. (ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm) {H2) Height
1 0.10 39.3 0.0569 12 0.64 255.4 0.0854 23 0.92 369.2 0.7846 M 1.02 410.0 0.0333 45 1.25 500.8 0.0197
2 0.53 211.5 0.0728 13 0.65 258.7 0.0423 24 0.94 ard7 0.4768 35 1.04 414.6 0.0491 46 1.26 505.6 0.0664
3 0.55 2196 0.2398 14 0.66 2627 0.0431 25 0.94 Tr2 0.3485 36 1.05 421.1 0.0929 47 1.27 510.2 0.6938
4 0.57 227.4 0.2773 15 0.67 266.3 0.0256 26 0.96 3828 0.1848 7 1.07 426.4 0.5648 48 1.31 5223 0.0724
5 0.58 232.0 0.0477 16 0.67 2701 0.0215 27 0.96 386.1 0.0974 38 1.07 430.0 0.1603 49 1.33 530.8 0.0254
6 0.59 2358 0.1562 17 0.68 2733 0.0229 28 0.98 391.6 0.0344 39 1.08 4331.5 1.0000 50 1.36 542.4 0.0765
7 0.59 236.8 0.1676 18 0.69 2774 0.0206 29 0.99 394.1 0.0378 40 1.09 436.8 0.2914 51 1.44 577.0 0.0218
8 0.60 240.0 0.0879 19 0.70 281.4 0.0220 30 0.99 396.4 0.0415 41 1.1 444.8 0.8124 52 1.69 675.4 0.0202
] 0.61 244.8 0.1781 20 0.71 2849 0.0185 kil 1.00 398.7 0.0372 42 1.12 447.9 0.2577 53 1.71 683.2 0.0231
10 0.62 247.9 0.1145 21 0.88 352.3 0.1744 3z 1.01 402.2 0.0435 43 1.14 455.2 0.0789 54 249 995.7 0.0366
1 0.63 252.7 0.0927 22 0.90 360.9 0.4475 3 1.02 407.3 0.0412 44 1.16 465.0 0.0262 55 332 1328.1 0.0218




ejt cry bromination

mF19 CDC13 {e:\bruk400data\2012\Sep} ejt 34

BRUKE

NAME 2012-09-28B-ejt-
EXPFNO 20
PROCNO 1
Date_ 20120928
Time 132,29
INSTRUM AV400
PROBHD S mm PABBO BB-
PULPROG zg
TD 131072
SOLVENT CDC13
NS 16
DS 4
SWH 89285.711
FIDRES 0.681196
AQ 0.7340532
RG 4100
oW 5.600
DE 11.01
23 TE 295.2
Dl 1.00000000
DO 1
s=ssss== CHANNEL f1 ====
NUC1 19F
Pl 10.70
PL1 -5.00
PL1W 27.00716019
SFO1 376.4607164
s8I 262144
SF 376.4983660
! WDW EM
il SSB 0
LB 0.30
GB 0
| PC 2.00
1
] ' [ ] I ] T
0 -50 -100 -150 -200 ppm
A N o (@

34
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20/11/2012 17:35:28

Acquisition Time (sec) 3.9649

I Comment

ejt cry vinyl iodide mPROTON CDCI3 {e:\bruk400data\2012\0ct} ejt 13 l Date

09 Oct 2012 12:46:08 |

Date Stamp 09 Oct 2012 12:46:08
File Name \iss7a.ds.man.ac.ukivolSivol 3wsers\snmrdataibruk400data\20 1210chdatalejiinmn2012-10-08-ejt-13\1 Oipdatat \r Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 Origin AV400 Original Points Count 32768
Owner Adminisirator Points Count 32768 Pulse Sequence 2g30b Receiver Gain 322.00
SWicyclical) (Hz} 8264.46 Solvent CHLOROFORM-d | Spectrum Offset (Hz) 24649272 Spectrum Type STANDARD
Sweep Width (Hz) 8264.21 Temperature (degree C) 21.300
2012-10-09-¢it-13.010.001. 1npgptical ScaleFactor = 1 8
4 P~
1.0 o
T
0.9
0.8
> 0.7—% HO. El N
T =3 L=}
c E 1 !
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E G \&
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E 04- © 83
0.3'2 - N % [ u"‘.,
3 © 0 g o |7
E -|= * QT |~
0.2 M m N = EEEBBaiginag <
E 328529353 pugiag - &5 iR gy
3 | \ﬁ"l—-' L'“‘*-ﬁ _ B |
0 ) - " A A A ! | T
| 101 1.00 0.98 1.091.08 50 354
= = L] = |-
L L N L L L L L e B LML R ¢ it Mt L L L L L N L L L N L L BN DL NLRCI S AL LN SR LA R LA AL BLELEL AL LN TLELELELA BN NLELELELAY BLELRL AL NN R TLACLELA LALELALE TLALELIL LA
8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 25 2.0 1.5 1.0 0.5
Chemical Shift (ppm)
No. {ppm) Value Absolute Value Non-Negative Value
1 B398 . 1.0403.54017091  1.01245312e+8 3.54017091
2 5041 .. 1.602.45626207, 7.13905760e+7 2.49626207
3 8854 .. 2.48{1.07680511 3.07955380e+7 1.07680511
4 p5185.. 2.63(1.08013748  3.11768320e+7 1.09013748
5 7612 .. 3.88D.976596531 2.79402220e+7 0.97696531
6 p027 .. 5.94{1.00033140  2.86084700e+7 1.00033140
7 [1198.. 6.231.00761056  2.88166460e+7 1.00761056




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

20/11/2012 17:36:58
Acquisition Time (sec) 1.0835 Comment ejt cry iodide 10 mCARBONnight COCI3 {e:\bruk400data\201210cl} ejt 10 | Date 08 Oct 2012 19:35:44
Date Stamp 08 Oct 2012 19:35:44 | File Name \iss7a.ds.man.ac.ukivolSivol3wsers\snmrdalaibruk400dala\20 1 O ciidatateiinmr2012-10-08-eji-10\1 2\pdata\ (M r
Frequency (MHz) 100.61 Nucleus 13C Number of Transients 800 Origin AV400
Original Points Count 32768 Cwner Administrator Points Count 32768 Pulse Sequence zgpg30
Receiver Gain 512.00 SWicyclical) (Hz) 30241.94 Solvent CHLOROFORM-d Spectrum Offset (Hz)  11332.2295
_Spectrum Type STANDARD Sweep Width (Hz) 30241.01 Temperature (degree C) 22.900
P~ o~
P~
E S
E |
0.9
0.8
207 Et
5 3
=R
2 3 1
£ 064
hs) 3
@ =3
L} =
T 0.5
E E 28
<) 3
Z 0.4
0.3—%
3 § © @ 3 =
3 ! 4]
0.2 = 9 = . x 5
3 ! £ | P I
E =
0.1 |
3 SRR L L0 R N 0 A T A A L L B S B B LA I AL LRI T B R TR L SN I BN AL SRR FARLELAL AUE LI LR IR BRI L TR B IUL LI ILRLEUEN S LR
128 120 96 838 72 64 56 48 40 16 0
Chemical Shift (ppm)
No. (ppm) (Hz) Height
1 9.87 993.3 0.1460
2 28.86 2903.7 0.1572
3 52.38 5270.1 0.1243
4 71.26 7169.4 0.1335
] 76.68 77149 1.0000
6 77.00 7747.2 0.9152
7 77.31 7778.6 0.9874
8 107.65 | 10830.6 | 0.0683
9 128.66 | 129450 | 0.1445
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21/11/2012 11:54:23

Acquisition Time (sec) 5.3084 | comment ejt cry vinyl mMPROTON CDCI13 {E:Abruk300data\2012\Nov} ejt 60 | Date 21 Nov 2012 10:22:56 |
Date Stamp 21 Nov 2012 10:22:56
File Name \\ss57a.ds.man.ac.ukivolSivol3wsersisnmrdataibruk300datai20 1 2\Navdatalejinmrii2012-11-21-eit-6001 O\pdatat 1\ ir Frequency (MHz) 299.95
Nucleus 1H Number of Transients 16 Origin DPX300 Original Points Count 32768
Owner Administrator Points Count 32768 Puise Seguence zg30 Receiver Gain 456.10
SWcyclical) (Hz) 6172.84 Solvent CHLOROFORM-d Spectrum Offset (Hz) 1848.6169 Spectrum Type STANDARD
Sweep Width (Hz) 6172.65 Temperature (degree C) 27.000
2012-11-21-6jt-60.010.001.rgffical ScaleFactor = 1 §
!
0.40 (
3 @
3 =
0.35- = 2o
5 = ?-, [
>, 0.30- TBSO.__.El :
S 3 I
£ 0.25
3 G
N 020 /
i E 29 i
E
£ 0.15
4 - .
3 o~ o
0.10] ~ mhE AN - ag
0.05- N 883 Ry -1 / =
3 - 2o o™ - I iat] s - )
_E k tl 'm ( - \ m
e N Ji: P j )
7 100 .00 0.98 2.03 8.09
S R P ) [— =
L R B L B L B R R R i R R N R N R R SR AR RN RN REREE AR RN REAES RARRE AR ULLRE LN RLLE LN LN LY AR LR RN LSRR R
75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 2.5 20 15 1.0 0.5 1} -1.0
Chemical Shift (ppm)
No. {ppm) Value Absolute Value Non-Negalive Value
1 D223. 0.168.08682060 4.68993120e+8 8.08682060
2 7955..0.86)7.0270633] 9.87480256e+8 17.02706337
3 B579..1.612.78549266  1.61543936e+8 2.78549266
4 B810.. 2.562.03447366 1.17988776e+8 2.02447366
5 [869. 3.910.98051947 5.68649760e+7 0.98051947
6 p223. 5.840.99646074  577894880e+7 0.99646074
7 pBags .. 6.14b.99959248 5.79711120e+7 0.99959248




EJT-PRM46 TBS vinyl iodide data
mCARBONnight CDCI3 {e:\bruk400data\2012\Nov} ejt 58

<)

(dsce)

; ;D :-F MmN — [l - I W I W= A T B ) S~ m
’ 3 . oMo e - YeeEmoohoAMmMNm dAmw
@ - e e e = R == ~wao b
L] (o] [ [T ol el T I ] (3] mMoOQUnuno - o o
- =4 =l -~~~ ¥4} MEANNMNANNASOO 0
NAME 2012-11-28-ejt-58
] N7 VARV ¢
PROCNO 1
Date_ 20121129
Time 20.00
INSTRUM AV400
| PROBHD 5 mm PABBO BB-
PULPROG zgpg30
™ 65536
SOLVENT CcDC13
NS 256
DS 2
SWH 30241.936 Hz
| FIDRES 0.461455 Hz
I AQ 1.0835786 sec
TBSO El RC 512
DW 16.533 usec
| DE 7.83 usec
| TE 293.9 K
D1 2.00000000 sec
D11 0.03000000 sec
29 | DO 1
| ==eeamss CHANNEL [l cessssc=
NUC1 13cC
Pl 8.00 usec
PL1 0.00 dB
PL1W 34.91522217 W
5F01 100.6241042 MHz
smwmponzx CHANNEL [2 s=s=====
CPDPRG2 waltzlg
NUC2 1H
PCPD2 90.00 usec
PL2 -31,60 dB
PL12 15.31 da
PL13 18.00 dB
| | PL2W 17.83863831 W
{ PL12W 0.22927761 W
| PL13W 0.12341322 W
| | | 5F02 400.1316005 MHz
| 1 51 32768
| SF 100.6127690 MHz
| | | WDW EM
55B 4]
LB 1.00 Hz
GB 0
PC 1.40

S

I N I = T T 1

120 100 80 60

160

Ok i I % T

240 220 200 20

! —
180 140 ppm



EJT-PRM48c f4-5 8mg full data (>$7
mPROTONnRight CDCI3 /opt/bruk500data/2013/Jan ejt 31 BRUKER

NAME 2013-01-10-edt~31
EXPNO 11
PROCNC 1
( Date_ 20130110
Time 21.35
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30h
Tb 65536
SOLVENT CDC13
NS 16
ps 0
SWH 10330.578 Hz
FIBRES 0.157632 Hz
AQ 3.1719923 sec
RG 90.5
EO;%SO%' = DW 48.400 usec
DE 13.00 usec
F+y TE 300.0 K
F D1 1.00000000 sec
b0 1
======== CHANNEL fl ====cs==
30 NUC1 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.218B03665 W
SF01 500.,1330885 MHz
ST 32768
SP 500.1300359 MHz
gt EM
S55B 0
LB 0.30 Hz
GB V]
PC 1.00
] U A 1 L Jh
T e IR DI " T — ———— " B [T r
10 9 8 7 6 5 4 3 2 1 0 ppm

1.20
5.22
6.24
3.04
N
5.82
59.80
18.68



EJT-PRM48c f4-5 8mg full data

mCARBONnight CDC13 /opt/bruk500data/2013/Jan ejt 31

NAME 2013-01-10-ejt-31
EXPNO 10
PROCNO 1
Date_ 20130110
Time 21.33
INSTRUM spect
PROEBHD 5 mm PABBO BB~
PULEROG zgpg30
b 65536
SOLVENT ChCi3
ao}?soma = NS 2000
DS 2
F SWH 29761.904 H:z
F FIDRES .454131 Hz
AQ 1.31010548 sec
RG 512
30 DW 16.800 usec
DE 32.78 usec
TE 293.8 K
D1 2.00000000 sec
Dil 0.03000000 sec
b0 1
======a= CHANNEL fl ==ss=====
NUC1 13C
P 8.80 usec
PL1 -1.00 dB
PL1W 104.35516357 W
SFOl 125.7703643 MH:
======== CHANNEL f2 ======a=
CPDPRG2 waltzl6
NgCcz2 1H
PCPD2 80.00 usec
PL2 0.00 dB8
PL12 17.23 dB8
PL13 120.00 dB
PL2W 25.62124252 W
PL12W 0.43484197 W
PL13W 0.00000000 W
STO2 500.1320005 MH:z
ST 32768
SF 125.757788%0 MH:z
WowW EM
SS8E o}
: SR I i 09 e
BC 1.40

N I ' [ K i ’ !

200 180 160 140

T

120



EJT-PRM48c £4-5 8mg

ml19F CDC1l3 /opt/bruk500data/2013/Jan ejt 29

TS0, _Et
EIOL

F-ll

30

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT

-1 ! I ' { ! { T ' i ’ i ! 1 i

-60 -80 -100 -120 -140 -160 -180 -200 ppm

2013-01-10=-ejt=-29

12

1

201320110
17.38
spect

5 mm PABBO BB-
zgflgn
131072
CDC13

1g

4
113636.367
0.866977
0.5767668
203

4.400

&.50

300.0
1.00000000

CHANNEL f1 ====

13F

17.50

2.90
48.97788239
470.5453180
65536
470.5923770
EM

0

0.30

o]

1.00



EJT-PRM65 Product data
mPROTONnRight CDCI3 {e:\bruk400data\2013\May} ejt 40

BRUKER
(e:)

NAME 2013-05-02=-ejt=-40
EXPNO 11
PROCNO 1
Date_ 20130503
Time 2.19
INSTRUM AV400
PROBHD 5 mm PABBO BB
PULFROG zg30b
TD 65536
SOLVENT CDC13
NS 16
DS 4}
SWH B264.463 Hz
FIDRES 0.126106 Hz
AQ 3.9649780 sec
RG 203
E{D,C ol 60.500 usec
E 9.40 usec
Fy E 300.0 K
Fol oT8S H 1.00000000 sec
oTBS DO 1
f=ao=s== CHANNEL fl ========
33 Hucl 1H
P1 10.00 usec
PL1 3.60 dB
PL1W 17.83863831 W
EFO1 400.1324710 MHz
EI 32768
F 400.1300401 MHz
DWW EM
=5 ESB 0
— LB 0.30 Hz
f LB 0
! PC 1.00
[
Ir‘
j __j ‘_/J
; \ . ) )
......... I e I o e e B IS s B B B B B I |
10 9 6 4 0 ppm
L 1 b
e ey i=]
@ S lm| WN‘ I
- - | B b



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

12/06/2013 18:27:58
Acquisition Time (sec) 1.3631 Comment P. Mears EJT-PRM 65 Prod data 0513-008 mCARBON CDCI3 {E:\bruk400service_data\2013\May} Administrator 24 t
Date 10 May 2013 09:34:08 Date Stamip 10 May 2013 09:34:08
Fiie Name \\ss7a.ds.man.ac.ukwol5\WOLIWUSERS\SNMRDATABRUK400SERVICE _DATAZO13WAY\DATAVMDMINISTRATORINMR\2013-05-09-ADMINISTRATOR-24\I2\PDATAVIVIR
Freguency (MHz} 10064 Nucleus 13C Number of Transients 10240
Qrigin AV400_S B Qriginal Points Count 32768 Owner Administrator
Paints Count 32768 Puise Sequence zgpg30 Receiver Gain 2050.00
SWcyclical) (Hz) 24038.46 Solvent CHLOROFORM-d Spectrum Offset (Hz) _ 10063.3350
Spectrum Type STANDARD Sweep Width (Hz) 24037.73 Temperature (degree C) 25.100
2PRM65prodC13-NMR.esp VerticalScaleFactor = 1
0.45
0.40
0.35 EI0.C
E Fy
> E OTBS
— P F
e ] OTBS
2 4 o
z 3 D ®
B3 3 e
T o
E 0.207 | -
o 3 = b
z2 3 2%
E  ©
0.15 u|? s
ig & 5. 8 1
0,103 ~ ~ = o o
E A o " ] 1
ig % & es 7
R I = |
0.053 u|1
| l A f [ .
B T o o g A N O B 0 S N N L B L B L L L (L A B L B LN Y BN LB BN SN N N BB NG RN B LR N NUALAC N SRR MU LI BRI SR B
55 50 45 40 35 30 25 20 15 10 5 0 -5
Chemical Shift (ppm)
No. {ppm) {Hz) Height No. (ppm} {(Hz) Height No. {ppm) (Hz) Height No. {ppm) (Hz) Height
1 -5.69 -572.7 0.1186 4 18.26 1837.9 0.0326 7 25.82 2598.6 0.0350 10 59.74 6012.1 0.0566
2 -5.23 -526.5 0.1268 5 18,31 1843.0 0.0457 8 25,86 2602.3 0.1934 11 62.72 6312.1 0.0500
3 1391 1399.9 0.0515 6 25.79 2595.0 0.2026 9 57.36 57729 0.0262




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

12/06/2013 18:28:32
Acquisition Time {sec}) 1.3631 Comment P. Mears EJT-PRM 65 Prod data 0513-008 mCARBON CDCI3 {E:\bruk400service_datal2013\May} Administrator 24 ]
Date 10 May 2013 09:34.08 Date Stamp 10 May 2013 09:34:08
Fife Name \iss7a.ds.man.ac.ukivolS\WOLIWSERS\SNMRDATABRUK400SERVICE_DATARC1FMANDATAVMDMINISTRATOR\NMR\2013-05-09-ADMINISTRATOR-24\12\PDATAVIVIR
Frequency (MHz) 100.64 Nucleus 13C Number of Translents 10240
Origin AV400 S Original Points Count 32768 Owner Administrator |
Points Count 32768 Puise Sequence zgpg30 Receiver Gain 2050.00
SWcyclical) (Hz) 24038.46 Solvent CHLOROFORM-d Spectrum Offset (Hz}  10063.3350
Spectrum Type STANDARD Sweep Width (Hz) 24037.73 Temperature {degree C) 25.100
0.065 3PRME5prodC13-NMR esp\/grticalScaleF actor = 1
0.060
0.055
0.050
EtO,C
0.045 i
= i OTBS
2 0.040 | oBS o
£ 0.035 %
E 0.030 33 =
E |
o
S 0,025 3
0.020 @ =]
[ - (O o o]
0015 38 '8 S 2 w
™ « a ~—
o® g w o« 8
0.010 | 8 - f T g
! H T
0.005 !
¥
|r|i;aal|ll|||||‘lt[rlli]llll||||l]llrr;|s|u|||||||||||¢¢vr]llrr||xxx|||||Ftsl||||||||it;||||||||||iuaa|||;tt[lll!|llll|x|1|i||||||||IIIIIVJIIII
170 165 160 155 150 145 140 135 130 125 120 115 110 105
Chemical Shift {ppm)
No. {ppm) (H2) Height No. (ppm} {Hz) Height No. {(ppm) {Hz) Height No. (ppm) {Hz2) Height No. {ppm) {Hz) Height
1 -5.69 -572.7 0.1186 6 25.79 2595.0 0.2026 11 62.72 63121 0.0509 16 130.64 | 131477 | 0.01456 21 163.21 16435.0 | 0.0053
2 -5.23 -526.5 0.1268 7 25.82 2598.6 0.0350 12 110.56 111267 0.0039 17 130.86 13169.0 0.0059 22 163.66 16470.2 0.0079
3 13.91 1390.9 0.0515 8 25.86 2602.3 0.1924 13 113.05 11377.6 0.0066 18 135.56 13642.2 0.0137 23 164.00 16504.7 0.0049
4 18.26 1837.9 0.0326 9 57.36 5772.9 0.0262 14 11554 | 11627.7 | 0.0063 19 13564 | 136510 | 0.0274
5 18.31 1843.0 0.0457 10 59.74 6012.1 0.0566 15 130.43 13126.5 0.0064 20 135.73 13659.8 0.0111




EJT-PRM65 1/s prod 10mg
mF19 CDC1l3 (e:\bruk400data\2013\Feb} ejt 31

40 z
NAME 2013-02-14-ejt-31
EXPNG 12
PROCNO 1
Date_ 20130214
Time 12.58
INSTRUM AV400
PROBHD 5 mm PABBO BB-
PULPROG 9
D 131072
S0LVENT cbcl3
NS 16
DS 4
ElOZC SWH g9285.711 Hz
FIDRES 0.681196 Hz
Fe AQ 0.7340532 sec
S RG 4100
OTBS 217] 5.600 usec
DE 11.01 usec
TE 292.9 K
a3 Dl 1.00000000 sec
TDO 1
smmmem== CHANNEL fl ==scec=os
NUC1 i9F
Pl 10.70 usec
PL1 -5.00 dB
PL1W 27.00716019 W
SFO1 376.4607164 MHz
51 262144
SE 376.4983660 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 2.00
I | ' i I T " ) I i ; ¥ i I ) i N ) |
0 =50 -100 -150 -200 ppm



EJT-PRMS5S f1-30 4mg

mPROTON CDCI3 {e:\bruk400data\201 3\Jan} ejt 19 BRUKER
(ag0tiz)
NAME 2013-01-24-ejt-
EXPNO 10
PROCNO 1
Date_ 20130124
Time 16.25
INSTRUM AV400
PROEHD 5 mm PAEBO BBE-
PULPROG zg30b
TD 65536
SOLVENT CDC13
NS 16
DS 0
SWH 8264.463
FIDRES 0.126106
AQ 1.9649780
RG 228
et DW 60.500
o DE 9.40
] OTBOPS TE 292.9
OTBDPS D1 1.00000000
TDO 1
34 ======== CHANNEL fl ====
| NUC1 1H
Pl 10.00
/ PL1 -3.60
PL1W 17.83863831
SFO1 400.1324710
SI 32768
SF 400.1300385
WDW EM
SSB 0
LB 0.30
GB 0
BC 1.00
—_ 4 /; = L 2R
) | J . L,
[ e iR - e — e AAaass LAy S e e l
10 8 6 5 4 1 0 ppm
™ o uny | o|; =1 [
0| = o~ eSS =] ~
-] - wiled o |
i - wn |

19



EJT-PRM58 §1-30 4mg (“>§7
mF19CPD CDCI3 {e:\bruk400data\2013\Jan} ejt 19 BRUKER

(a2sz )
= oap o
Lol o)
™M o N
ooo
[ i e B
LI T R |

NAME 2013-01-24-ejt-19
\\V EXPNO 12
PROCND 1

Date_ 20130124
Time 16.28
INSTRUM AV400
PROBHD 5 mm PABBO BHB-
PULPROG zglg
TD 131072
SOLVENT CDCL3
NS 16
s 4
SWH 89285.711 hHz
FIDRES 0.6B1196 Hz
AQ 0.7340532 sec
RG 4100
EI0,C DW 5.600 usec
E DE 7.51 usec
F | OTBDPS TE 293.0 X
Di 1.00000000 sec
GTBDFS D11 0.03000000 sec
TDO 1
34 caswsass CHANNEL fl sssmsmo=s
Nucl 19F
Pl 10.70 usec
PL1 -5.00 da
PLIW 27.00716019 W
SFO1 376.4607164 MHZ
ewazex== CHANNEL (2 sesssccas
CPDPRG2 waltzle
\ NUC2 ik
| PCPD2 $0.00 usec
| PL2 -3.60 dB
| PL12 15.31 da
PL2W 17.83B63B31 W
PL12W 0.22927761 W
| SF02 400.1316005 MHZz
| 51 262144
SF 376.4983660 MHz
WDW EM
558 o
La 0.30 Hz
GB 4}
PC 2.00

0 1 - i T 1 - T - 1 1 T - T
0 -20 -40 -60 -80 100 120 -140 -160 -180 -200 -220 ppm



EJT-PRM78 Prod data

mPROTONnNight CDCI3 /opt/oldbruk500data.11vii11/2013/May ejt 23 BR: U: K: E:R
NAME 2013-05-06-e3jt-23
EXPHO 14
PROCNO 1
[ Date_ 20130506
Time 23.20
INSTRDUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT CBC13
NS 16
DS 0
SWH 10330.578 Hz
FIDRES 0.157632 Hz
OTBDPS AQ 3.1719923 sec
= RG 18
, DW 48.400 usec
F DE 13.00 usec
F TE 300.0 K
OH o1 1.00000000 sec
TDO 1
40
======== CHANNEL f1 =s======
NUC1 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFOl 500.1330885 MHz
3 32768
SF 500.1300840 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
j " uJ WM L

3513
9.73



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

23/05/2014 17:17:55
Acquisition Time (sec) 1.1010 Comment EJT-PRM78 Prod data mCARBONnight CDCI3 /optfoldbruk500data. 11vii11/2013/May ejt 23
Date 06 May 2013 22:20.00 Date Stamp 06 May 2013 22:20:00
File Name \iss7a.ds.man. ac.ukolSWOLAUSERSISNMRDATABRUK5S00DATA\BRUKS00DATAZ0 1 3MAYDATAE S TINMR\2013-05-06-EJT-2V0WPDATAVIVIR
Frequency (MHz} 125.76 Nucleus 13C Number of Transients 3000 Origin spect
Original Points Count 32768 Owner vl Points Count 32768 Pulse Sequence 2gpgq30
Receiver Gain §12.00 SWicyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12562.9922
Spectrum Type STANDARD Sweep Width (Hz) 29761.00 Temperature (degree C) 25.128
1.0 PRM76 -C-13NMR cdxesp VerticalScaleFactor = 1
0.9
08
A OTBDPS
0.7
F-ﬂ
Z £ ©
I3 g
§ 0° o 2
] D
= a0 o~
E, 05
‘a
§ 0.4
Z -
o
0.3 B S
=] g 92
b I~
0.2 o E 3 i é
AN &
0.1 N
70 65 60 55 50 45 40 35 30 25 20 15 10
Chemical Shift (ppm)
No. (ppm) (Hz) Height

19.01 23909 0.2061
26.76 3365.5 0.4888
31.83 4003.1 0.0785
61.95 77905 0.1612
7233 9096.6 0.0455
7258 N27.5 0.0859
72.82 9157.5 0.0440

~N bW N -



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
23/05/2014 17:23:24

Acquisition Time (sec} 1.1010 Comment EJT-PRM78 Prod data mCARBONnight CDCI3 /optioldbruk500data. 11vii11/2013/May ejt 23

Date 06 May 2013 22:20:00 Date Stamp 06 May 2013 22.20.00

File Name Wss7a.ds.man.ac.ukwol5\WOLIWSERSISNMRDAT ABRUKS00DATABRUKS00DATA201 IMAY\DATAIEJT\NMR\2013-05-06-EJT-23\I0WPDATAVIVIR

Frequency (MHz) 125.76 Nucleus 13C Number of Transients 3000 Origin spect
Original Points Count 32768 Owner vnmir1 Points Count 32768 Pulse Sequence zgpg30
Receiver Gain 512.00 SWcyclical) (Hz) 29761.90 Soivent CHLOROFORM-d Spectrum Offset (Hz}  12562.9922
Spectrum Type STANDARD Sweep Width (Hz) 29761.00 Temperature (degree C) 25.128

1.0 - PRM78 -C-13NMR.cdxesp \ferticalScaleFactor = 1

09

08

OTBDPS

0.7
Z
2 os
kT
=
© 05 40
N
g
5 04
=

0.3

[==]
&
< w0 Ly
o+ 50
o2 8 SR8 5 3
= = @ o
; = 2
0.1 S - T e ~
123.0 122.5 122.0 121.5 121.0 1205 1200 11985 119.0 1185 118.0 117.5 117.0 116.5

Chemical Shift {(ppm)

Nao. (ppm}) {Hz) Heght No. (ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm} {Hz) Height No. {ppm) (Hz) Height
19.01 23809 0.2061 6 72.58 9Nn275 0.0859 11 12082 | 151947 | 0.1070 16 12958 | 162055  0.0367 21 132.81 167015 | 0.1135
26.76 3365.5 0.4888 72.82 9157.5 (0.0440 12 12090 | 152047 | 0.0546 17 12087 | 163318 | 0.3682 22 13287 | 16709.7 | 01225
3183 4003.1 0.0785 117.91 148286 @ 0.0221 13 12178 | 153146 | 0.0234 18 12990 | 163355 | 00755 23 13477 @ 169485 | 0.0635
61.95 7750.5 0.1612 9 119.84 15071.2 0.0281 14 127.66 16053.9 0.0923 19 130.11 16361.8 0.1076 24 13549 17038.4 0.6292
72.33 9096.6 0.0455 10 12075 | 151856 | 0.0589 15 127.79 | 16071.2 | 1.0000 20 130.31 16387.2 | 0.0446
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bW =
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This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
23/05/2014 17.53.06

Acquisition Time (sec) 1.1010 Comment EJT-PRM78 Prod dala mCARBONnight CDCI3 /optfoldbruk500data.11vii11/2013/May ejt 23
Date 06 May 2013 22:20:00 Date Stamp 06 May 2013 22:20:00
File Name Wiss7a.ds.man.ac. ukvolSWOLIIWSERS\SNMRDATA\BRUKS00DAT ABRUKS00DATAZO13WANDATAE JTINMR\2013-05-06-EJT-23W0WPDATAVIVIR
Frequency (MHz) 125.76 Nucleus 13C Number of Transients 3000 Origin spect
Original Points Count 32768 Owner vamri Points Count 32768 Pulse Sequence 2gpg30
Receiver Gain 512.00 SWcyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12662.9922
Spectrum Type STANDARD Sweep Width (Hz) 29761.00 Temperature (degree C) 25.128
. u)
PRM78 -C-13NMR.cdxesp VerticalScaleFactor = 1 3
[
t~
e
10
09 OTBeDPS
08 g
= d
g 07 A
= 40
k=)
ﬁ 06 o
E 05 3
z
04
o 1w
03 ~ 5 § 0 2
~— 0 - - uw
02 N 28 54 2 i
< - a2 s o
e a - T
0.1 . -
139 138 137 136 135 134 133 132 131 130 129 128 127 126 125 124
Chemical Shift (ppm)
No. (ppm) {Hz) Height No. {ppm) {Hz) Height No. {ppm) (Hz) Height No. (ppm) (Hz) Height No. (ppm) (Hz) Height

19.01 2390.9 0.2061 6 7258 9127.5 0.0858 1 12082 | 15194.7 | 0.1070 16 12958 | 162955 | 0.0367 21 132.81 167015 | 0.1135
26.76 3365.5 0.4888 72.82 9157.5 0.0440 12 12090 | 15204.7 | 0.0546 17 129.87 | 16331.8 | 0.3682 22 132.87 | 16709.7 & 0.1225
31.83 4003.1 0.0785 117.91 148266 @ 00221 13 12178 | 153146 | 00234 18 2990 | 183355 | 0.0755 23 134.77 | 169485 @ 0.0635
61.85 77805 0.1612 9 119.84 | 15071.2  0.0281 14 12766 | 16053.9 | 0.0923 19 130.11 16361.8 | 0.1076 24 13549 | 170384 06292
7233 8056.6 0.0455 10 12075 | 151856  0.0599 15 127.79 | 16071.2 | 1.0000 20 130.31 16387.2 00446
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This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
23/05/2014 18:08:10

Acquisition Time (sec) 0.5767 Comment EJT-PRM78 Prod data m19FCPD CDCI3 /opt/oldbruk500data. 1 1vii11/2013/May ejt 23
Date 06 May 2013 22:24:16 Date Stamp 06 May 2013 22:24:16
File Name We57a.ds.man.ac.ukwolSWOLAUSERSISNMROATABRUKS00DAT ABBRUKS00DATAZ01 3IMAVDAT AAEJT\NMR\2013-05-06-ET-23\12PDATAVIVIR
Frequency (MHz} 470.5% Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Owner vnmrl Points Count 65536 Pulse Sequence zgthiggn
Receiver Gain 287.00 SWycyclical} (Hz) 113636.37 Solvent CHLOROFORM-d Spectrum Offset (Hz -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
o uwn
PRM78-F{HINMR cdxesp  VerticalScaleFactor=1 8
'y}
o
e
. ]
1.0 ~
4
0.9 S 2
T ™
)
0.8 r 9
z ro3
207 it
£ v
1=
o 06
k|
® 05
£ 40
Z 04
0.3
02
01
0
-103 -104 -105 -106 -107 -108 -109 -110 -111 =112 -113 -114 -115 -116 -117 -118 -119 -120 -121 -122

Chemical Shift (ppm)

No. {ppm) (Hz) Height
-113.84 | -535744 | 0.5903
-113.32 | -533264 | 07057
-108.51 | -51061.9 | 1.0000
-107.97 | -50812.2 | 0.80564

AWN =



EJT-PRM77/79 Prod data <)
mPROTONnRight CDCI3 {e:\bruk400data\2013\Apr} ejt 49 BRUKER

NAME 2013-04-25-ejt =49
PNO 12
PROCNO 1
Date_ 20130426
Time 0.03
INSTRUM AV400
PROBHD 5 mm PAEBO BB-
PULPROG zg30h
TD 65536
SOLVENT CDC13
NS 16
DS 0
= OTBOPS SWH 8264.463 Hz
FIDRES 0.126106 H=z
Fy AQ 3.9649780 sec
F RG 90.5
OTBDPS DW 60.500 usec
DE 9.40 usec
a1 TE 291.9 K
Dl 1.00000000 sec
TDO 1
======== [CHANNEL fl mmmm====
NUC1 1H
Pl 10.00 usec
PL1 —-3.60 dB
PLIW 17.83863831 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300413 MHz
WOW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
lL
) u.—.r‘k_.}LM A M .
......... IR e o o B o e L S T I S M I
10 9 8 7 6 5 4 3 2 1 0 ppm
L J | ] L 1 L. =

I
42.76
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This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
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Acquisition Time (sec) 1.0835 Comment EJT-PRM77/79 Prod data mCARBONnight CDCI3 {e:\bruk400data\2013\Apr} ejt 49 |
Date 25 Apr 2013 23:47:28 Date Stamp 25 Apr 2013 23:47:28
File Name V\ss7a.ds.man.ac.ukwolSWOLIWSERS\SNMRDATA\BRUK400DATARZO1 NAPR\DATAEJT\INMR\2013-04-25-EJT-49\10WPDATAVIVIR
Frequency {(MHz) 100.61 Nucleus 13C Number of Transients 600 Origin AV400
| Original Points Count 32768 Owner Administrator Points Count 32768 Puise Sequence Zgpgat
Receiver Gain 512.00 SWieyclical) {(Hz) 30241.94 Solvent CHLORQFORM-d Spectrum Offset {Hz)  11297.1592
Spectrum Type STANDARD Sweep Width (Hz) 30241.01 Temperature {degree C) 19.400
PRM79-C13NMResp  VerticalScaleFactor = 1 83

o

ol )
0.25 OTBDPS 33
g
2o
2 F !
2 020 OTBDPS
2
= 41
3 0
N o
@ 015 @
E et
[«] [y =)
2 | g
0.10 g
|
0.05
ll|llll|llll|(rll]llMll|Illllaallllll! II!I|IIIIlIIII[llll ;|||||||¢ ;..q]lllllilll|llxxlllxl||1||;Ilv||1irr[x||i;1|
70 65 60 5 35 30 25 20
Chemlml Shlﬂ (ppm)
[ No. | (ppm) | (Hz) | Height |
| 1 18.68 1879.3 0.2102
| 2 19.28 1940.2 0.2114
| 3 26.38 2654.6 0.5291
| 4 26.58 26739 0.5033
5 35.13 3535.0 0.0761
6 50.89 6026.0 0.1114
7 71.51 7194.4 0.0453
8 71.77 72211 0.0348
9 71.83 7226.7 0.0355
10 7210 7254.3 0.0405 |




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
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e ——

Acquisition Time (sec) 1.0835 Comment EJT-PRM77/79 Prod data mCARBONnight CDCI3 {e:\brukd00data\2013\Apr} ejt 49 ) i
Date 25 Apr 2013 23:47:28 Date Stamp 25 Apr 2013 23:47.28
File Name W\s57a.ds.man.ac. ukwolSWOLMWSERS\SNMRDATABRUK400DATARZ0 1 MPRIDATAEJTINMR2013-04-25-EJT-AMOPDATAVIVIR
 Frequency (MHz) 100.61 Nucleus 13C Number of Translents 600 Origin AV400
Original Points Count 32768 Owner Administrator Points Count 32768 Pulse Sequence 2gpq30
Recelver Gain 512.00 SWicyclical) (Hz) 30241.94 Solvent CHLOROFORM-d Spectrum Offset (Hz}  11297.1592
Spectrum Type STANDARD Sweep Width (Hz) 30241.01 Temperature (degree C} 19.400
| Mo Mm
IPRM79-C13NNRBsp . & VerticalScaleFactor = 1 82883 S
5 <3 ¥ M= N
O 0w @D m P P~
il L o
I I Poe @ el o |~
J @ ©
1 Il [
i i Mo OTBOPS
1 I| P ]
0154 i <80
| | S
2 8 8
g — 3
g ] a i 41
E ] 7 e
§ 0.10 . © 2
= H 0 o
] 1 ' f‘-- o~
E ] 8 <
z _ ; ‘ Ay S|
1 | 5 | e
1 = (3]
] | 5 alil fls
0,05 , i o Se
1 | ; l | \ H
i ’ : | !
.\J h ‘ | |'iJ\ J
1 AL
L ««@w ﬁw@wpﬂ“ i st y »;,«1
T TTTTITTr T T T [ FT I T T e r A [ rr A rfTIIryT RERE] 'fr'1’1'|11 T Y r
137 130 129 128 127 126 125 123 122 121 . 120 119 118 117
Chemical Shift (ppm)
No. {ppm) {Hz) Height No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. (ppm} {Hz} Height No. (ppm) (Hz) Height
1 18.68 1879.3 | 0.2102 7 71.51 7194.4 | 0.0453 13 | 12051 | 121245 | 0.0424 19 | 12943 | 130225 | 0.1720 25 | 13334 | 134157 | 0.1369
2 19.28 1940.2 0.2114 8 71.77 7221.1 0.0348 14 127.16 12793.7 | 0.4051 20 129.72 13051.2 0.0625 26 135.08 13591.1 0.4275
3 26.38 2654.6 0.5291 9 71.83 7226.7 0.0355 15 127.21 12799.2 | 0.7568 21 120.97 13077.0 0.0402 27 135.15 13597.5 0.4308
4 25.58 2673.9 0.5033 10 7210 7254.3 0.0405 16 129.12 12991.2 0.1982 22 132.00 13281.0 0.0988 28 136.60 13642.7 0.3973
5 35.13 3535.0 0.0761 11 120.32 12106.1 0.0384 17 129.17 126958 | 02313 23 133.21 13402.8 0.1141 29 135.84 13667.7 0.3377
6 59.89 6026.0 | 0.1114 12 | 12042 | 121153 | 0.0735 18 | 12931 | 130105 | 01777 24 | 13332 | 134139 | 01326




EJT-PRM77 f5-11 86mg
mF19CPD CDCI3 {e:\bruk400data\201

>
T
=
ag (D
—
(3]
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OTBOPS

L) |

— 1

— .
-100 -120

| ! T
-140 -160

BRUKER

HAME 2013-04-24-ejt-56
EAPNO 11
PROCHNO 1
Date_ 20130424

Time 18.18
INSTRUM AV40G
PROBHD S mm PABRO BB-
PULPROG zgiyg

D 131072
SOLVENT CDCl3

1is 16

DS 4

SWH 89285.711 Hz
FIDRES 0.6B1196 Hz
AQ 0.7340532 sec
RG 4100

oW 5.600 usec
DE 7.51 usec
TE 293.3 K

D1 1.00000000 sec
D11 0.03000000 sec
DO 1
masnuusn CHAMNNE[ f] ssszmoa=
HuUC1 19F

Pl 10.70 usec
PL1 =5.00 dB
PLIW 27.00716019 W
SFOlL 376.4607164 MHz
mmomoo=n CHANNEL {2 sss=====
CPDPRG2 waltzlé

Huc2 1H
PCPD2 90.00 usec
PL2 -3.60 da
PL12 15.31 dB
PL2W 17.838636831 W
PLIZ2W 0.22927761 W
SF02 400.1316005 MHz
51 262144

k13 376.4983660 MHz
WDW EM

55B 0

La 0.30 kHz
GB 1}

PC 2.00



EJT-PRM89 {10-24 20mg
mPROTON CDCI3 {e:\bruk400data\2013\May} ejt 11

BRUKER
()

NAME 2013-05-2%-ejt-11
EXPNO 10¢
PROCNG 1
Date_ 20130529
Time 12.38
INSTRUM AV400
( PROBHD 5 mm PABBO BB
PULPROG zg30b
™ 65536
SOLVENT cDei3
NS 16
OTBDPS o 9
SWH 8264.463 Hz
MeO-C FIDRES 0.126106 Hz
Fe AQ 3.9649780 sec
£ RG 144
OTEDPS D 60.500 usec
DE 9.40 usec
a2 TE 294.4 K
Dl 1.00000000 sec
D0 1
======== CHANNEL {1l ========
NUC1 1H
Pl 10.00 usec
PL1 3.60 dB
PL1W 17.83863831 W
SFOL 400.1324710 MHz
51 32768
SF 400.1300464 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB o
PC 1.00
155
L_ _/_ - _//F .j/i,f;affj
j A AJL._..JU& Ak A )JL N
[T e ————— e R [ [ [ e [ )
10 9 8 7 6 5 4 3 2 1 0 ppm
1 I |I
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o o o |od|od | [{+~| || |0
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Acquisition Time (sec)

1.1010

Comiment

EJT-PRMB0 methyi ester mCARBONnight COCI3 /opt/oldbruk500data, 11vii11/2013/Jun ejt 26

I

Date

07 Jun 2013 03:50:40

Date Stamp

07 Jun 2013 03:50:40

File Name \iss7a.ds. man.ac. ukwol5WOLUSERS\SNMRDAT A'BRUK500DATA\BRUKS00DAT A2013UUNDAT AEJTWMRI2013-06-06-ET-26\1 1P DATAVIVIR
Frequency (MHz) 125.76 Nucleus 13C Number of Transients 3072 Origin spect
Original Points Count 32768 Cwner vnmri Points Count 32768 Pulse Sequence zgpg30
Receiver Gain 512.00 SWycyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz) 12569.3496
Spectrum Type STANDARD Sweep Width (Hz) 29761.00 Temperature {degree C) 25.128
1.0-JmethylesterproductCNMR esfyertical ScaleF actor = 1
=
0.9 o 2 s
N O~ [o)]
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0831 Me0,C e
5 v3
e | [Te]
Q.7 E :g
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E 06 42
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£
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ﬁ 8 Y
a LS a S
[Ta gy S} uw 3
S2eo g | f
0.1 'T_'_'T-:r_r_:' J
il IIL 1 A
r;||v||vnuu;naa;[‘lll|i1|r||!||||llr|t;|||||i||t|q||rvri]|x:||x|||||r!l|i||1l|a||[|t||‘|||l||';x[lvlx|x||xi||x|;|||r|r|||||
75 70 65 60 85 50 45 40 35 30 25 20
Chemical Shift (ppm)
No. (ppm} {Hz) Height No. {ppm) {Hz) Height No. (ppm) {Hz) Height No. (ppm) (Hz) Height No. {ppm) {Hz) Height
1 19.00 2389.1 0.2368 4 26.70 3358.2 0.7079 7 59.83 75235 0.0992 10 70.75 8897.7 0.0487 13 77.00 9683.3 0.7680
2 19.44 24445 0.2365 5 34,46 43337 0.0876 8 70.54 8870.5 00373 11 70.95 8924.0 0.0351 14 77.25 9715.1 0.7269
3 26.66 33528 06122 6 53.04 6669.7 0.2506 9 70.74 8895.9 0.0510 12 76.75 96516 0.7640




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

12/06/2013 11:06:19

Acquisition Time (sec) _1.1010 | comment EJT-PRMBD methyl ester mCARBONnight CDCI3 foptioldbruk500data. 11ii11/20134Jun ejt 26 1
Date 07 Jun 2013 03:50:40 Date Stamp 07 Jun 2013 03:50:40
File Name \\ss7a.ds.man.ac.ukwolS\WOLS\WJUSERS\SNMROATABRUKSMDATABRUKS(IDATA201 3UUNDAT AAEJT\NMRY2013-06-06-EJT-26\1 1\PDATAVIVIR
Frequency (MHz) 125.76 Nucleus 13C Number of Transients 3072 Origin spect
Original Points Count 32768 Cwner vnmir] Points Count 32768 Puise Sequence zgpa30
Receiver Gain 512.00 SWeyclical} (Hz} 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12569.3458
Spectrum Type STANDARD Sweep Width (Hz) 29761.00 Temperature (degree C) 25.128
. M~
methylesterproductCNMR esyertical ScaleFactor = 1 5
~
&
103 '
3 OTBOPS
0.9 MeDC
-; Fu'
0.8 = | F
2 4 OTBOPS S o
2073 238 8
£ 4 2 88 8
06 - o
g 3 2 § L,
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= EI ) o o D
: 88&3833t
03 o -SRARY
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021328 8 S5 3
N = ! N N -
011282 l = oep o
1510 -
o] T e AR ] ol el Y 2. B 5 JL L ] 1
N AN he R et L AE e Liiad Len L) Lidna LEReS Libad tankt LLLLI LARRY LLLL LEE R L R R s L R LS A RS B R R b R R St A L R bt AR L R R LA LAY LA Ll AR LA LSRR L]
164 162 160 158 156 154 152 150 148 146 144 142 140 138 136 134 132 130 128 126 124 122 120 118 116 114
Chemical Shift (ppm)
No. | (ppm) (Hz) Height || No. [ (pprm) (Hz) Height || No. | (ppm) (Hz) Height || No. | (ppm) (Hz) | Height |[ No. | (ppm) (Hz) Height
1 19.00 2389.1 0.2368 9 70.74 8895.9 0.0510 17 115.22 14489.9 0.0265 25 128 .90 16336.4 02136 || 33 135.96 17098.4 0.4091
2 10.44 24445 0.2365 10 70.75 8897.7 0.0487 18 117.24 14743.3 0.0254 26 132.12 16615.2 0.1516 34 163.74 20591.6 0.0256
3 26.66 3352.8 0.6122 1" 70.96 8924.0 0.0351 19 127.54 1 603_9.4 1.0000 27 133.12 16740.5 0.1625 35 163.99 206234 0.0439
4 2670 3358.2 0.7079 12 76.75 9651.6 0.7640 20 127.59 16045.7 0.4926 28 133.55 16795.0 0.1850 : 36 164.25 20656.1 0.0261
5 34.46 4333.7 0.0876 13 77.00 9683.3 0.7680 21 12765 16053.0 0.5199 29 133.61 16802.3 0.1924
6 53.04 6669.7 0.2506 14 77.25 97151 0.7269 22 129.46 16280.1 0.2176 || 30 135.39 17025.7 | 0.5682
7 59.83 7523.5 0.0992 15 113.17 142319 | 0.0225 23 129.51 162864 | 0.2148 3 135.45 170339 | 05619
a 70.54 88705 0.0373 16 115.19 14486.2 | 0.0252 24 129.83 16327.3 | 0.2114 32 135.84 17083.0 | 0.3899



EJT-PRMB89 f10-24 20mg
mF19CPD CDCI3 {e:\bruk400data\2013\May} ejt 11
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HAME 2013-05-29-ejt~11
\ \/ EXPNO 11
PROCNO 1
Date_ 20130529
Time 12,39
INSTRUM AV400
PROBHD 5 mm PARBBO BB-
PULPROG 2gig
TD 131072
SOLVENT cDCl3
HS 16
DS 4
SWH 89223.152 Hz
FIDRES 0.6811 Hz
MeQ.C SR AD 0.7340532 sec
| RG 4100
| 1 - oW 5.600 usec
i DE 7.51 usec
TE 294.6 K
S Dl 1.00000000 sec
D11 0.03000000 sec
42 TDO 1
mmm=sss=s CHANNEL fl secssam=
HUC1 198
Pl 10.70 usec
PL1 -5.00 dB
PL1W 27.00716061% W
5F01 376.4607164 MHz
------- = CHANNEL f2 scoumans
CPDPRG2 waltzlé
nic2 14
BCPD2 %0.00 usec
PL2 ~3.60 dB
PL1Z2 15,31 dB
PL2W 17.83863831 W
PLL2W 0.22927761 W
5FO2 400.1316005 MHz
51 262144
5F 376.4983660 Milz
whe EM
55B [}
LB 0.30 Bz
GB 0
PC 2.00
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EJT-PRM92 prod fracs 40mg
mPROTON CDCI3 {e:\bruk400data\2013\Jun} ejt 14

OTBOPS

[ o

BRUKER
4 z

NAME 2013-06-13-e3jt-14
EXPNO 10
PROCNO 1
Date_ 20130613
Time 16.51
INSTRUM AVA00
PROBHD 5 mm PABBC BE-
PULPROG 2g30b
D 65536
SOLVENT cbCcl3
NS 16
Bs 0
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AQ 3.9649780 sec
RG 101
Dw 60.500 usec
DE 9.40 usec
TE 294.3 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl =c======
NUC1 1H
Pl 10.00 usec
PL1 -3.60 dB
PL1W 17.83863831 W
SFO1 400.1324710 MHz
51 32768
SF 400.1300465 MHz
WDW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00
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16/08/2013 13:28:26
| Acquisition Time (gec) 1.3631 _ Comment EJT-PRMS2 prod dala mCARBON_A CDCI3 {E:\bruk400service_data\2013\Aug} ejt 12
| Date 16 Aug 2013 13:01:04 Date Stamp 16 Aug 2013 13:01.04
_ File Name \\ss?a.ds.man.ac.uk\voIS\VIOLS\USERS\SNMRDATA\BRUK4OOSERVICE_DAT}_\\201 JAUG\DATAEJTINMR\2013-08-16-EJT-1210PDATAVIVIR
Frequency (MHz) 100.64 | Nucleus 13C | Number of Transients 256 __| Origin AV400_S
Original Points Count 32768 | Qwner Administrator | Points Count 32768 | Pulse Sequence 2gpg30
Receiver Gain 2050.00 | SW(cyclical) (Hz) 24038.46 | Solvent ) CHLOROFORM-d | Spectrum Offset (Hz)  10052.9766
Spectrum Type STANDARD Sweep Width (Hz} 24037.73 | Temperature (degree C} 25.100
PRMS2-CNMRdataesp  VerticalScaleFactor = 1 3a
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Chemical Shift {(ppm)

No. {ppm) (Hz) Height No. {(ppm) {(Hz) Height No. {ppmy) (Hz) Height No. {(ppm) (Hz) Height No. (ppm) (Hz) Height
19.00 1911.9 0.2909 8 60.03 6041.3 0.1051 15 127.54 | 128351 | 1.0000 22 13354 | 134389 | 01312 29 135.54 | 136406 | 0.0254
19.59 1971.3 0.2561 9 69.51 6995.0 0.0402 16 127.60 12841.7 0.4956 23 133.65 134499 | 0.1402 30 135.87 13673.6 | 0.4506
2591 26073 0.3759 10 69.74 70185 0.0451 17 129.43 13025.9 0.2381 24 133.68 134536 | 0.1522 31 136.04 13680.5 | 0.3669
26.74 2691.0 0.6812 11 69.99 70441 0.0362 18 129.48 13031.0 0.2207 25 135.04 135900 | 0.0101 204.29 20559.2 | 0.0217
26.83 2700.5 0.7331 12 115.58 11632.0 0.0139 19 129.67 13049.3 0.2017 26 13517 13603.2 | 0.0124 204.57 20587.0 | 0.0263
34.34 3456.1 0.0819 13 118.16 11891.0 0.0151 20 129.79 13061.8 0.2198 27 135.41 13627.4 0.53M 204 .84 20614.2 0.0223
43.71 4398.8 0.1006 14 120.77 12154 4 0.0177 21 132.22 133068 0.1308 28 135.48 13634.8 0.4682

~N bW N -
Ry
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16/08/2013 13.27:53
Acquisition Time (sec) 1.3631 | Comment EJT-PRMS2 prod data mCARBON_A CDCI3 (E:\bruk400service data\2013\Aug} ejt 12
 Date 16 Aug 2013 13:01:04 | Date Stamp 16 Aug 2013 13:01:04
| File Name \iss7a.ds.man.ac.ukwolSWOLIWSERSISNMRDATA\BRUKA00SERVICE_DATARO1WMUGIDATAEJTINMR201 3-08-16-EJT-1210PDATAVIVIR
| Frequency (MHz) 100.64  Nucleus 13C | Number of Transients 256 . Origin AV400_S
| Original Points Count 32768 | Owner Administrator | Points Count 32768 _ Pulse Sequence zgpgd0
| Receiver Gain 2050.00 | SW(cyclical) (Hz} 24038.46 __Soivent . CHLOROFORM-d Spectrum Offset (Hz}  10052.9766
Spectrum Type STANDARD Sweep Width (Hz) 24037.73 | Temperature (degree C} 25.100
w h- oM =t @
PRMS2-CNMRdata.eff § §&tticalScaleFactor = 1 SLIa @ &
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138 137 136 135 134 133 132 131 130 129 128 127 126 125 124 123 122 121 120 119 118 1n7 116 115 114
Chemical Shift (ppm)

No. (ppm) {Hz) Height No. (ppm) (Hz) Height No. | {ppm) (Hz) Height No. {ppm) (Hz) Height No. {(ppm) (Hz) Height
115.58 11632.0 | 0.0139 & 12943 13025.9 0.2381 1" 133.54 134389 | 0.1312 16 13541 13627.4 0.53H 21 204.29 | 20559.2 0.0217
118.16 118910 | 0.0151 129.48 13031.0 0.2207 12 133.65 134499 | 0.1402 17 135.48 136348 | 0.4682 22 204,57 | 20587.0 @ 0.0263
120.77 121544 | 0.0177 129.67 130493 0.2017 13 133.68 134536 | 0.1522 18 135.54 136406 | 0.0254 23 204.84 | 206142 | 0.0223
127.54 12835.1 1.0000 9 129.79 13061.8 0.2198 14 135.04 13580.0 0.0101 19 135.87 13673.6 0.4505
127.60 12841.7 0.4956 10 132.22 13306.8 0.1308 15 135.17 13603.2 | 0.0124 20 136.04 136905 | 0.3669

-~

b WwWN =
[« ]



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
16/08/2013 13:27:10

Acquisition Time (sec) 1.3631 Comment EJT-PRMS2 prod data mCARBON_A CDCI13 (E:\bruk400service_datal2013\Aug} ejt 12

Date 16 Aug 2013 13:01:04 Date Stamp 16 Aug 2013 13:01:04

File Name \ss7a.ds.man.ac.ukolS\WOLWSERS\SNMRDATA\BRUK400SERVICE_DATA2013WUG\DATAIEJTWMRI2013-08-16-EJT-1210\PDATAVIR

Frequency (MHz) 100.64 Nucleus 13C Number of Translents 256 Origin AVA00 S
Original Points Count 32768 Owner Administrator Points Count 32768 Fulse Sequence zgpg30
Receiver Gain 2050.00 SWicyclical) (Hz 24038.46 Soivent CHLOROFORM-d Spectrum Offset (Hz) 100529766
Spectrum Type STANDARD Sweep Width (Hz) 24037.73 Temperature (degree C) 25.100

PRM32-CNMRdataesp  VerticalScaleFactor = 1
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Chemical Shift (ppm}

No. | (ppm} {Hz) Heighl
20429 | 205592 | 0.0217
20457 | 205870 | 0.0263
204.84 20614.2 0.0223
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EJT-PRM92 prod fracs 40mg
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BRUKER
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HAME 2013-06=13~ejr-14
EXPNO 11
PROCNO 1
Date_ 20130613

Time 16.53
INSTRUM AV400
PROBHD 5 mm PABBD BB~
PULPROG zgig

D 131072
SOLVENT CDC13

Hs 16

DS 4

SWH 89285.711 H=z
FIDRES 0.6B81196 Hz
AQ 0.7340532 sec
RG 4100

DW 5.600 usec
DE 7.51 usec
TE 294.5 K

D1 1.00000000 sec
pil 0.03000000 sec
T00 1
-------- CHANNEL fl LY L-E 111 1]
HUC1 19F

Pl 10.70 usec
PL1 -5.00 dB
PL1W 27.00716019 W
S5FQ1 376.4607164 MHz
sassssss CHANMEL f2 msssmsax
CPDPRG2 waltzlé

NUc2 1H
pceD2 90.00 usec
PL2 -3.60 dB
PL12 15.31 dB
PL2W 17.83863831 W
PL12W 0.22927761 W
SF02 400.1316005 MH=z
S 262144

5F 376.4983660 MHz
WDW EM

558 0

LB D.30 Kz
GB 1]

PC 2.00
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17/09/2013 11:11:49

| Acquisition Time (sec) 3.9846 | Comment EJT-PRM@3 Product data C-13 mPROTON C6D6 {E:\bruk400service_data\2013\Sep} Adminisirator 4 |
Date 16 Sep 2013 13:06:20 Date Stamp 16 Sep 2013 13.05:20 I
File Name \\ss7a.ds.man.ac. ukwolSwol3wsers\shmrdala\bruk400service_dalai2013\Sep\data\Administratorinmn2013-09-16-Adminisirator-a\10¥id
Frequency (MHz) 400.23 Nucleus 1H Number of Transients 16 Origin AV400 S
Original Points Count 32768 Qwner Administralor Points Count 32768 Puise Sequence zg30
Receiver Gain 181.00 SW(cyclical) (Hz) 8§223.68 Solvent BENZENE-d6 Spectrum Offset (Hz} 2424 5730
| Spectrum Type STANDARD Swesp Width (Hz) 8223.43 Temperature (degree C) 21.000
1.0-{PRM93 Prod-HNMR-CED6.e9¢brtical ScaleF actor = 1
0.9-
0.8-
0.7
%‘ 06-
g
£ 054
- 3
8
‘T 04-
E aa
< 03-
0.2
0.1
0 % . i v\f M _L-"{_jfk:—a"-) L_.
1.00 1.05 1.02 092 159077103 8.80
= =l = =t =& U =
A TA A B e S oy o B S B S L T S L S I AL LA
7.0 6.5 6.0 55 5.0 45 4.0 35 30 25 20 1.5 1.0
Chemical Shift (ppm)
No. | (ppm) | Value | AbsoluteValue Non-Negative Value
1 D663 . 1.135.79730225 3.25690757e+10 8.79730225
2 3673..1.40{1.02738047  3.80353306e+9 1.02738047
3 [1051.. 1.470.77102357  2.85445734e+9 0.77102357
4 5520..1.72]1.59436548  5.90260582e+9 1.59436548
5 7838..1.91 0.9175043q 3.39712384e+9 0.91760439
6 2054. 3.281.02023995 3.77709773e+9 1.02023995
7 4649..3.551.04753137 3.87813530e+9 1.04763137
B8 9897 ..4.110.99798036  3.69468902e+9 0.99798036




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

17/09/2013 19:18:21
Acguisition Time (sec) 1.3631 | Comment EJT-PRM93 Product data C-13 mCARBON C6D6 {E:\bruk400service data\2013\Sep) Administrator 4
Date 16 Sep 2013 13:56:32 Date Stamp 16 Sep 2013 13:56:32 ~
| File Name \iss7a.ds.man.ac. uk\wl5\v0|3\users\snmrdala\bmk40056nnce data\2013\Sep\data\Administratorinmn201 3-09-16-Administrator-4\1 3fid )
| Frequency (MHz) 100.64 _| Nucleus 13C Number of Transients _ 12000 Origm AV400 S
Original Points Count 32768 | Owner Administrator 1 Points Count 32768 Pulse Sequence 2gpg30
| Receiver Gain 2050.00 | SW(cyclical) (Hz) 24038.46 | Solvent BENZENE-d6 | Spectrum Offset (Hz)  10119.6650
| Spectrum Type STANDARD | Sweep Width (Hz) 24037.73 | Temperature (degree C) 21.000
PRMS3 Prod-C13NMR-CE0fgrtfcalScaleFactor = 1
0.15
Mg
£ 010 Me
a +
k5
5
N OH .
'_é 85: 15
s 44 45
= a8
T o
0.05 2 =8
0 I e
3 n o oy © n© - o
@ P X w — [T B~
oo~ o m N ~
i e ol o e
56 o) 2 ~ 5
|| ra T S d_.,..n._aLl . et L
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Chemical Shift (ppm)
No. {ppm) {Hz} Height No. (ppm) {Hz) Height No. {ppm) (Hz) Height No. {ppm}) {Hz) Height
1 26.14 26308 | 0.0291 4 26.45 2661.6 | 0.0085 7 32.31 3252.1 0.0121 10 67.78 £821.1 0.0091
2 2617 2633.7 | 0.0362 5 26.48 2664.5 | 0.0096 8 39.96 4021.7 | 0.0109 11 68.00 £843.1 0.0086
3 26.21 2637.4 0.0290 6 32.26 3246.2 0.0127 9 58.65 5802.6 0.0272 12 68.21 6864.3 0.0088
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17/09/2013 19:19:15

Acquisition Time (sec) 1.3631 Comment EJT-PRM33 Product data C-13 mCARBON CBD6 {E:\bruk400service_data\2013Sep} Administrator 4
| Date 16 Sep 2013 13:56:32 Date Stamp 16 Sep 2013 13:56:32 |
Fﬂe Name Wiss7a.ds.man.ac.ukwelSol3sers\snmrdatatbruk400senvice data\2013\Sep\dala\Admtmslrator\nrnr\2013-09-16-Admm|stralor-4\1 3Mid
Frequency (MHz) 100.64 | Nucleus 13C | Number of Transients 12000 Qrigin AV400_S
Original Points Count 32768 | Owner Adminisirator ! | Paints Count 32768 __Pu!s_e Sequence zgpg30

| Receiver Gain 2050.00 | SW(cyclical) (Hz) 24038.46 | Solvent BENZENE-d6 | Spectrum Offset (Hz)  10119.6650
Spectrum Type STANDARD Sweep Width (Hz)} 24037.73 Temperature (degree C} 21.000

PRME3 @uﬁbﬁNMRmPémalsl:aleFactor =1
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Chemical Shift (ppm}

No. (ppm) (Hz) Height No. {ppm) (Hz) Height No. (ppm) (Hz} Height No. {ppm) (Hz) Height No. {ppm} (Hz) Height
26.14 26308 0.0291 7 32.31 3252.1 0.0121 13 99 44 100071 | 0.0043 19 121.31 122086 | 0.0017 25 12663 | 129451 | 09943
26.17 2633.7 0.0352 8 39.96 4021.7 0.0109 14 99,67 10030.5 | 0.0039 20 123.82 | 124608 | 0.0016 26 128.74 | 129561 | 0.0157
26.21 2637.4 0.0250 9 58.65 5902.6 0.0272 15 99.73 10036.4 | 0.0049 21 128.15 | 12896.7 | 09836 27 129.41 130236 | 0.0020
26.45 2661.6 0.0085 10 67.78 6821.1 0.0091 16 99.97 10060.6 | 0.0045 22 128.27 | 12909.2 | 0.0249
26.48 26645 0.0096 11 68.00 6843.1 0.0086 17 118.73 | 119489 | 0.0019 23 12839 | 129208 | 1.0000
32.26 3246.2 0.0127 12 68.21 6864.3 0.0088 18 121.25 | 122020 | 0.0018 24 128.51 129326 | 0.0222

Grn| b (WiN =



EJT-PRM93 Prod crystals CD2Cl2
ml9F CD2Cl2 /opt/oldbruk500data.llviill/2013/Sep ejt 23

NAME 2013-05-10-eje-23
EXPNO 11
PROCHO 1
Date_ 20130910
Time 14.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgflgn
TD 131072
SOLVENT cD2C12
NS 16
DS q
SWH 113636.367 Hz
FIDRES 0.866977 Hz
AQ D.5767668 sec
RG 28.5
DW 4.400 usec
DE 6.50 usec
TE 300.0 K
Dl 1.00000000 sec

44 DO 1
m======= CHANNEL fl =====sa=
NUC1 19F
Pl 17.50 usec
PL1 -2.90 dB
PLIW 48.97788239 W
SFO1 470.5453180 MHz
SI 65536
SF 470.5923770 MHz
WDW EM
S5B 4]
1B 0.30 Hz
GB 0
PC 1.00
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EJT-PRM93 Prod crystals in C6D6 2*o/n

mPROTON C6D6 {e:\bruk400data\2013\Sep} ejt 17
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EXPNO io
PROCNO 1
Date_ 20130912
Time 10.13
/ INSTRUM AV400
PROBHD 5 mm PABBO BE-
PULPROG zg30h
T 65536
SOLVENT céD6
NS 16
DS 0
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AQ 3,9649780 sec
RG 114
DW 60.500 usec
DE 8.45 usec
. | TE 293.3 K
Pl 1.00000000 sec
TDO 1
¥ ======= CHANNEL f] IS = ===
44 45 | NUC1 1H
Pl 14.50 usec
PL1 -3.60 dB
PLIW 17.83863831 W
SFO1 400.1324710 MHz
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SF 400,1300000 MHz
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Ao_quismon Time (sec) 13631 | Comment 'EJT-PRMS3 Prod-crystais mCARBON C6D6 {E: \bruk400service_dala\2013\Sep} / Admlmslrator 10 - o
i__D_al_'e__ == 12 5;32013060048 Datesrarg,g 12 Sep 2013 06:00.48 | o ~ - ) 5t
l_!-'.f.l'e Name ~ Vss7a.ds.man.ac.t uk\vol5\vol3\users\snmrda1a\bruk4005emce data\201 3\Sgg_‘da1a\Admumstraior\nrnr\2013—09-1 1-Adm|mslralor-10\1 O\ﬂd § - |

| Frequency {MHz) 10064 Nucleus 1 | Number of Transients 12000 Origln AV400 S |
| Original Points Count 32768 . Owner Adm1mslralor Points Count _3__2_76_8 : Pu.'se ) Sequence  2gpg30 |
| Receiver Galn 2050.00 Siﬂggcﬂuaﬂ (_z) 2403846 | Solvent BENZENE-d6 Sthrmn Offset [‘Hz 10119.6650
_Spectrum Type STANDARD ) | Sweep Width (Hz) 24037.73 Ta@gwmure {dagree C) 18.900

<
o
o«
o
0w
~
o
-l
™~
o
u
w
o
M k- 1
Me.j OH § S
o o
Me &
g -
Fo |13
OH | =
&
44 45 e
il
N
B

f40.4251

40.4063

40.3771
39.9908

32,3004
32.242%

~40.0126
-39.9616

—39.4732

—31.1122

-

L Hb-aMnﬂw-\.-wJ

30.6821
30.6311

¥

O LA IRTEIRTROT PRI ST i e N eSS

-~29.6179

l

~23.6915

—24.4351

/|
JlxIJf’MfM%WM\m{'M‘WJ. TN g FTIURENSIPRATA SV 9T MO TN

LU LRI I BLALI B IR B

42 41

LI B I AL LR LR S B ML UL I

36 35 34 33 a2
Chemical Shift (ppm}

LN B R NI L IR BLELLEL IERLELL

40 39 38

TY T T T[T T T 7T

7

TTTY T T

31

30

Lk B I L L S A R ML R B

L0040 B B N R LI SR B R S BB I

26 25 24 23

LA ILALAANLE UL S SARLIL LN AL

29 28 27



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Aoqulsman Time fsec] 1.3631 Commenz - EJT-PRM93 P‘I't:dﬂ]r:tals mCARBON C6D6 {E:\bruk400service_dalai2013\Sep} Administrator 10
Dare 1255:2013060048 | Date Stamp ~ 12 Sep 201306:00:48 |
F‘ le Name \\ss7a.ds.man.ac. uk\votS\vola\users\snmrda!a\bruMOOsemce dala\2013\Sup\dala\Adm|mstraior\nmr\2013-09-1 1-Adm1mstralor—1 OVI0vid
Frguencg ;HH;) 100.64 | Nucleus 13C | Number of Transients 12000 | Origin AV400_S
On‘ginal Points Count 32768 | Owner Administrator B | Points Count 32768 Pm'se Sequence zgpg30
| geceive_r_ Gain _2050.00 | SW(cyclicai} _(l_-l_z) 24038.45 | Soivent BENZENE-d6 _ Spectrum Offset (Hz)  10119.6650
| Spectrum Type STANDARD | Sweep Width (Hz) 24037.73 Temperature (degree QI_ 18.900

PRM23 equilibratedmixture-C13-C6D8 A8Rical ScaleFactor = 1
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:A;';g_q[s_mon Timef_s_eg} 1.3631 | Comment EJT-PRM93 Prod crystals mCARBON CED6 {E \bruk4005emce data\2013\Sep} Administrator 10
| Date 125@9201306 00:48 Da!e Stamp _ 12Sep 2013 06:00:48
| File Name \\ss7a.ds.man.ac. uk\vot5\vol3\users\snmrdaia\bruk40()semce data\2013\Sag\data\Admlnlstratoﬂnmn2013-09-1 1-Administrator-1\10\id
| Frequency (MHz} 10064 | Nucleus 13C Number of Translents 12000 _| Origin AV400_S
| Original Points Count 32768 | Owner Administrator _i__Points Count 32768 | Pulse Sequence zgpg30
Receiver Gain ~2050.00 swfcycffnaﬂ {sz 2403846 | Soivent BENZENE-d6 | Spectrum Offset {Hz)  10119.6650
Spectrum Type STANDARD | Sweep Width {Hz) 24037.73 | Temperature {degree C) 18.800
PRMS3 equilibratedmixture-C13-C6DE esp
Me
Ma
44 45
[ o A
oY
‘8_ 28 r~ 2
- 5 ™ o
~ o = M~ &
g 2 ~ 8 g
: 8 g
101.4 1013 1012 101.1 101.0 100.8 100.8 100.7 1006 1005 1004 1003 100.2 1001 1000 999 998 937 996 995 994 993 992 991 990

Chemical Shift (ppm)

98.9

98.8
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l:ﬂ]g.lismon Time fsec) 1.3631 Comment EJT-PRMS3 Prod crystals mCARBON CGDG (E:brukd00service_dala\2013\Sep} Administrator 10

Date y 12 Sep 2013 06:00: 48 DateStamp ~ 12Sep201306:00:48 o

File Name \\ss7a.ds.man.ac. ukivolSWol3wsersisnmrdata\brukd00service dala\2013\S§;ala\Adm|mstrator\nmr\2_tﬂ 3-09-11-A 1-Administrator-10\1 D\ﬁd o

Frequency (MHz) 100.64 iﬂuctwi . 13¢_ | Number of Transients 12000 | orgin___ AVA400_S

| Original Points Count 32768 Owner Administrator | Points Count 32768 | Puise Saguegce _2gpg30

ReceiverGain 205000 | SWicyclical) (Hz)  24038.46 _| Solvent _ BENZENE-d6 | Sgectrum Offset{Hz) 101196650
 Spectrum Type STANDARD | SweepWidth(Hz) 2403773 | Temperature (degree C} 18.900 '

PRM93 equilibratedmixture-C13-C6D6.esp
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Chemical Shift {ppm)



' Acquisition Time {sec) 0.7340

This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs. com/nmrproc/
EJT-PRM93 PTodTrystals in CED6 2*a/n mF19CPD CBO6 {e\bruk400datal2013\Sep) ejt 17

_; Comment

LDa_t_g 12 Sep 2013 10:14:40 | Date Stamp 12 Sep 2013 10:14:40
File Name _W\ss7a.ds.man.ac. ul;\gng\vola\users\snmrdata\bmk400dala\201 3\Sg\data1§t\nmr\201 3-09-1 2-91—17\1 1\fid
| Nucleus 19F [ Number of Transients 16 | Origin AV400
Owner Administrator | Paints Count 65536 _;_qu_s_e _Spquence _zgig
: SW(cyclical} _ﬂ!zj 89285.71 | Soivent - BENZENE-dG | Spectrum Offset (Hz}  -37649.5977
Sweep Width (Hz) §9284.35 Temperature (degree C) 20.500
L. . . L]
PRMBS3 equilibratedmixture-F19-CED8 s8Rical ScaleFactor = 1 §
o
™ N
)]
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o
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!
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: g
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o I 8 © T
& © a8
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3] d o
44 a5 = -
1
|
1 :
B P — . a_...-ll_,__.J_ R
003 1.00 0.85 0.59 0.01
-102 -104 -106 -108 -110 -112 -114 -116 -118 -120 -122 -124
Chemical Shift {ppm)
No. | (ppm) | Value | Absolute Value | Non-Negative Value |
1 5932.. -1290 57895821  1.36767340e+7 | 057895821
| 2 756 .. -1210 00921777 217751453e+5 1 0.00921777
| 3 5266 - -1180 59456044 1.40453060e+7 1 0.59456044
| 4 }_128 . -1150 84520292 1. 99662340e+7 1 0.84520292
5 ?975 -1 70038421 2. 2.37137700e+7 L 1.00384212 |
6 5377 ..-1040.02603587  6.15045438e+5 0.02603587

| Frequency (MHz)  376.50
| Original Points Count 65536
Receiver Gain 4100.00
Spectrum Type STANDARD
o™
P~
r~
=
D -
N =
.
[=]
o]
0.58
-126 -128 -130 -132 -134



EJT-PRM94 f7-16 47mg

mPROTON CDCI3 /opt/oldbruk500data.11vii11/2013/Jun ejt 15 B?%R
NAME 2013-06-12-ejt-15
EXPNO io
PROCNG 1
ate_ 20130612
Time 15.56
INSTRUM spect
PROBED 5 mm PABBO BB-
PULPROG 2930b
™ 65536
SOLVENT cDC13
NS 16
DS o
SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719923 sec
RG 20.2
—_— DW 48.400 usec
DE 13.00 usec
TE 298.0 K
UL D1 1.00000000 sec
- TDO 1
sesamens CHANNEL f1 =semes==o
NUC1 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFO1 500.1330885 MHz
SI 32768
SF 500.1300610 MHz
WDW EM
ssB 0
18 0.30 Hz
GB 0
eC 1.00

5 4 3 2 1 0 ppm
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26/07/2013 11:08:37
Acquisition Time (sec) 1.1010 Comment EJT-PRM94 Prod data mCARBONnight CDCI3 foptoldbruk500data. 11vii11/2013/Jun eit 15

| Date 13 Jun 2013 04:54:40 Date Stamp 13 Jun 2013 04:54:40 |

| File Name ) \\ss7a ds.man.ac. uk\voIS\VOLS\USERS\SNMRDATA\BRUKSOODATA\BRUKSOODATA\ZM SUUNDATAEJTINMR\2013-06-1 2—EJT—15\20\PDATA\1\1R

| Frequency (MHz) 125.76 . Nucleus 13C | Number of Transfents 3072 | Origin spect

| Original Points Count 32768 . Owner vhmr ___Pginl's Count 32768 | Puise Sequence zgpg30

| Receiver Gain 512.00 | SW(cyclical) (Hz) 29761.90 | Solvent CHLOROFORM-d | Spectrum Offset (Hz}  12571.1670

Spectrum Type STANDARD | Sweep Width (Hz) 29761.00 Temperature (degree C) 25029
1,00 ‘PRMO4prodistattempiC13-\dRtResI ScaleF actor = 1
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Acquisition Time (sec) 05767 Comment ET.-PRM24 prod fracs 354mg m19FCPD CDCI3 fopt/oldbruk500data. 11vi11/2013/Aug ejt 1
Date 24 Aug 2013 18:04:00 | Date Stamp 24 Aug 2013 18:04.00
File Name \iss7a.ds.man.ac.ukvelSwoldwsers\snmrdata\bruk500data\bruk 500data\201 3\Aug\datalejlinmni2013-08-24-¢j(- 111 2\id Frequency {MHz)
Nucleus 19F Number of Transients 16 Origin spect Original Points Count
Owner vnmri Points Count 65536 Pulse Sequence zghiggn Receiver Gain
SWicyclical) (Hz) 113636.37 Soivent CHLOROFORM-d Spectrum Offset (Hz)  -47059.0234 Spectrum Type
Sweep Width (Hz) 113634.63 Temperature (degree C} 27.000
= @
PRMS4prodF{HINMR.esp - erticalScaleFactor = 1 N
s £
I
10 o
09
0.8
=
2
& 07
5 OTBDPS
D 06
o 46
[1:]
E 05
[+]
2
04
0.3 2 8
@ &
02 3 2
01
-108.5 -109.0 -109.5 -110.0 -110.5 -111.0

Chemical Shift (ppm)

No. {ppm) (Hz) Height
~-110.99 | -52232.3 | 0.1008
-11040 | -51954.8 | 0.9523
-110.28 | -51895.9 | 1.0000
-109.69 | -516185 00963

B WIN -

29/05/2014 15:09:13

470.59
65536

32.00
STANDARD

=“111.5 -112.0



EJT-PRM95 Product data
mPROTON C6D6 /opt/oldbruk500data.11vii11/2013/Sep ejt 11

NAME 2013-09-20-ejt~-11
EXPNO 10
PROCNO 1
Date_ 20130920
Time 10.35
INSTRUM spect
PROBHD 53 mm PABBO BB-
PULPROG 2g930b
TD 655136
SCLVENT coeD6
NS 16
DS 0
SWH 10330.578 Hz
/ FIDRES 0.157632 Hz

AQ 3.1719923 sec
RG 22.6
[3]7] 48.400 usec
DE 13.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1

47 ======== CHANNEL fl ========
NUC1 iA
Pl 10.00 usec
PL1 =0.10 dB
PL1W 26.21803665 W
S5F01 500.1330885 MHz
sI 32768
SF 500.1300778 MHz
WDW EM
5SB 4]
LB 0.30 Bz
GB ¢}
PC 1.00

f——" p—
— - l ]\L
B S S S .1 L W'Y
—r T B R R AR e I e IS A et R T
10 9 6 5 3 0 ppm
ARl

R

4.30
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23/09/2013 18:37:19
Acquisition Time (sec) 1.3631 | Comment P Mears 0913-081 ejt-prm95 prod xals mCARBON C6DE {E:\bruk4bservice_data\2013\Sep} Administrator 13 )
. Date 20 Sep 2013 10:46:40 Date Stamp 20 Sep 2013 10:46:40 |
| File Name \\ss?a.ds.man.ac.uk\vol5\v9|3\users\snmrdala\brukdﬂﬂservicg_data\Zm 3\Sep\data\administratorinm2013-09-20-Administrator- 13\ 1ifid
| Frequency (MHz) 100.64 | Nucleus 13C | Number of Transients 6144 | Origin AV400 S
_Original Points Count __ 32768 | Owner Administrator | Points Count 32768 | Pulse Sequence zgpg30
| Receiver Gain 2050.00 | SWcyclical) {Hz) 24038.46 | Solvent BENZENE-d6 | Spectrum Offset (Hz)  10120.3975
Spectrum Type STANDARD Sweep Width (Hz) 24037.73 | Temperature (degree C} 21.700
PRMS5 C6D6 CNMR.esp V/erticalScaleFactor = 1
0.15
=
g
2
1=
v 0.10- B
o 8 a7
T g
5
Z
35 2
23 0N
0.05 8 S 2 3y By
e e =] — o -
5 o s ~w
0 b o - -
< I I
! l | \ L A A ! R
58 56 54 52 50 48 46 44 42 40 38 36 34 32 30 28 26 24 22
Chemical Shift (ppm)
No (ppm) (Hz) Height

21.69 21833 0.0226
21.75 21884 0.0232
24.13 2428.3 0.0351
24.19 24349 0.0275
26.05 2622.0 0.0258
32.24 3244.8 0.0365
32.30 3250.6 0.0363
46.46 4676.0 0.0235
58.67 5904.1 0.0736

W o~ D W N =



' Spectrum Type
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23/09/2013 18:40:51
Acquisition Time (sec) 1.3631 | Comment P Mears 0913-081 ejt-prma5 prod xtals mCARBON CEDE {E:\brukd00service_data\2013\Sep} Administrator 13
Date 20 Sep 2013 10:46:40 Date Stamp 20 Sep 2013 10:46:40
File Name \iss7a.ds.man.ac.ukwolSwol3\users\snmrdatatbruk4D0service_datal2013\Sep\data\Administralornmn201 3-09-20-Administrator-13\11¥id
Frequency (MHz) 100.64 Nucleus 13C | Number of Transients 6144 | Origin AV400_5
| Original Points Count 32768 | Owner Administrator | Points Count 32768 | Pulse Sequence _zgpg3d
_Recelver Gain 2050.00 | SW(cyclicai} {Hz) 2403846 | Soivent BENZENE-d6 | Spectrum Offset {Hz)  10120.3975

STANDARD Sweep Width (Hz) 24037.73 | Temperature {degree C) 21.700

0.11 . PRM95 C6D6 CNMR.esp VerticalScaleFactor = 1
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it g :-Iu—:-l-" -\JWM—N".W'-‘- 1 L e Bkttt e v ot P T N R oy bt et g A s i e b e e g e R T et L e T
70 69 68 67 66 65 64 63 62 61 60 59 58 57
Chemical Shift {ppm)
No. {ppm) (Hz) Height No. {ppm} (Hz) Height No. (ppm} (Hz) Height No. (ppm} {Hz) Height No. {ppm) {Hz) Height
1 21.69 21833 0.0226 4 24.19 24349 0.0275 7 32.30 3250.6 0.0363 10 67.85 6828.4 0.0191 13 68.17 6860.7 0.0255
2 21.75 2188.4 0.0232 5 26.05 2622.0 0.0258 8 46.46 4676.0 0.0235 " 68.06 6848.9 0.0237 14 68.27 6870.9 0.0183
3 2413 24283 0.0351 6 32.24 32448 0.0365 9 58.67 5804.1 0.0736 12 68.07 6850.4 0.0235



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

2310972013 18:43.57
| Acquisition Time (sec) 1.3631 | Comment P Mears 0913-081 gji-prm95 prod xtals mCARBON CED6 (E:bruk400service_data\2013\Sep) Administrator 13
| Date 20 Sep 2013 10:46:40 Date Stamp 20 Sep 2013 10:46:40
_File Name \ss7a.ds.man.ac. ukvoiSol3users\snmrdalatbruk400service_data\2013\Sep\dataiAdministralorinm2013-09-20-Administrator-13vi1¥id
Frequency (MHz) 100.64 | Nucleus 13C _ Number of Transients 6144 | Origin Av400_S
_ Original Points Count 32768 | Owner Administralor __Points Count 32768 | Pulse Sequence 2gpg30
Receiver Gain 2050.00 | SW(cyclical} (Hz} 24038.46 | Solvent BENZENE-d6 | Spectrum Offset (Hz)  10120.3975
Spectrum Type STANDARD | Sweep Width (Hz} 24037.73 Temperature (degree C) 21.700
PRMB25 C606 CNMR.esp \/grtical ScaleFactor = 1
0.025
0.020
=
e
& 0.015
%
: g T -
(")
S 0010 s 2 T
@ <
[+ <]
[+;]
0.005
99.3 99.2 99.1 99.0 58.9 98.8 98.7 986 98.5 98.4 98.3 98.2 98.1 98.0 97.9
Chemical Shift {ppm)
No. {ppm) (Hz) Height No. {ppm) {Hz) Height No. {ppm) (Hz) Height No. {ppm) {Hz} Height No. (ppm) {Hz) Height
1 21.69 21833 | 0.0226 5 26.05 2622.0 | 0.0258 9 58.67 5804.1 0.0736 13 68.17 6860.7 | 0.0255 17 98.46 9908.8 | 0.0069
2 21.75 21884 | 0.0232 6 32.24 3244.8 | 0.0365 10 67.85 68284 | 0.0191 14 68.27 68709 | 0.0183 18 98.70 9933.0 | 0.0081
3 24.13 24283 | 0.0351 7 32.30 32506 | 0.0383 11 68.06 6848.9 | 00237 15 98.16 9878.7 | 0.0092
4 24.19 24349 0.0275 8 46.45 4676.0 0.0235 12 68.07 6850.4 0.0235 16 98.39 9902.2 0.0105
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23/09/2013 18:46:37

| Acquisition Time (sec) 1.3631 | Comment P Mears 0913-081 &jl-prm85 prod xtals mCARBON C606 {E:\bruk400service_datat2013\Sep} Administrator 13
Date 20 Sep 2013 10:46:40 Date Stamp 20 Sep 2013 10:46:40

| File Name ‘\ss7a.ds.man.ac.ukolS\wol3tusers\snmrdatalbruk400senvice_data\201 31Sep\data\Administrator\inm\2013-09-20-Administrator-13\11\id _

_Frequency (MHz) 100.64 | Nucleus 13C | Number of Transients 6144 _ Origin AV400 S
Original Points Count 32768 | Owner Administrator | Points Count 32768 | Puise Sequence Zgpg30
Receiver Gain 2050.00 | SW(eyclical) (Hz} 24038.46 | Solvent BENZENE-d6 . Spectrum Offset (Hz)  10120.3975
Spectrum Type STANDARD | Sweep Width (Hz) 24037.73 Temperature (degree C) 21.700

. D QAT [=)]
PRMg5 C6D6 CNHR esp VerticalScaleFactor = 1 S22 ©
w0 a0 o 0w
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Chemical Shift (ppm)

No. | (ppm) | (Hz) | Height |[No. | (ppm) | (Hz) | Heignt No. | (ppm) | (Hz) | Height || No. | (ppm) | (Hz) | Height || No. | (ppm) | (Hz) | Height
1 | 2163 | 21833 | 00226 || 7 | 3230 | 32506 | 00363 | 13 | 6817 | 68607 | 00255 || 19 | 11555 | 116283 | 00593 | 25 | 12627 | 129092 0.0277 |
"2 | 2175 | 21884 | 00232 | 8 | 4646 | 46760 | 00235 | 14 | €827 | 68709 | 00183 | 20 | 11847 | 119225 00063 || 26 | 12839 129205  1.0000
3 | 2413 | 24283 | 00351 | 9 | 5867 | 58041 | 00736 | 15 | 9816 | 96787 | 00092 | 21 | 12097 | 121741 0005 | 27 | 12651 129326 | 0.025%
a | 2419 | 24349 | 00275 || 10 | 6785 | 66264 | 00191 || 16 | sa3 | 99022 | 00105 || 22 12105 A 121822 | 00088 | 26 | 12863 | 129451 | 0.9899
5 | 2605 | 26220 | 00258 | 11 | 6806 | 68489 | 00237 | 17 | 9846 | 9908 | 00069 || 23 | 12355 | 124338 | 00063 || 29 | 14462 | 145546 | 0.0523
6 | 3224 | 32448 | 00365 | 12 6807 | 68504 | 00235 | 18 | 9870 | 99330 & 00081 || 24 | 128.15 | 128067 | 0.9879
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20/05/2013 11:40:52

Acquisition Time (sec} 0.5767 Comment EJT-PRMO5 Product data m19FCPD C6D6 Jopt/oldbrukS00data. 11vii11/2013/Sep ejt 11
Date 20 Sep 2013 10:40:16 Date Stamp 20 Sep 2013 10:40:16
File Name \iss7a.ds.man.ac.ukwolSWOLIWSERS\SNMRDATABRUKS00DATABRUKS00DATAZO 1 ASEP\DATA\EJT\NMR12013-09-20-EJT-11\2PDATAVVR
Frequency (MHz) 470.59 Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Cwner wmrl Points Count 65536 Pulse Sequence zgfhiggn
Receiver Gain 32.00 SWcyelical) (Hz) 113636.37 Solvent BENZENE-d6 Spectrum Offset (Hz)  -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C} 27.000
PRMI5 CEDEE1S{HINMR eyfertical ScaleF actor = 1
™
< r~
= o~
] ™
g AP
1.0 3 ©
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08 g
= 3
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o
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Chemical Shiit (ppm)
No. (ppm) (Hz) Height

-131.13 | -61710.1 | 0.8834
-130.63 | -61472.5 | 0.6455
-118.84 | -55927.3 | 0.7986
-118.34 | -55689.8 | 1.0000

it N -



EJT-PRM95 prod crystals over weekend equilibrated
mPROTON C6D6 {e:\bruk400data\2013\Sep} ejt 37

BhORER
(2

NAME 2013-09-23-ejt-37
— EXPNO 10
// PROCNO 1
{/ Date_ 20130923
Time 11.40
INSTRUM AVA00
PROBHD 5 mm PABBO BB-
PULPROG zg3idb
TD 65536
SOLVENT ceD6
NS 16
DS 1
SWH 8264.463 Hz
! FIDRES 0.126106 Hz
AQ 3.9649780 sec
RG 101
DW 60.500 usec
CE B.45 usec
TE 295.1 K
Dl 1.00000000 sec
TDO 1
suma==== CHANNEL fl mssss===
NiCl iH
Pl 14.50 usec
PL1 -3.60 dB
PLIW 17.23863831 W
SFO1 400.1324710 MHz
51 32768
SF 400.1300000 MHz
Wwow EM
~ 558 [}
LB 0.30 Hz
| GB 0
i P PC 1.00
L il dl q
il n J . I
[ RAREERR T A L T AR RARSERIAR T e AR  RERRR MRS B s s R ]
10 9 8 7 6 5 3 2 1 0 ppm
% o’ Lho s A -
g |3 |8 5038 g]
=] | N Io =] | | mt
- i 1 w



: Acquisition | ﬁmg (sec) 07340

_This report was created by ACD/NMR
_| Comment

Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
EJT-PRMSS prod crystals over weekend equilibrated mF19CPD CEDE {e:\brukd00data\201\Sep) &jt 37

| Date 23 Sep 2013 11:42:08 | Date Stamp 23 Sep 2013 11:42:08 | . _
| File Name : _\\_ss?a.ds.man.ac.uk_\_vol_s_\vola\users\snmrdaia_\bruk400dala\2013\qu\data\ejl_\nmr\2013-09-23-&!—37\1 1¥id | Frequency (MHz} 376.50
| Nucleus __19F o | Number of Transients 16 _ | Origin AV400 | Original Points Count 65536
| Owner Administrator | Points Count _ 65536 ] | Pulse Sequence zgig | Recelver Gain 4100.00
SWcyclical) (Hz) 89285.71 | Solvent BENZENE-d6 | Spectrum Offset (Hz)  -37649.5977 | Spectrum Type STANDARD
Sweep Width (Hz) £9284.35 Temperature (degree C} 22.300
PRMI5 equilibratedmixiure-F19-C6D8 geRlicalScaleFactor = 1 - 5
o ]
R~ = %
= 8T 8
T @) 88
5 '®
-~ v
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o
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[T=) -—
I v
a
| 1] ]
0.901.01 148 1.44
-85 -90 -95 -100 -105 -110 -115 -120 -125 -130 -135 -140 -145
Chemical Shift (ppm)
No. | (ppm) | Value | AbsouleValue | Non-Negative Value
1 3493 ..-1301.44295704  2.36217000e+7 1.44295704
2 1336..-1181.48149800  2.42526280e+7 1.48149800
3 2540.. -11.‘_':_;_1.0080987'2I 1.65029200e+7 1.00809872
4 39284 . -1130D.89820582  1.47039350e+7 0.89820582



EJT-PRM115 product data allylic alcohol
mPROTONnight CDCI3 /optioldbruk500data.11vii11/2014/Jan ejt 3 BRUKER

NAME 2014-01-12-e3jt-3
EXPNO 11
PROCNO 1
(‘_-_"' Date_ 20140112
Time 17.594
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30b
TD 65536
SQLVENT cDhCl3
NS 16
DS 0
SWH 10330.578 Hz
FIDRES $.157632 Hz
AQ 3.1719923 sec
RG 16
D 48.400 usec
CBHﬂv DE 13.00 usec
I\OH TE 300.0 K
X Dl 1.00000000 sec
F F i b0 1
54 —===z=== CHANNEL fl s=======
NUC1 IH
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFO1 500.1330885 Miz
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No. (ppm) (Hz) Height No. (ppim} (Hz) Height No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. (ppm) (Hz) Height
14,04 1766.0 0.7988 27.50 3458.1 0.2238 29.22 3675.2 0.7842 10 57.66 72510 0.1504 13 90.03 113219 | 0.0938
2262 2845.1 1.0000 27.52 3460.9 0.3816 2932 3687.0 0.8407 11 57.70 7256.5 0.1568 14 90.05 113246 | 0.0980
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Chemical Shift (ppm})

No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm} (Hz) Height No. (ppm) (Hz) Height No. (ppm) (Hz) Height
14.04 1766.0 0.7088 27.52 34609 0.3816 9 31.82 4001.3 0.8907 13 80.03 11321.9 | 0.0938 17 154,17 | 19388.1 | 0.1808
2262 2845.1 1.0000 2520 3671.6 0.7282 10 57.66 7251.0 0.1504 14 90.05 113246 | 0.0880 18 156.46 | 19676.0 | 0.0960
24.44 3073.0 0.4542 29.22 3675.2 0.7842 1 57.70 7256.5 0.1568 15 90.16 11338.2 | 0.08556
27.50 3458.1 0.2238 29.32 3687.0 0.8407 12 89.92 11308.2 | 0.0872 16 151.88 | 191002 | 0.0802
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Chemical Shift (ppm)
No. (ppm) {Hz) Height No. (ppm) {Hz) Height No. {ppm) (H2) Height No. {ppm) {Hz) Height Na. {ppm) (Hz) Height
1 0.88 441.4 0.3473 6 1.30 651.7 0.5638 11 1.46 729.8 0.1155 16 2.13 1066.2 0.1312 21 2.15 1076.0 0,1937
2 0.90 448.3 0.8616 7 1.31 653.2 0.6235 12 1.47 737.1 0.0883 17 2.13 1067.2 0.1312 22 2.16 1078.2 0.1086
3 0.91 455.2 0.2924 8 1.32 658.3 0.2676 13 212 1058.3 0.1030 18 2.14 1068.4 0.2079 23 4.01 2006.0 0.5535
4 1.29 642.8 0.3156 9 1.33 665.2 0.1082 14 212 1060.6 0.2010 19 214 1070.6 0.1278 24 4.01 2007.9 1.0000
5 1.29 646.6 0.4054 10 1.44 722.3 0.0831 15 212 1062.8 0.1131 20 2.15 1073.8 0.1106 25 4.02 2009.8 0.5684
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Chemical Shift (ppm)
No. (pprm) {Hz} Height No, (ppm) {Hz) Height No. (ppm} (Hz) Height No. {ppm) (Hz) Height No. (ppm} {Hz} Height
1 14.04 1766.2 0.3511 6 27.07 3404.8 0.2039 11 29.05 3653.1 0.5937 16 88.84 111726 | 0.0722 21 153.80 | 193546 | 0.0672
2 2264 2845.7 0.6830 7 27.80 3495.5 0.1549 12 29.11 3661.4 0.0268 17 88.95 11186.3 | 0.0809 22 15392 | 193564 0.0605
3 25.18 3166.5 0.4006 8 27.61 3497.4 0.1686 13 29.19 3671.5 0.5800 18 89.02 111955 | 0.0630 23 156.22 | 196460 | 0.0411
4 27.04 3400.2 0.0841 9 27.85 3502.9 0.1310 14 29.26 3679.7 1.0000 19 89.13 11208.3 | 0.0664
5 27.05 3402.0 (0.2455 10 27.87 3504.7 0.1670 16 31.83 4002.3 0.8875 20 151.60 | 19065.0 | 0.0455
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Chemical Shift (ppm}
No. {ppm) (Hz) Height
1 88.84 111726 | 0.0722
2 88.95 111863 | 0.0809
3 89.02 11195.5 | 0.0630
4 89.13 | 112083 | 0.0664
5 151.60 | 19065.0 | 0.0455
6 163.90 193546 | 0.0672
7 153.92 19356.4 | 0.0805
8 156.22 | 19646.0 | 0.0411
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Chemical Shift (ppm)
No. | (ppm) Value |  Absolute Value Non-Negative Value
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Chemical Shift (ppm)
No. (ppm) {Hz) Height No. (ppm) {(Hz) Height No. (ppm) (Hz} Height No. (ppm} (Hz) Height Nao. (ppm) (Hz} Height

14.07 1768.9 0.3709 G 27.06 3403.0 0.0437 1 29.27 3680.6 0.1341 16 §3.39 6714.1 0.1016 21 119.73 | 150565 | 0.0576
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27.04 3400.2 0.0358 10 29.21 3673.3 0.5448 15 31.84 40041 0.9721 20 147.30 | 14751.3 | 0.0533 25 14552 | 18300.7 | 0.0430
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Chemical Shift {ppm})
No. | (ppm) (Hz) | Height
1 11426 | 14369.1 | 0.1056
2 11432 | 143765 | 0.3611
3 11438 | 143838 | 01226
4 117.30 | 147513 | 0.0533
5 119.73 | 150565 | 0.0576
6 12216 | 153626 | 0.0286
7 145.21 18261.3 | 0.0397
8 14537 | 182814 | 0.0738
9 14552 | 18300.7 | 0.0430



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

13/0172014 13:10:16
Acquisition Time (sec) 07340 Comment EJT-PRM120 reflux o/n tal-d8 mF18CPD CDCI3 {e:\bruk400data\2014\Jan) =it 28 |
Date 10 Jan 2014 10:48:32 | Date Stamp 10 Jan 2014 10:48:32
File Name \\ssTa.ds.man.ac.uk\voIS\VOL3\USERS\SNMRDATA\BRUK4DDDATA\2014UAN\DATA\EJT\NMR\2014—O1-1 0-EJT-28\11\PDATAYIMR
Frequency (MHz) 376.50 Nucleus 19F Number of Transients 16 Crigin AVA400
| Originai Points Count 65536 Owner Administrator Points Count 262144 Puise Sequence 2gig
Receiver Gain 4100.00 SW{cyclical) (Hz) 89285.71 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -37649.5977
Spectrum Type STANDARD Sweep Width (Hz) 89285.37 Temperature (degree C) 20.700
g . . (=)
desiredalphaisomerFNMR.espferticalScaleFactor = 1§
b
@
?
1.0
0.9
08-
z B—E Cethr , o .
2 07- For |
E _:: F Br F F
- 06- 80 : 2
N 56 0 55
£ 05
o 3 |
2 E |
0.4-=
0.3
3 MmO m
E MmN
0.1+ 2389
3 -
E ] 1
5 I|||]nnptu||-u‘uu|||||Pnl[»---l--xl;llll||rn|uu||u-|v-|||||n]nl-!nn]run]unl:nvluuplu;n|||nu|--n|un||||x;nnpn-.-nllinx;l|n|uurr;|||uu;u|||||va;uulnuqrill'unp|n]nu|nu|”l2|ur|’uu||usluu
20 10 0 -10 =20 -3¢ -40 -50 -60 -70 -80 90 -100 -110 -120 -130 -140 -150 160 170 -180 -190 -200 -210 -220
Chemical Shift (ppm)
No. {ppm) {Hz) Height
1 -89.67 | -33759.5 | 0.0402
2 -89.57 | -33724.0 | 0.0467
3 -B8.35 | -332649 | 0.0441
4 -88.26 | -332295 | 0.0391
5 -48.43 | -18231.9 | 1.0000




EJT-PRM123A prod data

mPROTON_A_night CDCI3 {e:\bruk400cdata\2014\Jan} ejt 1

C><)

(>

Current Data Parameters

NAME 2014-01-27-ejt-1
EXPNO 11
PROCHO 1
F2 - Acquisition Parameters
Date_ 20140127
Time 22.55
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 2930
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9845889 sec
RG 80.6
Dt 60.800 usec
DE 10.00 usec
TE 295.0 K
Dl 1.00000000 sec
TDO 1
=zeu==c= CHANNEL fl ===m=s==o
SFO1 400.0718803 MHz
HuCl 1H
Pl 12.00 usec
PLW1 7.40000010 W
f— F2 - Processing parameters
s1 32768
SF 400.0700000 MHz
WDW EM
558 1}
LB 0.30 Hz
GB I}
PC 1.00
ALMAL) LAALa e e M AAAMAARRAY MR e ) AR jroererer | RAAAAAMAAS RALMAALAR) LAALASALY preeeTT MM AL e [T  RAARARALY e A AR T
14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 -1 -2 -3 -4 ppm
=T = N
0 0 @
oo o o
b - ]



EJT-PRM123A prod data
mCARBON_B CDCI3 {e:\bruk400csiatat20ddutank e 435

VN TN ~D o
MmMNOM e
r~ ™~ [~ 00N
™~

YrrnNAOMmMmLun oM
DO NNMANNWoOW -
W o+ k4 s s s oaow o
HNOoOoCOoOOhAOM~RMON Y
MO NNNNN A

N\

C><)

BRUKER

-
400 MHz )

Current Data Parameters

HAME 2014-01-27-ejt-1
EXPHO 10
PROCHO H

F2 - Acquisition Parameters
bate__ 20140127

Time 22.53
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

D 65536
SOLVENT cbcili

NS 1024

DS 4

SWH 24038.4361 Hz
FIDRES 0.3566798 Hz
AD 1.3631488 sec
RG 45.2

(1%} 20.800 usec
DE 41.77 usec
TE 295.0 K

131 2.00000000 sec
nl 0.03000000 sec
DO 1
mocmcazss CHANNEL fl w=smess==
SFOL1 100.6077384 MHz
NUC1 13c

Pl 10.00 usec
PLWI 33.00000000 W
mmmmamms CHANNEL {2 ==me====
SFO2 400.0716003 Miiz
HNuc2 IH
CEDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 7.40000010 W
PLW12 0.1720999%9 W
PLWI3 0.11014000 %

F2 - Processing parameters
s1 32768

s 100.5976820 Miz
WoW EM

SEB 0

LB 1.00 Hz
GB ]

PC 1.40

T y 7 y T " | ' T " T " T
220 200 180 160 140 120 100

80

40 20

ppm



EJT-PRM123A £f25-43 29mg )
ml9F CDC13 /opt/oldbruk500data.l1lviill/2014/Jan ejt 34

CeHiz

By

OH

BRUKER

NAME
EXPNG
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DwW

DE

I ' | ’ 1 ) I ) | ! I N ] ) T " I

—
-40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

2014-01-27-ejt-

11

H

20140127
14.55
spect

S mm PABBC BE-
zgflan
131072
CDCl3

16

4
113636.367
0.866977
0.5767668
203

4.400

6.50

300.0
1.00000000

= CHANNEL £1 ====

19F

12.38

-0.10
25,70395851
170.5453180
65536
470.5923770
EM

0

0.30

0

1.00

34

Hz



EJT-PRM123B prod data

mPROTON CDCI3 /opt/oldbruk500data.11vii11/2014/Feb eijt 25 BRUKER
NAME 2014-02-10-e3t-25
EXPNO io
PROCNO 1
Date_ 20140210
Time 17.45
INSTRUM spect
PROBHD S mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT cbcl3
NS 16
pS 0
SWH 10330.578 Hz
FIDRES 0.157632 Hz
CgHyz OMe AQ 3.1719923 sec
RG 20.2
. DW 48.400 usec
F DE 13.00 usec
F TE 294.2 K
OH D1 1.00000000 sec
s7b 00 1
m======= CHANNEL fl mr======
NuUCl 1H
P1 10.00 usec
PL1 -0.10 dB
FL1W 26.21803665 W
SFO1 500.1330885 Miz
ST 32768
SF 500.1300522 MHz
wowW EM
55B 0
LB 0.30 Hz
GB i}
PC 1.00
|
N J
] X _JJ__AJL Al kq,JL.
————————r [ e e e | e e ea mae A e :
10 9 8 7 6 5 2 1 0 ppm

/7
7.16
7.16
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f
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.25
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L
Flit -
o sl
10.87
r



EJT-PRM123B prod data o)

RB em} r- n o
mCARBON_B CDCB {e)\brukA09cdAa RO IR RN GRS e s svamnonrevennrsngezsn s BRUKER
OYOAMAUNONTAOD@OWOMe ﬂ)\ﬂ u:\ﬂ Ir [ e I o I R T R R S T S T R A A S A 4DO MMz
FONYPeTMANNNNNNNNAAANAASACRREYONTIN N AN OO0 @ T )
- Mo A A A A A AN ml A A A AN S SRR NDMOEROOANN NN NN NN
NS =N N i N

HMAME 2014-02-10-ejt-40
EXFRO 10
PROCHO 1
F2 Acquisition Parameters
Date_ 20140211
Time 21.30
INSTRUM spect
PROBHD 5 mm CPPBEBO BE
PULPROG zgpgln
D 65536
SOLVENT cBCl3
NS 1024
DS 1
SWH 24038.461 Hz
FIDRES 0.366798 Kz
AQ 1.3631488 sec
RG 45,2
oW 20.800 usec
OE 41.77 usec
TE 298.0 K
D1 2.00040000 sec
Dl 0.93000000 sec
pali] I
=zzm==cxz CHANNEL f] =o=es=m=
5F01 100.6077379 MHz
Hucl 13C
Pl 10.00 usec
PLW1 33.00000000 W
uuzmeozs CHANNEL 2 =smas=c=
SFQ2 400.0716003 MHz
HNUC2 il
CPDPRG(2 waltzlé
PCPD2 B0.00 usec
PLW2 7.40000010 W
PLW12 0.17209999 W
PLW13 0.11014000 W
F2 Processing parameters
34 12768
sF 100.5976815 MHz
WD EM
S5B 0
LB 1.00 #iz
GB 0
PC 1.40

{ e .l.|||

I . : . . | . | . | . i . . . .
220 200 180 160 140 120 100 80 60 40 20 ppm



EJT-PRM123B prod data
ml9FCPD CDC13 /opt/oldbruk500data.l1iviill/2014/Feb ejt 25

NAME
EXBNO
PROCNO
Date__
Time
INSTRUM
PROBHD
PULPROG
TD

OMe SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

57b it

DE
TE

CPDPRG2Z
NUC2
PCPD2
PL2
PL12
PL2W
PL12W
SFO2
51

SF
WDW
S5B
LB

GB

pPC

T ’ 1 ! I ' i ’ T v ] o T ! i ’ T " T ! T ! I 7 I

0 =20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm

2014-02-10-ejt
12

1

20140210
17.50
spect

5 mm PABBO BB-
zgfhigqgn
131072
CDC13

16

4
113636.367
0.866977
0.5767668
32

4.400

6.50

294.3
1.00000000
0.03000000
0.00002000

CHANNEL fl ====

19F

12.38

-0.10
25.70395851
470.5453180

CHANNEL f2 ====

waltzlé

1H

80.00

0.00

17.23
25.62124252
0.484841%7
500.1320005
65536
470.5923770
EM

0

0.30

0

1.00

25



EJT-PRM123C Prod data o)
mPROTON_A_night CDCI3 {e:\bruk400cdata\2014\Feb} ejt 41 BRUKER

RUX

Current Data ParametLers

NAME 2014-02-10-ejr-41
EXPNO 21
PROCHO 1
F2 - Acquisition Parameters
Date_ 20140211
Time 23.18
INSTRUM spect
PROBHD S mm CPPBBO BB
PULPROG zg30
TD 65536
GeHr SOLVENT cDC13
NS 16
Fd el DS 2
F SWH 8223.685 Hz
OH FIDRES 0.125483 Hz
RO 3.9645889 sec
57c RG 36
Dw 60.800 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
Ton 1
sesm===s= CHAMNNEL fl ==s======
- SFrol 400.0718803 MHz
NUC1 1H
Pl 12.00 usec
PLW1 7.40000010 W
F2 - Processing parameters
1 SI 32768
SF 400.0700000 MHz
WbwW EM
SSB o}
LB 0.30 Hz
GB 0
pPC 1.00

T Biaainaan | padaanan [ fiananazan | LAAT [ALARAGAA] LEALLL AL [PRRASRAAAS o | AASALALY RAAELARALLY MLALLLLAS: | patannaan  [AARaaAn ) s b AU L L | BRBARERAL  TAhaAAAAL [maasann T

14 13 12 11 10 9 8 6 0o -1 -2 -3 -4 ppm

=-J
o
W
ha
ke

15.63
11.58
72.78



EJT-PRM123C Prod data

mCARBON_B CDCISqaXwuk4enrdatmi20ddeh ket

+

PO

74.85

31.87

C><)

NMNANNCETLTMO0G MO ww MO @WYW [ TabomHz )
PP LM OOOINNNNGNNN o N NN A
[ e e e L L - ol e e
'—““'“%\M/W \\V,%‘ N/Wsmm R
HAME 2014-02-10-gjc-41
EXPNO 20
PROCHO |
F2 - Acquisition Parameters
Date_ 20140213
Time 23.16
IHSTAUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 93536
SOLVENT CDC13
Cetrr NS 1024
D5 q
Fy SWH 24038.461 Hz
£ cl FIDRES 0.366798 Hz
H AQ 1.3631488 sec
ol RG 71.8
bW 20,800 usec
57c DE 41.77 usec
TE 298.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
mamm=m==s CHANNEL fl ors==a==
SFCl 100.6077379 Miz
HUC1 t3c
Pl 10.00 usec
PLW1 33.00000000 W
szosan=e CHANNEL {2 =soo=mas
SFQ2 400.0716003 MHz
HuC2 1H
CPDPRG(2 waltzléb
PCPD2 80.00 usec
PLW2 7.40000010 W
PLW12 0.17209999 W
PLW13 0.11014000 W
F2 Processing parameters
51 32768
SF 100.5976815 MHz
WDH EM
SS5B [+]
LB 1.00 Hz
GB 1}
PC 1.40
I 7 i ' | i 1 ’ [ . 1 | | 1 | I I !
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
18/02/2014 16:44:47

Acquisition Time (sec) 0.5767 Comment EJT-PRM123C prod m19FCPD CDCI3 /opt/oldbruk500data. 11vii11/2014/Feb ejt 10
Date 11 Feb 2014 09:33:52 Date Stamp 11 Feb 2014 09:33:52
File Name \s57a.05.man.ac. ukwolSWOLISERS\SNMRDATABRUKS00DAT ABRUKS00DATAZ0 1 4\FE B\DATAEJTINMRI2014-02-11-EJ T-10VI2\PDATAVIVIR
Frequency (MHz) 470.59 Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Owner wnmr Points Count 65536 Fulse Sequence zgfhigon
Recelver Gain 32.00 SW(cyclical) {Hz) 113636.37 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C) 21.184
PRM123C-F{HINMResp  VerticalScaleFactor = 1 g
@
=
1.0 -
™
o
0.9 @
=
- 0.8 CeHy7
2 07
g e ci
o 0.6 OH
g 05 @ S s7e
o o -
= 7 -
04 o
03
02
0.1
0
-107.5 -108.0 -106.5 -109.0 -108.5 -110.0 -110.5 -111.0 -111.5
Chemical Shift {ppm)
No. | (ppm} {Hz) Height

-110.24 | -51880.3 | 0.3719
-109.73 | -51635.8 | 1.0000
-109.18 | -51380.9 | 0.7599
-108.66 | -51136.4 | 0.2865

HW N -



EJT-PRM123D prod 12-26 48mg

mPROTON CDCI3 {e:\bruk400data\2014\Feb} ejt 27 BRUKER
F 4
HAME 2014-02-14-ejt-
— EXPNO 10
f PROCHNO 1
f bate_ 20140214
i Time 15.25
! INSTRUM AVA00
PROBHD 5 mm PABEQO BB-
PULPROG zg930b
D 65536
SOLVENT cDC13
NS 16
DS 0
SWH B264.463
FLDRES 0.126106
AQ 3.9649780
RG 90.5
DW 60.500
DE 8.45
TE 294.0
Dl 1.00000000
DO i
==m====== CHANNEL f1
NuC1 1H
Pl 14.50
j PL1 -3.60
/ PL1W 17.83863831
SFO1 100.1324710
/ s1 32768
SF 400.1300369
/ WDW EM
ssa 0
| LB 0.30
/ GB 0
pC 1.00
/’/ {
- l
i | A
= | —il 1l (
| 1) f L
. . UM .t AL 4
[rrrtmmmrerns e R e R o s ——
10 9 8 7 6 5 4 3 2 0 ppm
| o Y= 138
n o i r~
o ™M (o] =3 ]
o

27

Hz



EJT-PRM123D prod data (_'><—)

mCARBON B CDCI3 {e \bek4OOCdammd\f3bpat£4 ﬂ'NNOLﬂWFPﬂIﬁNG\WmNONNm\BmOM\OﬂvBRuK R
MNOFWMO“#OG\QN“MHVMNVME@@NO - =
N MNU ™ an\u)u|u1 v w e+ 4 s & s & B o4 s % o+ o x oa o = o= s o= oaw + COOMH!
FLELONNN - CRE R ONNNNOM AN A OOOa oM~ NN S
e N N R R N R NN ] e RPTOOOAMOOMION N NNNNNN N
\V \N‘/V \%W W Current_ Data Parameters
ME 20314-02-14-ejt-14
EXPHO 10
PROCHO 1
F2 - Acquisition Parameters
Date_ 20140215
Time 4.54
IHSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
D 65536
SOLVENT €DC13
NS 512
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 1.8
W 20.8B00 usec
DE 41.77 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TD0 1
=mooas=s CHANNEL f] ==s=====
SFO1 100,6077379 MHz
HUC1 13C
Pl 10,00 usec
PLW1 33.00000000 W
smsm=mmwm CHANNEL {2 ===o===s
SFO2 400.0716003 Mz
Huc2 i
CPDPRG| 2 waltzl6
PCPDE 80.00 usec
PLW2 7.40000010 W
PLW12 0.1720999% W
PLWI3 0.11014000 W
F2 Processing parameters
S1 327638
5F 100.5976815 MHz
WDW (3]
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

il J L

I . . 0 . p . ; . . . | . . . .
220 200 180 160 140 120 100 80 60 40 20 ppm



EJT-PRM123D crude 60mg

mi9F CDCl1l3 /opt/oldbruk500data.l1lviill/2014/Feb ejt 3

CgHyz
Fe Mo

OH
57d

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
T
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

bW

I : I ! I " | ’ T

0 -20 -40 -60

wllend J
i I ! T ! I " I i i

e —
80 -100 -120 -140 -160 -180 -200 ppm

2014-02-14-ejc-

11

1

20140214
11.18
spect

S5 mm PABBO BB-
zgflan
131072
cbcl3

16

4
113636.367
0.866377
0.5767668
203

4.400

6.50

300.0
1.00000000
1

3

Hz
Hz
sec

usec
usec

sec

CHANNEL f! ====za=c=

15F

12.38

-0.10
25.70395851
470.5453180
65536
470.5923770
EM

0

0.30

1]

1.00

usec
dB

W
MHz

MHz

Hz



EJT-PRM123G prod data

C><)

mPROTON_A_night CDCI3 {e:\bruk400cdata\2014\Feb} ejt 56 BRUKER

CaHyy Me

L Me
OH

RS

- Current Data Parameters

I NAME 2014-02-22-ejt-56
EXPNO 10
PROCHNO 1
#2 - Acquisition Parameters
Date_ 20140223
Time 10.30
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CcDC13
NS 16
o DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9845889 sec
RG 45.2
DW 60.800 usec
DE 10.00 usec
TE 298.0 K
Dl 1.00000000 sec
TDO 1
=====z== (CHANNEL fl ========
SF01 400.0718803 MHz
HUC1 14
Pl 12.00 usec
PLW1 7.40000010 W
F2 - Processing parameters
51 32768
SF 400.0700371 MHz
WDW EM
55B o
LB 0.30 Hz
-— GB 0
PC 1.00

...... l.-rnn--'-u-.-....l.....-..-I.-...r-v-lv---u-nl."-.....I...nunlnnu-...l....---.-Inruunul.....n..|......”rlnnnnulun---..I--.v-n--l.uun..l...-...-.I..-nnnln-u-u-'..

14 13 12 11 10 9 8

7 6 5 -1 2 -3 -4 ppm



EJT-PRM123G prod data

mCARBON_B CDCI3 {e:\bruk400cdata(2014\Eels®jt:56

9 N N nan

WV

m M M
o <F
e

77.34

77.22

77.02
76.70
76.45
76.18
75.91
32.03

31.86

31.69
30.47

30.45

30.42

29.71

29.44

29.34

29.25
28.29
27.92
27.78

27.58

22.83

22.66

22,49

20.77

(">(7

-

-
f MNHHI

IW MW%;:I@M Data Parameters

HAME 2019-02-22-ejL-56
EXPHO 1
PROCHO |

F2 Acquisition Parameters
Date_ 20140223
Time 11.30
INSTRUM spect
PROBHD S mm CPPBBO EB
PULPROG zgpg30

Tb 65536
SOLVENT cpell

Hs 1024

s q

SHH 24038.461 Hz
FIDRES 0.366798 Mz
AQ 1.3631488 sec
RG 71.8

bW 20.800 usec
DE 41.77 usec
TE 298.0 K
133 2.00000000 sec
Dll 0.03000000 sec
TDO b

=emmmem= CHANNEL fl ==s===ws

T T
220 200

T
180

i T
140 120

80

60

40

20

SFO1 100.6077379 MHz

HUC1 13¢C

Pl 10.00 usec

PLWL 33.00000000 W
ssasss CHANNEL {2 =====maa

5?02 400.0716003 MHz

HUC2 iH

CPDPRG (2 waltzlé

PCPD2 80.00 usec

PLW2 7.40000010 W

PLW12 0,.17209999 W

PLW13 0.11014000 W

F2 - Processing parameters

51 32768

SF 100.5976815 MHz

WD EH

S5B 0

LB 1.00 Hz

GB 0

PC 1.40

ppm



Acquisition Time (sec} 0.5767 | Comment EJT-PRM123G prod m19FCFD CDCI3 /opl/oldbruk500data. 11vii11/2014/Feb ejl 56
Date 23 Feb 2014 18:54:56 | Date Stamp 23 Feb 2014 18:54:56
File Name \\ss7a.ds.man.ac. ukwolSwol3\wsers\snmrdatatbruk500datatbruk 500data\20 14\Feb\datalejt\nmr2014-02-23-ejt- 5611 2\fid | Frequency (MHz)
Nucleus 19F | Number of Transients 16 Origin spect | Original Points Count
Owner vnmr1 | Points Count 65536 Pulse Sequence zgthiggn | Receiver Gain
SWcyclical) (Hz) 113636.37 | Solvent CHLOROFORM-d Spectrum Offset (Hz)  -47059.0234 Spectrum Type
Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
PRMI123G-F{HINMR.esp VerticalScaleFactor = 1 & 2
[ o
© e
= =
07
06
%' Me
& 05
ic
b
7]
£ 04 g
E @
2 =
03 !
0.2
0.1
-1079 -1080 -1081 -108.2 -1083 -1084 -1085 -1086 -1087 -1088 -108% -1090 -1091 -1082 -1093
Chemical Shift (ppm)
No. | (ppm) (Hz) Height
1 -109.62 | -51587.2 | 0.1688
2 -109.10 | -51339.3 | 0.8761
3 -108.75 | -51178.0 | 1.0000
4 -108.23 | -50930.1 | 0.2675

This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

470.59

65536

3200

STANDARD
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EJT-PRM123E 18-15 24mg
mPROTON CDCI3 /opt/oldbruk500data.11vii11/2014/Jan ejt 29

NAME 2014-01-28-ejt-29
EXPNO 10
PROCNO 1
Date_ 20140128
Time 16.14
INSTRUM spect
PROBHD 5 mm PABEBOQ BB-
PULPROG zg30h
TD 65536
SOLVENT CDC13
NS 16
DS 0
SWH 10330.578 Hz
FIDRES (.157632 Hz
AQ 3.1719923 sec
CgHyz i RG 25.4
Ma DwW 48.400 usec
Ee DE 13.00 usec
5 Me TE 300.0 K
OH / D1 1.00000000 sec
TGO 1
57t s======= [CHANNEL fl ========
NUC1 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFO01 500.1330885 MHz
51 32768
S5F 500.1300482 MHz
WDW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
o
i
L " P! SR P _‘J\_A_) Iy
RS B n s e e [ RN EE e e T e A e AR [ B A T
10 9 8 7 6 5 4 3 2 1 0 ppm

.50

2.49
==

92.01



EJT-PRM123E Prod data 24mg

mCARBON“‘ B CDCI3 {e \bruk40ﬂcdala\@ﬂ1}4ldimt}

— 211

Current PData Parameters
HAKE 2014-01-28-ejt-32
EXPNO 22
PROCHO 1
F2 - Acguisition Parameters
Date_ 20140129
Time 19.09
INSTRUM spect
PROBED 5 mm CPPBBO BB
PULPROG 29pg30
D 65536
SOLVENT cocl3
NS 1024
0s 4
SWH 24038.4¢61 Kz
FIDRES 0.3667%8 Hz
AQ 1.3631488 sec
RG 71.8
DY 20,800 usec
DE 41.77 usec
TE 295.0 K
D 2.00000000 sec
D11 0.03000000 sec
TDO H
cesm=m=e CHANNEL f1 === -
SFOL 100.6077384 MHz
HUC1 13C
Pl 10.00 usec
PLHL 33.00000000 W
: == CHANNEL {2 a=msssc==
5F02 400.0716003 Mz
Huc2 1H
CPDPRG[2 waltz1l6
PCFD2 80.00 usec
PLH2 7.4000001C0 W
PLW12 0.17209998 w
PLW13 0.11014000 W
F2 Processing parameters
134 32768
SF 100.5976820 MHz
WDHW EM
SSB 1]
LB 1,00 Hz
GB 0
PC 1.40
LLt l 1 In
N I i I | | I I i | I 1
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
30/01/2014 11:37:52

Acquisition Time {sec) 0.5767 Comment EJT-PRM123E f8-15 24mg m19FCPD CDCI3 /opt/oldbruk500data, 11vii11/2014/Jan ejt 29
Date 28 Jan 2014 16:19:12 Date Stamp 28 Jan 2014 16:19:12
File Name \\s57a.ds.man.ac.ukwol5\WOLIWSERS\SNMROATABRUKS00DATABRUKS00DATARO14UANIDATAE JTINMR2014-01-28-EJT- 201 2\PDATAVIVIR
ency (MHz) 470.59 Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Owner wmri Points Count 65536 Pulse Sequence zgfhiggn
Receiver Gain 32.00 SWicyclical) (Hz) 113636.37 Soivent CHLOROFORM-d Spectrum Offset (Hz}  -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
I~ -
PRM123E'F{H}NMR-*P§ VerticalScaleFactor = 1
=1 ]
o =
- [ ]
Y Ot
1.0 :‘:_
0.9 E 5
s -
08 o =
2z S -
207
o
=
5 06 571
ki
w 05
E
2 04
0.3
0.2
0.1
0
-100 -1 -102 -103 =104 =105 -106 -107 -108 =108 -110 111 =112 =113 -114

Chemical Shift (ppm}

No. (ppm) (Hz) Height
-111.85 | -52636.3 0.7016
-111.32 | -52388.3 | 0.8938
-100.94 | -47503.8 | 1.0000
-10041 | 472541 0.6694

bW N =



P. Mears

EJT-PRM 120 prod F31-41

0214-029

mPROTON CDCI3 {E:\bruk500cdata\2014\Feb} staff 29

CgHyr
- OTBDPS

OH
579

Current Data ParametCers

NAME 2014-02-18-staff-29
EXPNO 10
PROCHO 1
F2 - Acguisition Parameters
Date__ 20140218
Time 15.28
INSTRUM spect
PROBHD 5 mm CPPBEO BB
PULPROG zg30
TD 65536
SOLVENT cbcl3
NS i6
DS 2
SWH 10000.000 H=z
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 47.9
DwW 50.000 usec
DE 13.87 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL [l ===m==:
SFO1 500.1930889 MHz
NUC1 18
Pl 13.00 usec
PLW1 16.00000000 W
F2 - Processlng parameters
5I 65536
SF 500.1900500 MHz
WDW EM
558 0
LB 0.30 Hz
GB Q
PC 1.00

-2 ppm



MCARBON CDC1l3 {E:\bruk500cdata\2014\Feb]} staff 29

C><)

BRUKER
500 MHz

™ Y i ]
Current Data Parameters
NAME 2014-02-18-staff-29
EXPNO 11
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20140218
Time 17.17
INSTRUM spect
PROBHD 5 mm CPPBRO BB
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AD 1.1010048 sec
RG 184.4
DW 16.800 usec
DE 102.82 usec
TE 298.2 K
D1 2.00000000 sec
Dil 0.03000000 sec
TDO 1
======== CHANNEL f1l ========
SFO1 125,7854504 MH:z
NUC1 13cC
Pl 10.00 usec
PLWi 53.59999847 W
======== (CHANNEL f?_ —=======
SF02 500.1920008 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.28622001 W
PLW13 0,18318000 W
F2 - Processing parameters
SI 32768
hJ I SF 125.7728760 MHz
WDH EM
i J [ | ] l S5B 0

LB 1.00 Hz
GB 0

T 1 T T T | T | | T T eC 1.40

220 200 180 160 140 120 100 80 60 40 20



EJT-PRM120 f95-113 24mg
mF19CPD CDCI3 {e:\bruk400data\2014\Feb} ejt 1

CgHiy

o OTBDPS

OH
579

BRUKER
z

HAME 2014-02-13-ejt=1
EXPNC 11
PROCHO 1
Date_ 20140213
Time 13.50
INSTRUM AV400
PROBHD 5 mm PABEQ BE-
PULPROG zgig
™ 131072
SOLVENT CDC13

16
|23 q
SWH 89285.711 Hz
FIDRES 0.681196 Hz
AQ 0.7340532 sec
RG 4100
D 5.600 uscc
DE 7.51 usec
TE 294.3 K
D1 1.00000000 sec
DIl 0.03000000 sec
TDO b
s=camsas CHANMEL [l s==o====
NUC1 19F
Pl 10.70 usec
PLL =5.00 dB
PLIW 27.00716019 W
SFOl 376.4607164 MHz
m======= CHANNEL [2 ====== v
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PL2 3.60 dB
pPL12 12.14 dB
PL2W 17.83863831 W
PL12W 0.47573122 W
SFO2 400,1316005 MHz
51 262144
SF 376.4983660 MHz
HWDW EM
5sB 0
LB 0.30 Hz
GB 0
PC 2.00

| - T N T " I " T " I T | T

S—y T T p—

0 =20 -40 ~-60 -80 -100 =120 -140 -160 -180 -200 -220 ppm



EJT-PRM145 f5-13 113mg o)
mPROTON_A_night CDCI3 {e:\bruk400cdata\2014\Mar} ejt 11 BRUKER

(>

Current Data Parameters

- NAME 2014-03-28-ejt-11
EXPNO 13
I,——- PROCNO 1
] F2 - Acquisition Parameters
Date_ 20140328
| Time 22.16
] INSTRUM spect
PROBHD 5 mm CPFBBO BB
PULPROG zg30
TD 65536
SOLVENT CbCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.12548B3 Hz
AQ 3.9845889 sec
RG 40.3
DwW 60.800 usec
58 DE 10.00 usec
TE 298.0 K
| D1 1.00000000 sec
TDO 1
-
( ======== CHANNEL fl ========
| SFO1 400.0718803 MHz
Hucil 14
Pl 12.00 usec
— PLW1 7.40000010 w
| F2 - Processing parameters
| S1 32768
| = o r SF 400.0700535 MHz
WDW EM
S5SB )]
] LB 0.30 Hz
i i GB 0

| |
[ : ] PC 1.00
J J '

ML _AL . __j ;}

T f [PARALLARL IR IR paassnaas TR | BABLAAALLE LAAAAAANLLY LML) LAY |BAAAAARARS | Mpaamaan [t ann (AAAALAAR] LAALLAR] AAALELLL AR | BAARRAAL [aAnaRAaR [piaaannn T

14 13 12 1 10 9 8 7 6 5 4 3 2 1 0 -1 -2 -3 -4 ppm

™ < in T3] o [=1]
= - o G TR =
w (=3 [ P oo )
[or ) - o



EJT-PRM145 f5-13 113mg

mCARBON_:6DGIS{eAbrukdRCestata\ 2X81M

@ @M~ n LN

o h
v -

oM m
el

ard

FTEOMNMONNHA OO MNN WYY~
MMM NN NN NN NN NN e
Arrdrddreddrdrddrddrdemlrddd A A A A S e e -

BRUKER
(4]
-l
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%:urrent Data Parameters

T
220

T
200

T
180

|
160

T
140

T
120

T
100

80

60

40

20

HAME 2014-03-2B-eju-11
EXPNO 12
PROCHO 1

F2 - Acquisition Parameters
bate_ 20140328

Time 22,14
IMSTRUM spect
PROBHED 5 mm CPPBBO BB
PULPROG zgpgl30

T 65536
SOLVENT €bCl3

HS 1024

B5 4

SWH 24038,461 kiz
F1DRES 0.366798 Hz
AQ 1.3631488 sec
RG B

DY 20.800 usec
DE 41.77 usec
TE 298.0 K

D1 2.00000000 sec
D11 0.03000000 sec
TDO H
==smm==a CHANNEL f] -ocesswe=s
SFO1 I0D.6077379 MHz2
HUCL 13¢C

Pl 10.00 usec
PLW1 33.00000000 W
x=cooass CHANNEL 2 sssmemes
SF02 400.0716003 MHz
Nucz iR
CPDPRGI{2 waltzlé
PCPD2 80.00 usec
PLW2 7.40000010 W
PLW12 0.1720999% W
PLW13 0.1101400¢ w

F2 Processing parameters
51 32768

SF 100.5976815 MHz
WDW EM

55B [H

LB 1.00 Hz
GB 0

PC 1.40
ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.cominmrproc/

07/0472014 13:54.05
Acquisition Time (sec) 0.5767 Comment EJT-PRM145 {3-7 40mg m19FCPD CDCI3 /optfoldbruk500data. 11vii11/2014/Mar ejt 5
Date 26 Mar 2014 14:26:08 Date Stamp 26 Mar 2014 14:26:08
File Name \\ss7a.ds.man.ac.ukivol5\WVOLIWSERS\SNMRDATABRUKS00DATABRUKS00DATAO14MAR\DATAEJTINMR2014-03-26-EJT-5V12PDATAVIVIR
cy (MHz} 470.59 Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Owner vl Points Count 65536 Pulse Sequence zghigqgn
Receiver Gain 575.00 SWcyclical) (Hz) 113636.37 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
. (o]
PRM145-F(HINMR.esp  VerticalScaleFactor = 1 ~
Lot ]
o
=3
1.0
0.9
08

o
~

Normalized Intensity
e 6 o o ©
™ (A £ h [«;]

e
—

-107.55-107.60-107.65-107.70-107.75-107.80-107.85-107.90-1 07.95-105.00.-108.05-108.10-1 08.15-108.20-108.25-108.30-108.35-1 08.40-105.45-108.50-108.55-1 08.60-108.65-108.70-108.75-108.80
Chemical Shift (ppm}

No. {ppm} {Hz) Height
1 -108.32 | -509734 | 1.0000



EJT-PRM146 phosphoranylidene f14-24 20mg o)
mPROTON_A CDCI3 {e:\bruk400cdata\2014\Apr} ejt 42 BRUKER

P

Current Data Parameters

[~ i NAME 2014-04-01-ejr—42
f f EXENO io
{ PROCNO 1
F2 ~ Acquisition Parameters
Date_ 20140401
Time 12.26
INSTRUM spect
PROBHD 5 mm CPPBBO BB
| PULPROG 2930
TD 65536
SOLVENT cDCl3
NS L]
D5 2
SWH B012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 90.5
oW 62.400 usec
DE 10.00 usec
TE 298.0 K
— D1 1.00000000 sec
TBO 1
] |
r ======== CHANNEL f1 ========
SFO1 400.0719003 MHz
| NUC2 1H
r | Pl 12.00 usec
i [ PLW1 740000010 W
( i [ F2 - Processing parameters
| ' } : 51 65536
| f | 5F 400.0700435 MHz
{ WDW M
| 55B 4]
. | LB 0.30 Hz
I j | GB 0
f Fa rC 1.00
— - i e !
= .-L..-r | s _‘kll P | S SR I | - . =

......... l.-uru---niun-‘.-.--'...-.r--'lnv-x--n..l....r-vsalun

------ I.........]--vru‘.u.lnnu.----nln.....-.rluxuv-‘.1-|....-vrr;ivnuls-...I..-...-..I--cr----'luu-......l....s.ru.lnnsn--...l.:-';.--.l

14 13 12 11 10 9 8 7 6 4 3 2 1 0 -1 -2 -3 -4 ppm

5
e
&

2.88
9.93
0.32
15.08
6.41
32.87



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
07/04/2014 15:31:32

| Acquisition Time (sec) 1.3631 " | comment EJT-PRM146 prod alkene mCARBON_B CDCI3 {e:\bruk400cdata\2014\Api) ejt 24
| Date 03 Apr 2014 19:05:52 Date Stamp 03 Agr 2014 19:05:52
File Name \iss7a.ds.man.ac.ukwolSwol3wsers\snmrdatatbruk400cdata\201\Aprdataieiinmn2014-04-03-¢j1-24\10\id . Frequency (MHz) 100.60
| Nucleus 13C | Number of Transients 1024 | Crigin spect _ Original Points Count 32768
| Owner nmrsu | Points Count 32768 | Pulse Sequence 20pg30 _Receiver Gain 45.20 |
SWcyclical) (Hz) 24038.46 _| Solvent CHLOROFORM-d Spectrum Offset(Hz}  10052.8125 Spectrum Type STANDARD
Sweep Width (Hz) 24037.73 | Temperature (degree C) 25.000
1.0-PRM146-CNMR esp VerticalScaleF actor = 1
09-
08 - b
el
g
07 &
=
2 06
L
1=
E 0.5
- 59
E 04 r~ I~
z @ a8 -
03 2 B 2
od
3 3
0.2 =
! ! g
0.1 a :
0 ——— e ———————— - l__ iniiminll e L1 1 S R B 1y T N Nl oY S— i byl e ey
70 65 60 55 50 45 40 35 30 25 20 15

Chemical Shift (ppm)
No.  (ppm) (Hz) Height

1943 | 19242 02521
2675 26908 | 06500
30.50 3068.6 0.0458
3052 = 30701 | 0.0862
30,53 = 30715 | 0.0407
5153 | 51836 | 02488

62.356 6273.0 0.1910

@ b AN -



Acquisition Time (sec) 1.3631 Comment EJT-PRM146 prod alkene mCARBON_B CDCI3 {e:\bruk400cdatal2014\Apr} ejt 24
Date 03 Apr 2014 19:05:52 Date Stamp 03 Apr 2014 19:05:52
File Name Wss7a.ds.man.ac. ukwolSwol3wsers\snmrdata\bruk400cdatal2014\Aprdatalejlinmn2014-04-03-ejt-24\10\id Frequency (MHz)
Nucleus 13C Number of Transients 1024 Origin spect Original Points Count
Owner nmrsu Points Count 32768 Puise Sequence zgpg30 Receiver Gain
SWicyclical) (Hz) 24038.46 Soivent CHLOROFORM-d Spectrum Offset (Hz)  10052.8125 Spectrum Type
Sweep Width (Hz) 24037.73 Temperature (degree C) 25.000
PRM146-CNMResp  VerticalScaleFactor = 1
025
0.20
=
2
3]
£ 015 b
Q w
. @«
& o
g N
E 2
Z 010 N
~ -
=R - o
5] w {74
- P~ o
~N | e % ~ o
005 T|c8% 8 0
' oo & | T
- ‘-‘! -
0
122.5 122.0 121.5 121.0 120.5 120.0 119.5 119.0 1185 118.0 117.5
Chemical Shift (ppm)
No. (ppm) (Hz} Height No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm) {Hz) Height
1 19.13 19242 | 0.2521 5 30.53 3071.5 | 0.0407 9 118.69 | 11940.0 | 0.0403 13 | 12110 | 121821 | 00171
2 2875 26508 0.6509 6 51,53 51836 0.2488 10 120.78 121458 | 0.0338 14 121.14 12186.5 | 0.0241
3 30.50 3068.6 0.0458 7 62.36 6273.0 0.1910 11 12086 | 121586 | 0.1039 15 121.22 121945 | 0.0676
4 30.52 3070.1 0.0862 8 116.28 | 116979 | 0.0158 12 | 12096 | 121681 | 00228 16 | 121.31 | 122033 | 0.0440

This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

07/04/2014 15:34:44
100.60
32768
45.20
STANDARD
(=]
=t
=]
]
]
117.0 116.5 116.0



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
07/04/2014 15:41:55

_Acquisition Time (sec) 1.3631 Comment EJT-PRM146 prod alkene mCARBON_B CDCI3 {e:\bruk400cdata\2014\Apr} ejt 24
Date 03 Apr 2014 19:05:52 Date Stamp 03 Apr 2014 19.05:52
File Name \\ss7a.ds.man.ac.uk\vo_lﬁ\volS\users\snmrgata\bruMOOcdata\2014%pfh:latg\ejt\nmr\2014—04—03—ejl-24\10\fid | Frequency (MHz) 100.60
Nucleus 13C | Number of Transifents 1024 _ Origin spect | Original Points Count 32768
| Owner nmrsu | Points Count 32768 Pulse Sequence 2gpg30 | Receiver Gain 45.20
| SW(cyclical} (Hz} 24038.46 | Solvent CHLOROFORM-d Spectrum Offset (Hz)  10052.8125 _ Spectrum Type STANDARD
Sweep Width (Hz) 24037.73 Temperature {degree C} 25.000
. o~
PRM146-CNMR.esp VerticalScaleFactor = 1 B
uwy
™~
=
1.0
0.9 2
L=
n
uwr
0.8 ) OTBDPS
2
E 0.7
=
= 06
k]
£ 05
2 S
04 uv_,
© &
0.3 o © o
- &
[} [=] o
0.2 ol g g §
138 137 136 135 134 133 132 131 130 129 128 127 126 125
Chemical Shift (ppm)
No. (ppm) {Hz) Heght No. (ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm) (Hz) Height No. {ppm) {Hz} Hexght

19.13 1924.2 0.2521 6 51.53 5183.6 0.2488 1 120.86 | 121586 | 0.1039 16 121.31 122033 | 0.0440 21 131.65 | 132436 | 0.0470
26.75 2690.8 0.6509 62.36 6273.0 0.1910 12 12096 | 121681 | 0.0228 17 127.59 | 12835.0 | 1.0000 22 133.68 | 134475 | 0.1445
30.50 3068.6 0.0458 116.28 | 116979 | 0.0158 13 12110 | 121821 | 0.0171 18 129.55 | 130323 | 0.2574 23 13559 | 13639.7 | 0.7165
30.52 307041 0.0862 9 11869 | 119400 | 0.0403 14 121.14 | 121865 | 0.0241 19 131.08 | 131864 | 0.0393
30.53 3071.5 0.0407 10 120.78 | 12149.8 | 0.0338 15 121.22 | 121945 | 0.0676 20 131.36 | 13215.0 | 0.0829

-~

b W N -
=]



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlahs.com/nmrproc/
07/04/2014 15:45:55

Acquisition Time (sec} 1.3631 Comment EJT-PRM146 prod alkene mCARBON_B CDCI3 {e:\bruk400cdata\?014\Apr} ejt 24
Date 03 Apr 2014 19:05:52 - Date Stamp 03 Apr 2014 19:05:52
File Name \iss7a.ds.man.ac.ukwolSwof3wsers\snmrdata\bruk400cdatai2014 a\=j\nmn2014-04-03-ejt-24\10Md Frequency (MHz) 100.60
Nucleus 13C Number of Transients 1024 Origin spect Original Points Count 32768
Owner nmrsu Points Count 32768 Pulse Sequence 2gpg30 Receiver Gain 45.20
SW(cyclical} (Hz) 24038.46 Soivent CHLOROFORM-d Spectrum Offset (Hz)  10052.8125 Spectrum Type STANDARD
Sweep Width (Hz 24037.73 Temperature (degree C) 25.000
08 PRM146-CNMR esp VerticalScaleFactor = 1
07
06
OTBDPS
=
2 05
I
=
-
H 04
™
5
Z 03
0.2 -
~ 3
2 No?
01 © g o
? -
g ————————————_— . __.._....__.__—__.._l_ L P ST FIES B RE P T e S . T PN T ol e e E o
174 172 170 168 166 164 162 160 158 156 154 152 150 148 146 144 142
Chemical Shift (ppm)
No. (ppm) (Hz) Height No. {(ppm) (Hz) Height No. (ppm) (Hz) Height No. (ppm} {Hz) Height No. {ppm) {Hz) Height

19.13 1924.2 0.2521 7 62.36 6273.0 0.1910 13 121.10 | 121821 | 0.0171 19 131.08 | 131864 | 0.0393 25 149.38 | 15027.7 | 0.0526
26.75 2690.8 0.6509 8 11628 | 116979 | 0.0158 14 12114 | 121865 | 0.0241 20 131.36 | 132150 | 0.0929 26 14963 | 150526 | 0.0103
30.50 3068.6 0.0458 9 11869 | 11940.0 | 0.0403 15 121.22 | 121945 | 0.0676 21 13165 | 132436 | 0.0470 27 16559 | 16657.7 | 0.0357
30.52 30701 0.0862 10 12078 | 121498 | 0.0338 16 121.31 12203.3 | 0.0440 22 13368 | 134475 | 0.1445
30.53 3071.5 0.0407 11 120.86 | 121586 | 0.1039 17 127.59 | 128350 | 1.0000 23 13559 | 13639.7 | 0.7165
51.53 5183.6 0.2488 12 12096 | 12168.1 0.0228 18 12955 | 130323 | 0.2574 24 149.14 | 150027 | 0.0301

D s W=



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
07/04/2014 16.11:28

_Acquisition Time (sec) 0.7340 | Comment EJT-PRM146 phesphoranylidene f14-24 20mg mF19_cryo COCI3 {e:\bruk400cdata\2014\Apr} ejt 42
Date 01 Apr 2014 12:29:04 | Date Stamp 01 Apr 2014 12:29:04
_File Name \\ss7a.ds.man.ac.ukwolS\ol3\users\isnmrdata\bruk400cdata\2014\Aprdataiejlinmni2014-04-01 -2j1-42v1 1¥id Frequency (MHz 376.44
Nucleus 19F | Number of Transients 4 . Origin spect | Original Points Count 65536
Owner nmrsu | Points Count 65536 | Puise Sequence zg Receiver Gain 16.00
SWicyclical) (Hz) 89285.71 | Solvent CHLOROFORM-d | Spectrum Offset (Hz)  -37644.8584 Spectrum Type STANDARD
Sweep Width (Hz) 89284.35 Temperature (degree C) 25.000
. w
PRM146-FNMR.esp VerticalScaleFactor=1 88
g o
=¥=]
=
10 J
0.9
08

e
~
gy

Normalized Intensity
o o o o
w p-y [4)] (o))

bt
X

0.1

-90 -§2 -04 -86 -98 -100 -102 =104 -108 -108 =110 =112 =114 =116 -118 =120 =122 =124
Chemical Shift (ppm)

No. (ppm} (Hz) Height
1 -100.53 | -378444 | 09733
2 -100.51 | -37834.9 | 1.0000



EJT-PRM146 isomer data o)
mPROTON_A_night CDCI3 {e:\bruk400cdata\2014\Apr} ejt 18 BRUKER

(>~

Current Data Parameters

NAME 2014-04-29-ejt-18
EXPNO 11
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20140430
Time 3.52
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT cDC13
NS 16
ps 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9B45889 sec
RG 114
DW 60.800 usec
DE 10.00 usec
TE 298.0 K
D1 1.00000000 sec
rr_ TDO 1
(J =s==mz== CHANNEL fl ========
5F01 400.0718803 MHz
NUC1 1H
[F Pl 12.00 usec
PLW1 7.40000010 W
IJ F2 - Processing parameters
51 32768
FJ SF 400.0700399 MHz
WDW EM
55B 0
} LB 0.30 Hz
GB o
{d PC 1.00
A - ; o A
. | *HJ_________. ——e A APl = oA =

------ t.....-..-1"”-unlu-......I.-u----sln....nulun-.;.-'...-n-ulnu-.....I..nnn-'-u-----.l..nu'--'......aulun--....I..-unuluu--...ln.unnlnu----..l

--------- |RERbARARAY A2

12 11 10 9 8 5 4 3 2 1 0 -1 -2 -3 -4 ppm
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EJT-PRM146 isomer data

mCARBON_B CDCI3 {estyuk4alcadata20) Al ket 18 s o8 03 i fnnnuna vw
D L T R i
OGP MMEO MO ONANNNNNNNNNNSANNNA A ON e
rlHl-Irlu-iv-iu-lv-iHﬁﬂﬂﬁﬂﬁr.l-irlrlrlr!rlo-ll-ll-!rl-.rl-‘-!l"l“'l‘-l"wm

| i

34.68
34.65
34.61
-<::25.81
26.73
—15.17

<

C><)

CE

Current Data Parameters

| " T " T ' T ' T " T | " "
220 200 180 160 140 120 100 80 60

NAME 2014-04-29-ejt-18
EXPNO 10
PROCHO 1

F2 - Acquisition Parameters
bate_ 20140430

Time 3.49
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG 29pgl0

TD 65536
SOLVENT CcDCl3

N5 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 45.2

oW 20.800 usec
DE 41.77 usec
TE 298.0 K

Dl 2.00000000 sec
D11 0.03000000 sec
TR0 1
assenoesx CHANNEL f] ssascazom
SFOl 100.607737% MHz
Nucl 13C

Pl 10.00 usec
PLW1 33.00000000 W
amsasuomc CHANNEL {2 =wesamax
SFO2 400.0716002 MHz
HUC2 1K
CPDPRG2 waltzlé
PCPD2 80.00 usec
PLWZ 7.40000010 W
PLW12 0.1720999%9 W
PLW13 0.11014000 W

F2 - Processing parameters
51 32768

SF 100.59760815 MHz
WDW EM

558 4]

LB 1.00 Hz
GB 4]

PC 1.40¢
ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

_ Acquisition Time (sec) 0.7340 | Comment EJT-PRM146 f44-48 40mg mF19CPD CDCI3 {e)\bruk400data\2014\May} ejt 23
Date 19 May 2014 19:08:00 | Date Stamp 19 May 2014 19:08:00
| File Name Wss7a.ds.man. ac. ukwol5WOLIUSERS\SNMRDATABRUKA00DATA201 AMANDATAE TINMR\2014-05-19-EJT-2322\PDATAYVIR
| Frequency (MHz) 376.50 | Nucleus 19F Number of Transients 16 | Origin AV400
Original Points Count 65536 | Owner Administrator Points Count 262144 | Puise Sequence 2019
Receiver Gain 4100.00 | SW(cyclical} (Hz} 89285.71 | Soivent CHLOROFORMd | Spectrum Offset (Hz)  -37649.5977
Spectrum Type STANDARD Sweep Width (Hz) 89285.37 Temperature (degree C) 22.600
2014-05-19-EJT-23.022.001. 1R esp VerticalScaleFactors 1
p
o3
SN OTBDPS
Fnl
P
Me(Q,C
60
-75 -80 -85 -90 -85 -100 -105 -110 -115 -120 -125 -130 -135 -140 145

Chemical Shift {(ppm)



EJT-PRM132 i5-10 7mg BR: u: K:E: ]

mPROTON CDCI3 /opt/oldbruk500data.11vii11/2014/Mar ejt 28 »re
HAME 2014-03-03-ejt-28
EXPNO 10
PROCNO 1
Date_ 20140303
Time 14.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT cDhcl3
NS 16
DS 0
SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719923 sec
RG 228
bW 48.400 usec
DE 13.00 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ====za===

61 NUC] 1H
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
SFO1 500.1330885 MHz
s1 32768
SF 500.1300498 MHz
WDwW EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
il { { I b
_ I | U
[ " ey RARaEsEas T - R e - IR e e T
10 9 8 7 6 5 4 3 2 1 0 ppm

24.98
2.18
2.32
4.48
4.43
4.38



EJT-PRM132 f11-19 55mg

GD Glﬂ@
[ ]

v

Cety7

Fnl'

61

OTBDPS

lh

\&N Wurrent Pata Parameters
HAME j

2015-03-05-ejL-34

T T
220 200

! T T
180 160 140

T
120

EXPNO 11
PROCHNO 1

F2 - Acquisition Parameters
Date_ 20140306
Time 2.59
INSTRUM spect
PROBHD 5 wen CPPBBO BB
PULPROG zgpg3l

byl 65536
SOLVENT cocl3

NS 1024

Bs q

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 45,2

DW 20.800 usec
DE 41.77 usec
TE 298.0 K

D1 2.00000000 sec
D1t 0.03000000 sec
TDO 1
mmmzsx=s CHANNEL fl LEE T L 1}
SFO1 100.6077379 MHz
NUC1 13C

P1 10.00 usec
PlMl 33.00000000 W
onsnsmws CHANMEL {2 swesmmzo
SFQ2 400.0716003 MHz
nwuc2 IR
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 7.40000010 W
PLW12 0.17209999 w
PLW13 0.11014000 w

F2 - Processing parameters
SI 12768

SF 100.5976815 MHz
WDW EM

SSB

iB 1.008 Hz
GB

PC 1.40
ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec) 0.5767 | Comment EJT-PRM132 15-10 7mg m19F CDCI3 /oplioldbruk500data. 11vii1 1/2014/Mar et 28
| Date 03 Mar 2014 14:21:52 | Date Stamp 03 Mar 2014 14:21:52
Fiie Name V\ss7a.ds.man.ac. uk\volS\VOL3\USERS\SNMRDATA\BRUKSOODATA\BRUKSOODATA\2014\MAR\DATA\EJT\NMR\2014—03-03-EJT—28\1 1WPDATAWVIR
quumy{Msz 470.59 | Nucleus 19F Number of Transients 16 | Origin spect
| Original Points Count 65536 | Owner womri | Points Count 65536 | Pulse Sequence zgflgn
| Recelver Gain 362.00 - | SWcyclical) (Hz) 113636.37 | Soivent CHLOROFORM-d | Spectrum Offset (Hz)  -47059.0234
| Spectrum Type STANDARD | Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
g -]
PRM132-FNMR.esp VerticalScaleFactor = 1 3
P~
ai
=l
CgHyz OTBDPS
Ful
F
0
61
I
|
R T A N R TP - -
92 94 95 98 100 -402 104 -106 -108 110 -112  -114 116 -118 -120 -122 124 -126 -128 -130 132 -134

Chemical Shift (ppm)

-136

-138



EJT-PRM133 f16-21 4mg
mPROTON CDCI3 /opt/oldbruk500data.11vii11/2014/Mar ejt 7

i L AU

10

---------

--------

---------

MHz

Hz

BRUKER
NAME 2014-03-07-ejt-
EXFHNO 10
PROCNG 1
Date_ 2p140307
Time 15.20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30b
TD 65526
SOLVENT cbcl3
NS 16
DS 1]
SWH 10330.578
FIDRES 0.157632
AQ 3.1719923
RG 287
DwW 48.400
DE 13.00
TE 298.0
(12} 1.00000000
TDO 1
======== CHANNEL {1 ====
NOC1 1H
Pl 10.00
PL1 ~0.10
PL1W 26.21803665
SEOl 500.1330885
51 32768
13 500.1300487
WDW EM
558 [+
LB 0.30
GB 0
PC 1.00

AR R
ppm



_ This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time (sec) 1.1010 | Comment P. Mears EJT-PRM133prod 0614-032 mCARBON CDCI3 {E-\bruk500cdata\2014\un} staff 42
Date 20 Jun 2014 07:19:44 | Date Stamp 20 Jun 2014 07:19:44 | B
File Name \\ss?a.ds.man.ac.uk\vo[ls_\volii\lmer_s\snmydala\brukSOOcdala\ZN4Uun\dala\s_laff\nmr\2014-06-19-_§l§ff-42\1 2\id | Frequency (MHz} 125.77
Nucleus T _13C ; | Number of Transients 10240 | Origin spect | Criginal Points Count 32768
. Owner _ mmrsy ___| Points Count 32768 | Pulse Sequence zgpg0 | Recelver Gain 184.40
_ SW(cyclical) (Hz) 29761.90 _, Soivent CHLOROFORM-d | Spectrum Offset (Hz)  12568.6943 Spectrum Type STANDARD
Sweep Width (Hz) 29761.00 | Temperature (degree C) 22.159
PRM133-CNMR.esp Vertica!ScaleFactor = 1
CgHiz OTBDPS

——— e —

184 176 168 160 152 144 136 128 120 112 104 96 88 a0 72 64 56 48 40 3z 24 16
Chemical Shift {(ppm)



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec) 07340 | Comment EJT-PRM133 f14-21 17mg mF 19CPD CDCI3 {e\bruk400adala\2014\Jun} ejt 28
| Date 17 Jun 2014 12:50:24 ; | Date Stamp 17 Jun 2014 12:50:24 - R
| File Name _ \\ss_.'_l_a._c_ls,man.ar.:.uk\vql5\yp]3)gser_§\_s_nmrdata\bru|§100adaia\2014\.lun\da_ll'§|‘_|g"!}grlr_\_2_p14-06-17-3}-_25\1 2\fid | Frequency (MHz} 376.50
Nucleus 19F 'Fl\jy_mber of Transients 18 | Origin AV400 | Original Points Count 65536
|Owner sy | Points Count _ 65536 _| Pulse Sequence zqig | Receiver Gain 2050.00 )
| SWcyclical) (Hz) 89285.1 ___| Solvent ___CHLOROFORM-d | Spectrum Ofiset{Hz}  -37649.5977 Spectrum Type STANDARD
| Sweep Width (Hz) 8928435 | Temperature (degree C) 22.400
. mn
PRM133-F{H}NMR.esp VerticalScaleFactor = 1 2
_
S
CgHiz OTBDFS
g ;
F | 1
COMe
62

70 72 74 78 -78 80 82 -B4 -86 .88 -90 92 -94 .96 -98 -100 -102 -104 -106 -108 -110 -112 -114 -116 -118 -120 -122 -124

Chemical Shift (ppm)



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdiabs.com/nmrproc/

| Acquisition Time (sec} 3.9649 | Comment
| Date Stamp 14 Mar 2014 11:46:08 | File Name
Frequency (MHz) 400.13 | Nucleus
Criginal Points Count 32768 | Owner
Receiver Gain 128.00 | SW(cyclical) (Hz)
Spectrum Type STANDARD Sweep Width (Hz)
i e VerticalScaleFactor = 1
1.0
09
08
=07
E TBDP,
E E10,C e s
z 06 ot
b4 F
S5 o
©
E 04
2
0.3 o g
[
©m =)
0.2 Ce@T 2
™~ ":'
01 =
U
0
420 625
8.0 75 7.0 6.5 6.0
No. {ppm) Value Absolute Value Non-Negative Value
1 3815..1.148.99984264  1.72771696e+8 8.99984264
2 3378.1432.56114244  4.91667400e+7 2.56114244
3 /934 . 2.012.00594013  3.85276120e+7 2.00694013
4 1978 .. 3.650.80761468  1.55039330e+7 0.80761468
5 B076..4.04198614478  3.81284000e+7 1.98614478
6 3008 . 4472610568092 5.01158200e+7 261058092
7 3095. 7.566.25181770  1.20017336e+8 6.25181770
8 5689. 7521419823115  8.06134400e+7 4.19923115

1H
Administralor
B264.46
8264.21

a9

5.0

Number of Transients 16

Points Count
Solvent

4 3787

=

45

32768

CHLOROFORM-d
Temperature {degree C) 21.400

39854
3.9595
3.9041

3.8650

1.99

4.0

Chemical Shift (ppm)

'EJT-PRM136 prod mPROTON CDCI3 {e:\bruk400data\2014\WMar} ejt 44
Wiss7a.ds.man.ac.ukolSWOLNUSERSISNMRDATABRUK400DATA20 14MAR\DATAE JTWMR\2014-03-14-EJT-44\I0\PDATAVIVIR

34225

0.81

3.5

ao

Date
Origin

Puise Sequence
Spectrum Offset (Hz)

25

AV400
zg30b

2464.6750

1.9337
1.9211
1.9078

201

20

13872

1.4048
1.3689

2.56

15

02/04/2014 17:04:51
14 Mar 2014 11:46:08

1.0638

9.00

1.0

0.5



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec) 1.0912 | Comment EJT-PRM136 Prod data mCARBONnight CDCI3 {F:\bruk500_b_data\2014\Mar} ejt 59

Date 21 Mar 2014 21:41:20 | Date Stamp 21 Mar 2014 21.41:20

File Name \is57a.ds.man.ac.ukolSwol3wsers\snmrdata\bruk500bdata\2014\Mandatalejtinmn2014-03-21-<1-59\10¥id Frequency (MHz) 125.76
Nucleus 13C | Number of Transients 3096 Origin spect Original Points Count 32768
Owner Administrator Points Count az76e Puise Sequence zgpgao Receiver Gain 5792.60
SWicyclical) (Hz) 30030.03 . Solvent CHLOROFORM-d Spectrum Offset (Hz)  12566.0234 Spectrum Type STANDARD

Sweep Width (Hz) 30029.11 Temperature (degree C} 25.000
1.00  PRM136-CNMR.esp VerticalScaleFactor = 1

0.95
0.90
0.85

0.80
OTBDPS
E10,C

Fo
0.70 F

0.75
OH
0.65
0.60
0.55
0.50

0.45

Normalized Intensity

0.40
0.35 i

.30 I

0.25
0.20
.15
010

0.05

0 : .Jl.Ll_Ll Pl - 4 I i i

h—
I

02/04/2014 16:39:43

P—

168 160 152 144 136 128 120 112 104 96 88 80 72 64 56 48 40 32 24
Chemical Shift (ppm)

16 ]



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

02/04/2014 17:33:27
Acquisition Time (sec) 0.7340 Comment EJT-PRM136 prod mF19CPD CDCI3 {e:\bruk400data\2014\Mar} ejt 44 Date 14 Mar 2014 11:46:08
Date Stamp 14 Mar 2014 11:46:08 | File Name \W\ss7a.ds.man.ac.ukWwolSWOLIWSERS\SNMRDATABRUK400DATAZ014AMARIDATAIEJTINMR12014-03-14-EJT-44V TWPDATAVVIR
Frequency (MHz) 376.50 Nucleus 19F Number of Transients 16 Origin AV400
Original Points Count 65536 Owner Administrator Points Count 262144 Puise Sequence 2019
Receiver Gain 4100.00 SW(cyclical) (Hz) 89285.71 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -37649.5977
Spectrum Type STANDARD Sweep Width (H2) 89285.37 Temperature (degree C) 21.600
. [y
PRM136-F{HINMResp  VerticalScaleFactor = 1 h
o
b w
- o
< R P
10 & N8 3
- v e
09 ,E @
08
=
g_ 07
= El0,C
o 06
8 P
™ F
E 05 OH
o
4
04
03
0.2
0.1
| Wy Ty o Yt n = o
-98 <100 102 -104  -106 412 -114  -116 -118 120 122 -124 126 -128 -130 -132 134 -136 -138 -140 -142
Chemical Shift (ppm)
No. | {ppm) (Hz) Height
i -123.97 | 466729 | 0.8015
2 -123.27 | 46412.0 | 0.8765
3 -114.81 | -43227.4 | 1.0000
4 -11412 | -42966.5 | 0.8086



EJT-PRM137 DMP f21-26 22mg

mPROTON CDCI3 /opt/oldbruk500data.11vii11/2014/Mar ejt 56 BRUKER
NAME 2014-03-14-ejt-56
EXPNO 10
BRGCNO
Date_ 20140314
Time 15.04
INSTRUM spect
PROBHD 5 mm PABBQ BR-
PULPROG z2g930hb
D 65536
SOLVENT CcDC13
NS
DS
SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719923 sec
RG 90.5
El0.C OTBOPS DW 48.400 usec
DE 13.00 usec
'y TE 298.1 K
F D1 1.00000000 sec
0 TDO
63 m=zs===a CHANNEL fl =c=os====
NuUCl
Pl 10.00 usec
PL1 -0.10 dB
PL1W 26.21803665 W
5F01 500.1330885 MHz
51 32768
SF 500.1300535 MHz
Wow
S55B
LB 0,30 Hz
GB
PC 1.00
_J - _J)
¥ - ST Y, N LG
e B AR En AR SEe E e s s s A S AR AR AR S me e R o —
10 8 5 4 3 2 1 ppm
o © o o o
o o it < «Q
] ] © cr \\‘m
(4] ~ <t



EJT-PRM137 21-28 47mg
mCARBON_B CPCIS {e;frubAnfedata20iAbtarkejin2

. e .« .

110, 75
108.13
105,50
96.27
77.386
77.25
77.04
76.73
63.74
63.38
60.50
§9.55
57.85
39.85
39.67
32.34
31.15
30.34
26.81
26.74
26.67
26.51
25.27
19,46
19.26
15.11
18 95

™~
v
|-
o~
L]

-;rcommmmvvmmmmwNNooommr-r-
o A A A A A A A A A A A A e -

‘:;‘.::2u

C><)

O

R s P T

§

EXPNO
PROCHO

Time

TD

HS
D5
SWH

OTBOPS
EI0,C R
) DW
F DE
F TE
(o] D1
D11
63 D0

SF01
NuCi
Pl

PLWI1

SFQ2
NUC2

PLW2

51
SF
WD
558
LB
GB
FC

INSTRUM
PROBHD
PULPROG

SOLVENT

FIDRES

CPDPRG[2
PCPD2

PLW12
PLW13

I i ] ’ ] I i 1 ’ 1 I v ’ ) y b
220 200 180 160 140 120 100 80 60 40 20 ppm

2014-03-17-ejt-25

10
1

F2 - Acguisition Parameters
Date_

20140317
23.20
spect

5 mm CPPBEC BB

zgpg30
65536
cDcl3
1024
9
24038.461 hiz
0.366798 Mz
1.3631488 sec
85.2
20.B00 usec
41.77 usec
298.0 K
2.00000000 sec
0,03000000 sec
1

ooozexm== CHANNEL f] ==wemmee

100.6077379 MHz
13C
10.00 usec
33.00000000 W

muanozoan CHANNEL 2 ===ms=am

400.0716003 MHz
1H
waltzl6
§0.00 usec
T.40000010 W
0.1720999% W
0.11014000 W

F2 - Processing parameters

32768
100.5976815 MHz
EM

1.00 Hz

1.40



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
07/042014 11,10:45

Acquisition Time (sec) 05767 Comment EJT-PRM137 DMP §21-26 22mg m19FCPD CDCI3 /opt/oldbruk500data. 11vii11/2014/Mar ejt 56
Date 14 Mar 2014 15:08:48 Date Stamp 14 Mar 2014 15.08:48
File Name W\ss7a.ds.man.ac. ukWwolS\WOLWUSERS\SNMRDATABRUKS00DAT AABRUKS00DATARD 14\MAR\DATAE JSTINMR\2014-03-14-EJT-56\I2\PDATAVVIR
Frequency (MHz) 470.59 Nucleus 19F Number of Transients 16 Origin spect
Original Points Count 65536 Owner vomri Points Count 65536 Pulse Sequence zgfhigqn
Recelver Gain 912.00 SWcyclical) (Hz 113636.37 Solvent CHLORCFORM-d Spectrum Offset (Hz)  -47059.0234
Spectrum Type STANDARD Sweep Width (Hz) 113634.63 Temperature (degree C) 27.000
. I~
PRM137-F(HINMResp  VerticalScaleFactor = 1 s
s
10
09
08
=
[71]
c OTBDP
g 97 EI0,C s
© 06 e
N F
[ 0
E 05
2 83
0.4
03
0.2
0.1

20 10 0 -10 -20 -30 -40 -50 -60 -70 -80 -50 -100 -110 120 -130 -140 -150 -160 -170 -180 -190 -200 -210 -220
Chemical Shift {(ppm)

No. {ppm) {Hz) Height
1 -114.16 | -53721.7 | 1.0000



EJT-PRM147 f17-27 31mg

mPROTON CDCI3 {e:\bruk400data\2014\Apr} ejt 50 BRUKER
(40aiz)
NAME 2014-04-05-ejt-50
, EXPNC 10
| PROCNO 1
Date_ 20140405
Time 11.59
INSTRUM AVA0D
PROBHD 5 mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT CchCl13
OTBDPS ne e
DS o
Et0:C SWH B8264.463 Hz
B FI1DRES 0.126106 Hz
F AQ 3.9649780 sec
| RG 128
COMe D 60.500 usec
DE 8.45 usec
B4 TE 294.6 K
- D1 1.00000000 sec
TDO 1
======== (CHANNEL f] EEEEwEE
NUC1 1H
Pl 14.50 usec
PL1 =-3.60 dB
PL1W 17.83863831 W
SFO1 400.1324710 MHz
Sk 32768
SF 400.1300416 MHz
WDW EM
| S5B 0
LB 0.30 Hz
GB 0
PC 1.00

10 9 8 7 6 5 & 3 2 1 0 ppm
|
@~ o ~ = — oo
Qg o @ o Q SN G|
:.}I_;ﬂ_‘)v- (8] wy 1-2 | FQRQ



EJT-PRM147 prod data

DOARBON, £ CRCIfeAbnAd0ect 2Bt AP B 30 s s e noenras o yneznsnssss BRUKER
NEONNOONOROONOMOOONANCOAD O MMM MO - = = = » s r 3 = 4 s L e e p e v e s s e 200 MMz
PRV OTTETMMNMNMEOMOONOUNNSGNNNNNNNNNNNNNNAAIA YN OO VOV LYDVYYNNINN ARG @@
Mo A A A A A A A A AT A A A A A A A A A A AN AR OONOMNNNNNNNNNNNNNNNN Ao “h-.._:)
e nii— | | [ TSR v e
HAME 2014-04-06-ejt-10
EXPNO 10
PROCHO b3
F2Z - Acquisition Parameters
Date_ 20140406
Time 20,53
INSTRUM spect
PROBHD 5 mm CPPERO BB
PULPROG zgpg30
E10,C 0T8PS ™ §5536
SOLVENT coclz
" NS 1024
F s 4
ol SwH 24038.461 Hz
FIBRES 0.366796 Hz
COMe aQ 1.36314B8 sec
RG 15.2
64 oW 20.800 usec
DE 41.77 usec
TE 298.0 K
DI 2.00000000 sec
Dil 0.03000000 sec
Tbo 1
zossex=e CHANNEL fl =s=easox
SFO1 100.607737% MHz
HUC1 13C
Pl 10.00 usec
PLWI 33.00000000 W
osaaczzscx CHANNEL {2 =sss=aa=
SFO2 400.0716003 MHz
NuCcz2 1K
CPDPRG(2 waltzlé
PCPD2 80,00 usec
PLWZ 7.40000010 W
PLWI2 0.1720999% W
PLW13 0.11014000 W
F2 - Processing parameters
51 32768
SF 100.5976815 MHz
WO EM
55B 1]
Le 1.60 Hz
GB 0
BC 1.40
i Ly .
| T 1 v | ’ ) y 1 i | N k N I N 1 ) ] i t ) 1 '
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec}

| Date Stamp

| Frequency (MHz)

| Original Points Count
Receiver Gain
Spectrum Type

PRM147-FNMR.esp

Normalized Intensity
o ©®© o ©o ©o o o o =2
b ) 'S wn o =~ o ) =]

(=]
a

No. {(ppm}) (Hz)

07/04/2014 17:01:40

0.7340 | Comment EJT-PRM147 17-27 31mg mF 19 CDCI3 {e:\bruk400data\2014\Apr} ejt 50 | Date 05 Apr 2014 12:01:20
05 Apr 2014 12:01:20 | File Name \iss7a.ds.man.ac.ukivolS\WVOLWSERS\SNMRDATABRUK400DATAZ014\WPRIDATAEJTINMR\2014-04-05-EJT-50\2WDATAVIVIR
376.50 . Nucleus 19F | Number of Transients 16 | Qrigin AVA400
65536 | Owner Administrator Points Count 262144 | Pulse Sequence 29
4100.00 | SW(cyclical) {Hz) 8§9285.71 Solvent CHLOROFORM-d - Spectrum Offset (Hz)  -37649.5977
STANDARD | Sweep Width (Hz) 85285.37 Temperature (degree C} 21.700
. [=]
VerticalScaleFactor = 1 §
[
=
OTBDPS |
Et0,C |
F |
ol
COMe
64
= - —— S — e ~L NP P
-50 -55 -60 -65 =70 =73 -80 -85 -90 -95 -100 -105 -110 -115 =120 -125 =130 -135 -140 -145 -150
Chermical Shift (ppm)
Height
1.0000

1 -107.08 | -40313.9



EJT-PRM147 18-21 26mg <)
mPROTON CDCI3 /optioldbruk500data.11vii11/2014/Apr ejt 7 By KER

NAME 2014-04-06-ejt-7
EXPNO 10
PROCNO 1
Date_ 20140406
Time 19.54
INSTRUM spect
PROBHD 5 mm PABBO BB~
PULPROG zgq30b
TD 65536
SOLVERT CDC13
NS 16
DS 1]
SWH 10330.578 Ez
FIDRES 0.157632 Hz
rr OTBOPS AQ 3.1719923 sec
RG 90.5
E10,C oW 48.400 usec
B DE 13.00 usec
F TE 294.5 K
I Dl 1.00000000 sec
MeQ.C TDO 1
65 ======== CHANNEL fl ===s=s====
NUCl 1H
Pl 10,00 usec
PLLl -0.10 dB
PLIW 26.21803665 W
SFO1 500.13308B5 MH=z
51 32768
1 500.1300541 MHz
r‘_' WD EM
SS5B 0
LB 0.30 Hz
GB 3}
PC 1.00
LAJ L
R A AR B e T T [ T ASEAS B sEEES S BERRR R q
10 9 8 7 6 5 4 3 2 1 0 ppm

34.49
1.82
15.39
0.74
47.56



EJT-PRM147 £18-21 26mg

ml9F CDC13 /opt/oldbruk500data.llyiilly/2014/Apr: ejt 7

e R S e NAME 2014-04-06-ejt-

EXENO i1
PROCNO 1
Date_ 20140406
Time 19.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgflqgn
TD 131072
SOLVENT €DC13
NS 16
D5 4
oTEDPS SWH 113636.367
FIDRES 0.866977
E0.C AQ 0.5767668
- RG 406
% DH 4,400
| DE 6.50
Me0,C TE 300.0
65 D1 1.00000000
TDO 1

mm=ma=== CHANNEL fl
KUC 19F
Pl 12.38
PL1 -0.10
PLIW 25.70395851
SFO1 470.5453180
5I 65536
SF 470.5923770
WDH EM
55B 0
LB .30
GB 0
BC 1.00

il | l
| T - . e | T  DE—— — T r T ; T ; | —T I
0 =20 ~40 -60 -80 -100 -120 -140 -160 -180 =200 ppm

4

Hz
Hz
sec

usec
usec

sec

usec
dB
W
MHz

MHz

Hz



EJT-PRM149F 117-34 38mg
mPROTON CDCI3 {e:\bruk400data\2014\May} ejt 54

BRUKER
3
NAME 2014-05-09-ejt-
EXPNO 10
PROCNO 1
Date_ 20140509
Time 13.20
INSTRUM AV400
PROBHD 5% mm PABBO BB-
PULPROG zg30b
TD 65536
SOLVENT CDC13
NS 16
DS 0
SWH B264.463
FIDRES 0.126106
AQ 3.9649780
RG 128
bW 60,500
DE B.45
TE 295.0
D1 1.00000000
TDD 1
sm=====x CHANNEL Fl =======
NUC1 1H
Pl 14.50
PL1 -3.60
PL1W 17.83863831
SFO1 400.1324710
51 32768
SF 400.1300407
WDW EM
SSB 0
LB .30
GB 0
PC i.00




EJT-PRM149 Prod data

30.32
29.73
29.44
26.85
26.64
25.75

z

19.46
19.13
18.96

C><)

L.'?E;n

O

Current Data Parameters

NAME 2014-05-12-ejt-24
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20140513
Time 22.51
INSTRUM spect
PROBHD 5 mm CPPBRO BB
PULPROG 2gpgi0
TD 65536

OH _OTBOPS SOLVENT c€bcl3
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 71.8
DHW 20,800 usec
DE 41.77 usec
TE 295.0 K
bl 2.00000000 sec
D11 0.03000000 sec
TRO 1
omosoows CHANNEL f] =se=ss==
SFO1 100.607737% MHz
HUC] 13C
Pl 10.00 usec
PLW1 33.00000000 W
=emussse CHANMEL [2 sswsmwes
SFO2 400.0716003 MHz
NuC2 §i
CPDPRG |2 waltzlé
PCRD2 BG.00 usec
PLW2 1.40000010 W
PLW12 0.17209999 W
PLW13 0.11014900 W
F2 - Processing parameters
SI 32768
SF 100.5976B15 MHz
WD EM
SSB 0
LB 1.00 Hz
GB [+
PC 1.40

l_ J» i JL, l I [
1 I ' I ’ | 1 | N 1 I i [ 1 ; | |
220 200 180 160 140 120 100 80 60 40 20 pPpm



This report was created by AGD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
21/05/2014 12:04:27

Acquisition Time (sec) 0.7340 Comment EJT-PRM149F £17-34 38mg mF19CPD CDCI3 {e:\bruk400data\2014\WMay} ejt 54
Date 09 May 2014 13:22:24 | Date Stamp 09 May 2014 13:22.24
File Name \\ss7a.ds.man.ac.ukwolS\WOLIUSERS\SNMRDATABRUKA00DATAZ014MAY\DATAE JTINMR12014-05-09-EJT-54\1 1\PDATAVIVIR
Frequency (MHz) 376.50 Nucleus 19F Number of Transients 16 Origin AV400
Original Points Count 65536 Owner Administrator Points Count 262144 Puise Sequence zgig
Receiver Gain 4100.00 SWicyclical} (Hz} 89285.71 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -37649.5977
Spectrum Type STANDARD Sweep Width (Hz) 89285.37 Temperature (degree C) 22.200
PRM14S-F{HINMResp  VerticalScaleFactor = &
(-]
~
=
s .
10 b3
3
[
0.9 =
0.8
=
[
§ 07 &
£ -
~
g 0e T e
g K]
E 05
Q
=
04
03
0.2
0.1
Fom FiY | — ———— S L AGI PR L N N A —
-103 -104 -105 -106 =107 -108 -109 -110 -111 -112 -113 -114 -118 -116 117 -118 -118 -120 -121

Chemical Shift {ppm)

No, (ppm) {(Hz} Height
-118.21 | -44507.0  0.4667
-117.55 | 442584 | 0.5046
-107.89 | -40621.5 | 1.0000
-107.23 | 403728 08148

HhWN =



EJT-PRM150 Zn allylation f5-15 20mg

mPROTON CDCI3 {e:\bruk400data\2014\May} ejt 11 BRUKER
(4gnz)
HAME 2014-05-16-ejt-11
- EXPNO 10
PROCNO 1
Date_ 20140516
Time 15.29
INSTRUM AVA0D
PROBHD 5 mm PABBO BB-
PULPROG zg30b
D 65536
SOLVENT CDC13
NS 16
DS 0
SWH 8264.463 Hz
FIDRES 0.126106 Kz
AQ 3.9649780 sec
RG 144
Dl 60.500 usec
DE 8.45 usec
TE 295.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl1 ======zococ=
NUCL 1H
Fl 14.50 usec
PL1 -3.60 dB
PL1W 17.83863831 W
SFO1 400.1324710 MH:z
( 51 32768
5F 400.1300394 MHz
woW EM
SSB 0
( LB 0.30 Hz
GB ]
! PC 1.00
r
f >
: | /‘ J J B ,/ /
.J" J ._,' — ] :‘ /’
R AY J_JN _M A_hu A -ﬁJ.JUJ{Jh
[T e e [ RS [ e a e e o R REERL e REREREE [ty ]
10 9 8 7 6 5 4 3 2 1 0 ppm
i | | | | . | |
\ I 1‘ 5 s
H=JEcdb S \b~;cn - oo o ;cn( 1 | o2
S j’!['T <L P Qe el o u |1
o< | il o < | | o] ol g =




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/
23/05/2014 19:19:14

Acquisition Time (sec) 1.1010 Comment P. Mears EJT-PRM150 Prod 0514-049 mCARBON CDCI3 {E:\bruk500cdata\2014\May) staft 17

Date 21 May 2014 15:30:24 | Date Stamp 21 May 2014 15:30:24

File Name is572.ds.man.ac.ukivolSivolwsers\snmrdatalbruk500cdatal2014\M astaffinmn\2014-05-21-staff-17\12\fid Frequency (MHz) 125.77
Nucleus 13C Number of Transients 2048 Origin spect Original Points Count 32768
Owner nmrsy Points Count 32768 Puise Sequence 2gpg30 Receiver Gain 184.40
SWcyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12568.6943 Spectrum Type STANDARD
Sweep Width (Hz) 29761.00 Temperature {degree C) 22.160

1.00 PRM150-CNMR esp VerticalScaleFactor = 1
0.95
0.90
0.85
0.80
0.75 : OH _OTBDPS

0.70

0.65

0.60
0.55
0.50
0.45

Normalized Intensity

0.40
0.35
0.30
0.25
0.20
0.15

0.10 : . '
0.05 ' = LJ
| ‘ L . | kg e

220 210 200 190 180 170 160 150 140 130 120 110 100 90 a0 70 60 50 40 30 20 10 0 -10 -20
Chemical Shift {ppm)




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

28/05/2014 17:03:52
Acquisition Time (sec) 0.7340 | Comment EJT-PRM150 Zn allytation 15-15 20mg mF 18CPD CDCI3 {e:\bruk400datat2014\May} ejt 11
Date 16 May 2014 15:30:24 | Date Stamp 16 May 2014 15:30:24
File Name \s57a.ds.man.ac.ukwolS\VOLIUSERSISNMRDATABRUK400DATAZ014MAYIDATAE S TINMR\2014-05-16-EJT-1111 1\PDATAVIVIR
Frequency (MHz} 376.50 | Nucleus 19F _ Number of Transients 16 . Origin AV400
Original Points Count 65536 | Owner Administralor __Points Count 262144 Pulse Sequence zgig
Receiver Gain 4100.00 | SWcyclical) (Hz) 89285.71 _Solvent CHLOROFORM-d Spectrum Offset (Hz)  -37649.5977
Spectrum Type STANDARD Sweep Width (Hz) 89285.37 Temperature (degree C) 22.200
. o
PRM150-F{H}NMResp  VerticalScaleFactori 1
w
g
[ *
-
1.0 @
g
09 ]
0.8 g @
> -]
£ 07 2 o
c panpets
i v
£ 06
3
205
[u]
03 =
0.2
0.1
0 - o S - =t o o o oA S meedt
1.00 1.03
-94 -96 -98 -100 -102 -104 -106 -108 -110 -112 -114 -116 -118 -120
Chemical Shifl {ppm)
No. (ppmy) Value Absolute Value Non-Negative Value No. (ppm) (Hz) Height
1 2702..-1151.03150678  1.04263719e+6 1.03150678 -115.95 | -43654.2 | 0.5707
2 |2075..-98.0.99985164  1.01064050e+6 0.99985164 -115.30 | 434093 | 0.5886

1
2
3 -99.84 | -37587.8 | 1.0000
4 -99.18 | -373429 | 0.8471



EJT-PRM151 f4-12 11mg o)

mPROTON CDCI3 {E:\bruk500adata\2014\May} ejt 7 BRUKER
500 MHr
Current Data Parameters
NAME 2014-05-17-ejc-7
EXPNO 20
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20140517
Time 15.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT cbCl3l
NS 16
ps ¢}
SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719425 sec
RG 144
oW 48.400 usec
DE 13.00 usec
TE 293.0 K
f/ D1 1.00000000 sec
TDO 1
H— r====x== CHANNEL [l ========
SFO1 500.1330885 MHz
NUC1 1H
Pl 10.00 usec
r PLW1 26.21800041 W
( F2 - Processing parameters
s1 32768
SF 500.1300481 MHz
WDhW EM
558 o
LB 0.30 Hz
GB o
(/ PC 1.00
B 1 () S . [~
i || ," 3l o

......... I SRR AR LS S S LRSS S ALAM AR LS LALALAMLL) RAAAALLLLY LAARARAEAS LALLLAARAS MULEARAALS LARARRAE
| I I I ] I | | 1 I | I I I ] | i I | I

15 14 13 12 11 10 9 8 7 6 5 4 3 2

12.93
5.12

42.72

>
1.84
0.40

=N WO (2]
Qw 2" kT wn
™~ ! |



P. Mears

EJT151 prod data

0614-017

2048 scans

mCARBON -CDCL3uafBi\bruk500cdata\2014\Jun

T+ i

} staff 16

5

C><)

y -
(:_.:fwﬁih_;)

Current Data Parameters

! i I ) T N I ! i ' ! ) I

220 200 180 160 140 120

100

NAME 2014-06-11-staff-16
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20140611

Time 15.58
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 2048

ps 4

SWH 29761.904 H=z
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 184.4

oW 16.800 usec
DE 102.82 usec
TE 288.2 K

rl 2.00000000 sec
plil 0.03000000 sec
TDO 1
======== CHANNEL f} ========
SFO01 125.7854504 MHz
NUC1 13C

Pl 10.00 usec
PLW1 53.59999847 W
==z=z===== CHANNEL 2 =s=======
SFO2 500.1920008 MHz
NUC2 IH
CPDPRGI[2 waltzl6
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.28622001 W
PLW13 0.18318000 W

F2 - Processing parameters
SI 32768

SF 125.7728760 MHz
Wow EM

SSE 0

LB 1.00 Hz
GB 0

pPC 1.40



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

An_quismon nme f_seci 0. 5767 | Comment . EJT-PRM151 f4-12 11mg m19F CDCI3 {EAbruk500adatal2014\WMay} ejt 7
| Date 17 May 2014 15:21:52 | Datestamp 17 May 2014152952 o
| File Name _ \is57a.ds.man.ac. uk\volfs\_vpl_a\u.lsers\snmrdata\bmk5003da1a\2014\ngfdata\ql\nmr\2014—05—1'i_vg@;?\zzmd - 4_a‘?.rﬂegl_mmc'glr {MHz) 470.59
l | Nucleus __1_ 9F o JTNumq_er of Transients 16 | Orgin____ spect | Original Points Count 65536
Owner _ Amrsu_ rPo.'nts Count ) 65536 ______ +Puls_e Sequence zgfign | Receiver Galn 362.00 -~
SW{:}M:}_ 113636.37 Solvent CHLOROFORM-d | Spectrum Offset (Hz}  -47059.0234 | Spectrum Type _ STANDARD
s!u-mp Width (Hz) 11363463 - Temperature {dﬂgmﬂ €) 20.000
PRM151-FNMR.esp VerticalScaleFactor = g
o~
k=

e e e e i ) o e e - - —

e = ——TT T D] . . > —_—— X TR FEFET i A —— e — $ = L T AT —— e e

.-86 -88 -90 -92 <94 -96 98 100 -102 -104 -105 -108 110 -112 -114 -116 -118 -120 -122 -124 -126 -128 -130 -132 -134 -136 -138
Chemical Shift {ppm)



EJT-PRM152 HF.py 13-11 15mg

mPROTON C6D6 {e:\bruk400data\2014\May} ejt 2 BRUKER
(aaatiz)
NAME 2014-05-23-e3jt-2
— EXPNO 10
BROCNO 1
Date_ 20140523
Time 12.12
INSTRUM AVA00
FROBHD 5 mm PABRO BB-
PULPROG z930b
™ 65536
SOLVENT ceDe
NS 16+
DS Q
SWH 8264.463 Hz
FIDRES 0.126106 Hz
AQ 31.9649780 sec
RG 144
D 60.500 usec
DE 8.45 usec
TE 295.1 K
ol 1.00000000 sec
TDO 1
mnss==== CHANNEL [] =s======
NUC1 1K
Pl 14.50 usec
PL1 =-3.60 dB
PL1W 17.83863831 W
5FO01 400.1324710 MHz
- SI 12768
5F 400._.1300000 MHz
WDW EM
S5B 3}
LB 0,30 Hz
GB [+
PC 1.00
I
|
|
| .
SRR | ;|___.!JI.. S N _h_fll___.hJ _h __Jl‘sul_,-l_,x
......... R o M s B M RIS I i ’ IR e S B R
10 9 8 7 6 5 4 3 2 1 0 ppm

17.98
3.73
3.70
7.71
3.93
3.87
4.00

11.67
7.66

34.73
1.02



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time (sec) 1.1010 | Comment P. Mears EJT-PRM152 HF.py 83-11 0514-053 mCARBON C6D6 {E:\bruk500cdala\2014\May) staff 28

| Date 23 May 2014 20:35:28 | Date Stamp 23 May 2014 20:35:28 | -

| File Name Y\s57a.ds.man.ac.ukivolSwolwsers\snmrdatatbruk500cdata\2014\Way\datalstafiinmn2014-05-23-staff-28\12\id | Frequency (MHz} 125.77

| Nucleus 13C | Number of Transients 5120 | Origin spect | Original Points Count 32768
Owner nowsu ) | Points Count 32768 | Puise Sequence zgpg30 | Receiver Gain 184.40

| SWcyctical) (Hz)  29761.80 | Soivent BENZENE-d6 | Spectrum Offset (Hz) 126625273 | Spectrum Type STANDARD
Sweep Width (Hz) 29761.00 Temperature {degree C) 25.149

PRM152-C13NMR esp VerticalScaleFactor = 1

< g
v
3 3 P 23 a2
[=] -— o] W 0 )
] wn ] © @ oo
2 ooy AP
<
. ]
62 60 58 56 54 52 50 48 46 44 42 40 38 36 34 32 30 28 26 24

Chemical Shift {ppm)

21.8665
21.8160

22

20

18



This report was created by ACD/NMR Processor Ac Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acqulsnion Time {sec) 11010 | Comment P. Mears EJT-PRM152 HF.py 83-11 0514-053 mCARBON C6D6 {E: Abruk500cdata\2014\May) staff 28 _
Dare = 23 May 2014 20:35:28 Date Stamp  23May201420:35:28 | - i
_f_-'i_!e Name  Vss7ads.man.ac. uk\vol5\vol3_\_g§ers\snmrdaia\bmksoucdala\zm4\Ma;ﬁdda\slaff\nmr\2014—05—23-slaﬂ-28\12\ﬁd 1 Fraqm]{ Ll_ﬂiz_j_ 12577
| Nucleus 13C o _Numggr of Transients 5120 | Origin spect | Originai Points Count 32768 |
| Owner nmsy_ - 'Faints Count 32768 | Pulse Sequence 2gpg30 _Receiver Gain ~ 184.40 =
| SW(cyclical) (Hz) 2976190 | Soivent _ BENZENE-d6 | Spectrum Offset (Hz)  12662.5273 . Spectrum Type STANDARD _
Sweep Width (Hz) 29761.00 - Tmﬂperatum {n‘lg_rﬂ C) 25.149
PRM152-C13NMR esp VerticalSca|eFacto§= 1
w

iy
™
89k
0P en O
o - g
sT:g
8 l»"'_'_'J w0
— ~ o —
= 83 3 eSS 3
P 8 o @O ©
N . o Ng ~ o
T Q- - adPo
- — m\/
\l ‘-"“
L htleperedmt ety il - *I— --'-Jw-uﬂ-"- ey - e N ety T Nt o e ‘ - . v
RN e s L o U R R R R R RARaE R e D LS b e e R Ay AR R A RS LA L IR BN AR LS RS ARE LR L SR
124 122 120 118 116 114 12 110 108 106 104 102 100 98 96 94 92 a0

Chemical Shift (ppm}



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time {sec} 1.1010 _ | Comment P. Mears EJT-PRM152 HF .py 83-11 0514-053 mCARBON C6D6 {E:\bruk500cdata\2014\May} stafl 28

| Date 23 May 2014 20:35:28 | Date Stamp 23 May 2014 20:35:28 | - - ]
| FileName \\ssTa.ds.man.ac.ul_qvo_lg\vola\qgt_ers\snmrdata\b;uk_Sgdiata\ZOﬂleata\'s]laﬁ\nmnzm4—05—23-staﬂ-28\12\ﬁd | Frequency (MHz) 126.77 |
| Nucleus _13c | Number of Transients 5120 _ | Origin spect _ | Original Points Count 32768

| Owner _nmsu | Points Count 32768 | Puise Sequence 2gpg30 | Receiver Gain 18440

| SWcyelical) (Hz) 29761.90 | Solvent _ BENZENE-d6 | Spectrum Offset (Hz}  12662.5273 | Spectrum Type STANDARD

| Sweep Width (Hz) 29761.00 | Temperature (degree C) 25,149

PRM152-C13NMR.esp VerticalScaleFactor = 1

144 5259

166.2520
148 9205
148.7761

148.7545
148.6028

i A ‘g pmgn e e e A PESe p  g

168 166 164 162 160 158 156 154 152 150 148 146 144 142 140 138
Chemical Shift (ppm)



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Aaquisiﬂon Ttme {_sec} 0. 7340 | Comment S EJT-EBM152 HF.py £3-11 15mg mF19CPD C6D6 {e: \bruk400daia\2014\May} &t 2
I_Date 23 May 2014 12:14:08 | Date Stamp 23 May 2014 12:14:08 |
i File Name _Wss7a.ds.man.ac. uk\vol5\VOL3\USERS\SNMRDATA\BRUKdOODATA\2014\MAY\DATA\EJT\NMR\2014-05-23~EJT 2\11\PDATA\1\1R
Hz _376.50 . Nucleus 19F } Number of Transients 16 Origin AVA00
= - BELL = - — i
| Original Points Count 65536 | Owner Administrator _ Points Count 262144 | Pulse Sequence 2gig :
| Receiver Gain 410000 SWeyclical) (Hz) 8928571 Solvent BENZENE-dG | Spectrum Offset(Hz)  -37649.5977
Wm Type STANDARD | Sweep Width (Hz) 89285.37 _ Temperature Ldegree C) 22.300
2014-05-23-EJT-2011.001.1Resp  VerticalScaleFactor=1 g 2
2 a8
uy - @
= oo

-105.0568

— - e N | — S

-04 -96 -98 -100 -102 -104 -.106 -108 -110 -112 -114 -116 -118 =120 -122 124 =126 128
Chemical Shift {ppm)

30

32



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs. com/nmrproc/
| A:q_t.nlsltlon Time (sec {sec} 3. 9649

[ comment

'EJT-PRM161 f15-35 2BELHQ_PROTON CDCH3 {e:\bruk400adata\2015\Feb) et 22

'Date 25 Feb 2015 16:36:16 | Date Stamp ~ 25Feb201516:36:16 = Fein - N
| File Name ~Viss7a.ds.man.ac. uk\voIS\voI3\usets\snmrdata\bruk400adata\2015\Feb‘dala\@'umr\2015—02 25-git-22V10Mid +_Freqvuem:y (MHz)  400.13 |
| Nucleus _1H {Numberof Transients 16 Ordgin AVA400 | Original Points Count _ 32768 L |
| Owner _ nAwsu | Points Count 32768 1Pulse$equence z930b Receiver Gain 144.00 I
 SWicyclical} (Hz)  8264.46 | Solvent CHLOROFORM-d | Spectrum Offset (Hz}  2464.6748 | Spectrum Type STANDARD
| Sweep Width (Hz)  8264.21 | Temperature (degree C) 19.900 |
PRM161aldehyde-HNMR.esp [TMs ]
i
TBSO-:I/-j’OSEM
OHC” Me”” “OTBS
72
| LJ -
AN .
0.93 197 0.95 1.01 1.091.95 1.00 1.00 1.04 204 2942020 1.00 20.35
|5 o H Y d = 0o (T bl
e = AL ARAA Aasa LMt L LALAC Ly L as o BASEI M) AL MRS BARLLEARSY MAREAAASY SAREERLMAN ML RSN SARAL RSN SARLEARA SARLLALASY SARELARA SARMLAMS L SARALARASY SAARLARRS IO
10.5 100 9.5 8.0 85 8.0 75 7.0 6.5 6.0 55 5.0 45 35 3.0 25 1.5 1.0 0.5 a 0.5

Chemical Shift (ppm})



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time (sec) 1.3631 i Comment E£JT-PRM161 aldehyde mCARBON_B CDCI3 {e:\bruk400cdata\2014\Nov} ji 20
Date 29 Nov 2014 17:23:12 l Date Stamp 29 Nov 2014 17:23:12
Fife Name \\ss7a.ds.man.ac.uk\volS\wol3wsers\snmidatatbruk400cdatal2014\Novidata'ejt\inmii2014-11-29-¢it-20130Vid Frequency (MHz) 100.60
Nucleus 13C Number of Transients 1024 Origin spect Original Points Count 32768
Cwner nmrsu Points Count 32768 Pulse Sequence z0pqg30 Receiver Gain 45.20
SWyeyclical) (Hz) 24038.46 Solvent CHLOROFORM-d Spectrum Offset (Hz)  10053.5352 Spectrum Type STANDARD
Sweep Width (Hz) 24037.73 Temperature (degree C) 23.149
. h
2014-11-29-6j1-20.030.esp § §
s
TBSO.,J/DIOSEM
OHC™ Me”” ™“OTBS
72
3
[{a]
(2t}
«Q
[Te]
o™
[«
o
o
™~ =}
[Ty} [T
o™ w
o0 ) ~
m —
3 o 5
o o o mwn
(=] [=;] o [~ o
o w & § 8 2 © 25 9 § i
@ gl 823 5 @ ST, 5 ¢
S -2 ' 8 -
f g |
;l||»|||||]nt|||ln|-r|-‘:ll|||||||||||‘n||l11n}nu|n-x|||||;nu]nni|su|nz-]unpnl|||u|ln-luuuiuulnulnnlrnqxnlx|lln[lln|n||lrn||;;nlull]u||;|I1T‘rn:inniuu]-ux]uulnuilnx||-nlunfnulnu|||rn||:u;rlr|'||n|
220 210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 -10 -20

Chemical Shift (ppm)



This report was created by ACD/NMR Process
Comment

Acquisition Time (sec) 3.9649

or Academic Edition. For more information go to www.acdlabs.com/nmrproc/

EJT-PRM166 12+13 34mg clean front diastereomer? mPROTON COCI3 {e\bruk400adata\2015\an) ejt 2

Date 08 Jan 2015 13:17:52 | Date Stamp 08 Jan 2015 13:17.52
Fila Name Vies7a.ds.man.ac_ukiolSwol3wsersisnmrdata\bruk400adatai2015Uan\dataiejtinmni201 5-01-08-gjt-213¢id Frequency (MHz) _400.13
Nucleus 1H Number of Transients 16 Origin AvV400 Original Points Count _ 32768
Owner nnsu Points Count 32768 Pulse Sequence 2g30b Receiver Gain 101.00
SWcyclical} (Hz} §264.46 Solvent CHLOROFORM-d Spectrum Offset (Hz}  2464.9270 Spectrum Type STANDARD
Sweep Width (Hz)  8264.21 Temperature (degree C} 23.000

PRM166-frontdiast-HNMR.esp

__ﬁtlll_J!él'._,).l _____ _

(less polar)

I:

sk |
[} [ Y|
e Ak

i
_ __} e _and i it e ULIJ___
2 l\.
1.03 1.05 1.04 235 4.87 130 0.96 1.25 229 1.002.10 1.42 3592237 636719934
t 1L 1 ] 1 | 1 I [t ! ] = (R | S— 4 d
ﬁ.,.,.,iiil,‘,,...;l,., T
6.0 5.5 50 40 35 30 25 2.0 15 1.0 05 0

Chemical Shift (ppm)



P.Mears EJT-PRM166 F1243 34mg 0115060 (‘*>(7
mCARBON CDC13 {E:\bruk500cdata\2015\Jan} staff 7
BRUKER
MHz

e R ey T

Current Data Parameters
NAME 2015-01-09-staff-7
EXPNO 11
PROCKRO 1
F2 - Acqguisition Parameters
Date_ 20150109
Time 18.18
INSTRUM spect
PROBHD 5 mm CPPBEBO BB
PULPROG zgpg30
™D 65536
SOLVENT CDhCl3
NS 5000
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 184.4
DW 16.800 usec
{less polar) DE 102.82 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== HANNEL fl] ========
SFO1 125.7854504 MHz
NUC1 13C
Pi 10.00 usec
PLW1 53.59999847 W
m=zm=e=r= ((HANNEL 2 =====cz==
SFO2 500.1920008 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.28622001 W
PLW13 0.18318000 W
F2 - Processing parameters
SI 32768
SF 125.7726921 MHz
WDW EM
i AL ___ssB y

LB 1.00 Hz
GB 0

' T ; T " | " T " i ' T " | ; | " i " T " T ’ | PC 1.40

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



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs. com/nmrproc/

Acggisitﬁ Time Es_l 0.7340 - | Comment - EJT-PRM166 f12+13 34mg clean front diastereomer? mF19CPD CDCI3  {e:\bruk400adata\2015\Uan} ejt 2
| Date 08 Jan 2015 13:22:08 DateStamp ~ 0BJan201513:22:08 | = ) B
| FlleName \\ss7a.ds.man.ac. uk\volS\voI3\user_§\snmrdala\bmk4003daia\2015Uan\da1a\ef\nmr\2015-01-Oﬂ-gjt -2\I5Vid o = o] | Frequency (MHz) 37650 0 o
| Nucleus __18F o | Numberof Transients 16 _r_ql_-ig_ln SR _AvV400 — | Original Points Count 65536 - B
Owner nmrsy __Iﬁﬂnzs Count 65536 | Pulse Sequence z0ig | Receiver Gain ~2050.00 o 1
Schfcﬂcaﬂ _{ﬂ}_ 8928571 | Solvent _CHLOROFORM-d | Spectrum Offset (Hz)  -37649.5877 | Spectrum Type ~ STANDARD
Sweep Width (Hz) 8928435 | Temperaturs (degree C) 23.000 _
PRM166-fronidiast-F{HJNMR.esp ﬁ
w o
@ 8
o - v
@ 'oow
m -—
= -
[wr)
[=]
[Ts]
@
S
(less polar)
n 1 UU..L‘J |_M_J_-Vt
a8 LA M2 ASANARES) LA S Las ey LLnas oo an LARAS LEAL) LARRE AARS) A SN KA ALY AL AASRLARRLA AASEE ARAY MSRERARSY NAARLEARSA M SLREY  RARARRALE
-1 -102 =103 -104 -1 05 -106 -107 -108 -109 -11¢ -111 -112 -113 =114 -115 =116 =117 -118 =118 -120 -121 -122

Chemical Shift (ppm}



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time (sec) 3.9649 Comment EJT-PRM166 139-43 40mg mPROTON CDCI3 e:\bruk400adata\2015\Jan) el 34

Date 16 Jan 2015 11:35:28 : ) | Date Stamp 16 Jan 2015 11:35.28

File Name \\ss7a.ds.man.ac. ukwolStvol3wsers\snmrdataibruk40Qadata\201 5\Jan\dataleit\nmn2015-01-16-gjt-34110Vid Frequency (MHz) 400.13
Nucleus 1H Number of Transients 16 ~ ] | Origin AV400 Original Points Count 32768
Owner nmrsy_ i 1_E'tmus Count 32768 | Pulse Sequence zg30b Recelver Gain 80.60
SW(cyclical) {Hz) 826446 | Solvent ~ CHLOROFORM-d | Spectrum Offset {Hz) 24649272 Spectrum Type STANDARD
Sweep Width (Hz) 8264.21 | Temperature (degree C) 23000
PRM1&6-reardiast-HNMR.esp

{more polar)

[ ad I | FIMJ |

|
/ i it " ' JM L\% |: ' 1Y
— }*J‘.{J-_Jll = __-i—__ i rl‘.':».—..Ill-l_.-""-'-----" I'I'---_-'I‘- : v . _---»I{‘!”'ﬁ" Loade, .o—-'r“j*h} "."‘ "-_':'L.. _.—J'-"'LII I\.L(_l_,l_
097 099 099 245 299 1.38 3.13 203 2.25 3.88 24.40 25.06
_ e 1 1 | i ! | e == S — | S
]li,,,,,.,.,.,.,.,1,,,.,1 e
6.0 55 50 45 40 35 3.0 25 2.0 1.5 1.0 0.5 6 l

Chemical Shift (ppm)



nCARBON BCDCIR{eabrukd00cdatal20isilan} e 3o nsuansennnsnesn, seaznssns B BRUKER
o . P . PO . e e = e 4+ 4 & 8 ® s 8 w o= % # %+ % e s+ = u @ P P s s

oMo NN N P“D el 00 G)OU G’t‘ 00 ﬂlf‘ riri oo ClCD r~ r-r~ln MNOU~ VU ADNEWEW rQONNNOIMMOMMOM e

NArMedrMAAdrMrdd"dcoc-~RERRMREERROOOOGEM MM L L G L e e e A R R I - B A D D A D I B B

yirrent Data Parameters
NAME 2015-01-16-ejt=-56

EXPRO 10
PROCNO I
F2 - Acquisition Parameters
Date_ 20150116
Time 22.49
INSTRUM spect
PROBHD 5 mm CPPBEO BB
PULPROG zgpg3l
TD 65536
SOLVENT cpcl2
NS 1024
DS q
SWH 24038.461 Hz
F1DRES 0.366798 Hz
AQ 1.3631488 sec
RG 45.2
D 20.800 usec
DE 11.77 usec
TE 287.5 K
D} 2.00000000 sec
{more polar) Dl 0.03000000 sec
TDO 1
enmasenns CHANNEL f]l] sssscasx
SFOl 100.6077379 MHz
HUC1 13c
Pl 10.00 usec
PLW1 33.00000000 W
snsssnxm CHANNEL f2 m=sacsca=
5Fo2 400.0716003 HHz
NuCc2 1H
CPDPRG[2 waltzlé
PCFD2 B80.00 usec
PLWZ 7.40000010 W
PLW12 0.17209999 W
PLW13 G.110149000 W
2 -~ Processing parameters
I 32768
100.5975375 MHz
W EM
SB ]
B 1.00 Hz
B o
1.40
I | 1 | 4 i | .
I ’ I ’ | v | y i iy ! N | y I

T ' T ¥ T " T " '
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time (sec) 0.7340

| Comment

EJT-PRM166 £39-43 40mg mF18CPD CDCI3 {e:\bruk400adata\2015\WUan} &jt 34

Date 16 Jan 2015 11:39:44 l Date Stamp 16 Jan 2015 11:39:44
File Name \\ss7a.ds.man.ac.ukivolSwolJwsers\snmrdatabruk40adala\2015Wan\data\ej\nmn2015-01-16-gji-34V1 2\fid Frequency (MHz) 376.50
Nucleus 19F Number of Transients 16 Qrigin AV400 Original Polnts Count 65536
Owner nmrsu Points Count 65536 Pulse Sequence Zgig Receiver Gain 322.00
SWieyclical) (Hz} B89285.71 Solvent CHLOROFORM-d Spectrum Offset (Hz)  -37649.5977 Spectrum Type STANDARD
Sweep Width (Hz) 89284.35 Temperature (degree C) 23.000
PRM166-reardiast-F{HINMR esp 2
s
@ hnd
g o
© g
@ ~
= v
(]
¥
L
S
(mare polar)
A
T r T“|'1[:1||'||""I'"I'I'I""!'l'"1r'|r|'|I""| T T TT T T T TT L '.I.".I'I:"'I"ll'lr'1|'l|"||_'"||1- LN I T T T L TT T T ll"'i'l TFryTTT |----.-"I_'"11I'II'||'|I""
-94 -96 -98 -100 -102 -104 =106 -108 -110 -112 -114 -116 -118 -120 -122 =124 -126 -128 -130 =132

Chemical Shift {ppm)




This report was created by ACD/NMR Pro

Acquisition Time {sec) 39649

Camment

cessor Academic Edition. For more information go to www.acdlabs.com/nmrproc!
EJT-PRM167 18-22 47mg mPROTON CDC13 {e:\bruk400adata\2014\Dec] it 59

Date 18 Dec 2014 14:13:20 Date Stamp 18 Dec 2014 14:13:20 )
File Name \\ss?a.ds.man.ac.u]s}vglﬁ\vola\users\snmrdala_}bmijOggala\zq14\Dec\daja\9]t\nmr\2014-12-1 B-gjt-59VI0Md | Frequency (MHz) 400.13
Nucleus 1H _| Number of Transients 16 | Origin AVA400 | Original Points Count _ 32768
Owner nmrsu | Points Count _ 32768 | Pulse Sequence 2g30b  Receiver Gain 80.50
SWicyclical) (Hz) 826446 | Solvent CHLOROFORM-d | Spectrum Offset (Hz) 2464 9270 | Spectrum Type STANDARD
Sweep Width (Hz} 8264.21 | Temperature (degree C} 23.000 |
PRM167-HNMR.esp |
74
1
'l.
r Il
I :
' i
1l
i | J: :|
»{ I | - il ﬁ\'i
;M i1 | o) | i
i - : — . ___..il" -I’___ — i r_‘ — k_._a-'"-u.—ﬁ;"l { '\-_I_J.— _I..‘-L;'I- I\.u_] .
0
1.030.99 1.04 1.092.01 2.04 1.05 1.09 3.1320.29 3.106.14 11.25
e = = | =l = e U W
e e S It B B B BS A T e o o B N L o0 LA I ey S s SRR S LI S
6.0 55 35 o 25 20 1.5 1f0 035 1 0 ‘ -ul.ﬁ

Chemical-Shiﬁ {ppm}



EJT-PRM167 18-22 47mg

mmm:}

(">(7

mCARBON_B mls {e-\erK4OOCdata\2 :EH',S r QUMW UMY OO O 04~ M O 00l 00 @ < 0 OBRUK R
- .. . O N~V AnMTh AN QININMAonNno - —
O Oy P 00N M P T ) a ks » e+ & 4 & = N. mﬂﬂz
oo Oy ru NN N W Moo o@Ooorw VO~ OOO G ahw O
o o e e g OO~~~ OW M N A A el A0 C‘/
W N W/// | '\\IW I//' \W Wq(rrent Data Parameters
2014-12-18-ejt-2
BXPNO 10
PROCKHO 1
F2 - Acquisition Parameters
bDate_ 20141218
Time 22.00
INSTRUM spect
PROBHD S mm CPPBEBO BB
PULPROG z9pg38
TD 65536
SOLVENT cbcl3l
NS 1024
Ds 1
SWH 24036.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 45.2
DW 20.800 usec
DE 41.77 usec
TE 296.1 K
Dl 2.00000000 sec
D11 0.03000000 sec
NG 1
74 sammasss CHANNEL f] s===mdcu=n
SFol 100.6077379 MMz
NuUC1 13C
Pl 10.00 usec
PLW1 33.00000000 W
smwasans CHANNEL f2 ====as==
SFR2 400.0716003 HMHzZ
NyUc2 1H
CPDPRG|[2 waltzlé
BCPD2 80.00 usec
PLWZ 7.40000010 W
PLW1Z 0.17209%99 W
PLW13 O, 11014000 W
2 - Processing parameters
1 32768
F 100.5%75350 Miz
oW EM
SE 0
B8 1.00 Hz
B ¢
C 1.40
Ll 1
| | 1 I | 1 1 T b I | i ] 1
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For mare information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec} 0.7340 | Commient EJT-PRM167 18-22 47mg mF13CPD CDCI3 {e\bruk400adata\2014\Dec} jt 59
L Date : 18 Dec 2014 14:17.36 Date Stamp 18 Dec 2014 14:17:36
| File Name  Wiss7a.ds.man.ac.ukivoi5vol3wsers\snmidatatbruk400adatal2014\Dec\datalejinmn2014-12-15-¢ji-59\12\fid | Frequency (MHz) 376.50
| Nucleus 19F | Number of Transients 16 | Origin AV400 | Qriginal Points Count 65536
Owner nmrsu . Points Count 65536 . Pulse Sequence zgig. __Receiver Gain 2050.00
SWcyciical) (Hz) 8928571 | Solvent CHLOROFORM-d  Spectrum Gffset (Hz)  -37649.5977 | Spectrum Type STANDARD
Sweep Width (Hz) 89284.35 Temperature (degree C} 27.000
PRM167-FIHINMR.esp '§
©
=]
N
2]
=]

-107.6762
-109.2213

£ Y ki E ek R ET L S b M P LSRN, Lo —

-98 =100 =102 =104 -106 -108 =110 -112 -114 -116 =118 -120 -122 =124 -126 -128 =130 =132
Chemical Shift (ppm)



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

_Acquisition Time (sec) 4.0894 | Comment EJT-PRM168 17-9 38mg mPROTON_A CDCI3 {e:\bruk400cdata\2015\an) ejt 10
Date 07 Jan 2015 16:34:08 | Date Stamp 07 Jan 2015 16:34.08 .
| File Name o \\ss?aﬂs.man.ac.uk\vol5\vol3\usefs\snmrdata\bruk400cdaia\2015\Jan\daia\ejl_\nmr\2015-01-07-ejl—10\10\ﬁd Frequency {(MHz) __400.07
Nucleus 1H Number of Transients 16 Origin spect Original Points Count 32768
Owner nmrsu Points Count 32768 Pulse Sequence 2030 Receiver Gain 64.00
| SWicyclical) (Hz)  B012.82 Solvent CHLOROFORM-d | Spectrum Offset (Hz)  1894.5574 Spectrum Type STANDARD
Sweep Width (Hz) 8012.58 Temperature (degree C) 23.150
PRM168-HNMR esp [;T/M_E]

!

ol PN \
1 L IS .

\
o

.

/ /X
098 099 101 099 213 100105 423 2.16 101105 100 101 3302227 1307 0.01
e e L b & L ey it i i G g .
65 6.0 55 5.0 45 40 3.8 30 2.5 2.0 15 10 05 0

Chemical Shift (ppm)



EJT-PRM168 Prod data

rrent Data Parameters

HAME 2015-01-11-ejt-26
EXPHO 11
PROCNO 1
F2 Acquisition Parameters
Date_ 20150112
Time 19.11
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
D 65536
SOLVENT cpell
NS 1024
Ds 4
SWH 24038.461 iz
FIDRES 0.366798 Hz
AQ 1.363148B sec
RG 71.8
DW 20.800 usec
DE 41.77 usec
TE 2688.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
75
sesssmws CHANNEL fl ==mromo=s=
SFO1 100.6077379 MHz
HUC1 13C
£l 10.00 usec
PLW1 33.00000000 W
m=mesm== CHANNEL {2 ssssmass
SFD2 400.0716003 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
LW2 7.40000010 W
LW12 0.17209999 W
HLW13 0.11014000 W
2 - Processing parameters
2768
100.5975370 MHz
EM
0
1.00 Hz
]
1.40
i : |
I ’ I ’ | ’ 1 ' 1 y [ i ] ; | ¥ | N I i | y i ; i )
220 200 180 160 140 120 100 80 60 40 20 ppm



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time {sec) 0.7340 | Comment EJT-PRM188 £17-33 124mg mF19CPD CDCI3 {e:\brukd00adata\2015\Jan} ejt 29
| Date ] 10 Jan 2015 15:32:16 Date Stamp 10 Jfan 2015 15:32:16
| File Name W\ss7a.ds.man.ac. ukwolSivol3wsers\snmrdataibruk400adatai201 S\uan\data'eitnmn2015-01-10-¢jt-29\12\id Frequency (MHz} 376.50
| Nucleus 19F _| Number of Transients 16 | Origin AV400 Original Points Count 65536
. Owner B nmrsu _| Points Count 65536 | Pulse Sequence 20ig Receiver Gain 287.00
SWcyclical) (Hz) 89285.71 _| Soivent CHLOROFORM-d | Spectrum Offset (Hz)  -37649.5877 Spectrum Type STANDARD
Sweep Width (Hz) 8928435 Temperature (degree C) 23.000
PRM168-F{HINMR.esp E
p
o P
=
=
[=2]
54

-98.4018
-99.7768

981 -982 -.983 -984 -985 -986 .087 -988 -989 -990 -99.1 982 -993 -994 -995 -996 -997 -99.8 -99.9 -1000 -100.1 -100.2 -100.3 -100.4 -100.5 -100.6
Chemical Shift (ppm)



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acquisition Time (sec) 3.1719 Comment EJT-PRM169 28-36 44mg mPROTON CDCI3 {E:\bruk500adata\2015\an} ejt 10
| Date 12 Jan 2015 13:05:04 _| Date Stamp 12 Jan 2015 13:05:04
_File Name \\ss7a.ds. man.ac.ukwalSwol3wsersisnmrdataibruk500adatal201 Suan\data\eitinmn2015-01-12-gjt-10020¢id | Frequency (MHz) 500.13
| Nucleus 1H | Number of Transients 16 | Origin spect | Original Points Count 32768
Owner _ nmrsu_ | Points Count 32768 i | Pulse Sequence _ zg30 | Receiver Gain 50.80
| SWcyclical) (Hz) 10330.56 | Soivent : CHLOROFORM-d | Spectrum Offset {Hz)  3081.5532 | Spectrum Type STANDARD
Sweep Width (Hz) 10330.26 | Temperature (degree C} 20.400
PRM169-HNMR .esp E
I
i
| |
I . |
: !
| i |
. - .[ |
It bl | i -
| k i H | | i
it |,|y] 1 Hl 'l,fl|l[- I h : JFLI E‘| A m | |[
b R VSO IR o MU AL N
1.00 217 056 101 1.76 217 3.12 156215 049 0.520.54 047 089 062074 110 295 1.86 20.19 126389.70
6.5 6.0 55 50 45 4.0 a5 3.0 25 20 1.5 1.0 05 0
Chemical Shift (ppm)
No. {(ppm) Value Absolute Value Non-Negative Value Na. {ppm) Value Absolute Value Non-Negative Value
1 0087 . 0.039.70469666 1.55986125¢+10 9.70469666 12 1107 .. 3.160.51732343  8.31507520e+8 0.61732343
2 D363. 010/2.6314582( 2.03028726e+10 12.63145828 13 1687 ..3.230.49489146  7.95451968e+8 0.49489146
3 3486..0.90¢0.18981 3.24516250e+10 20.18981934 14 4552 .. 3.562.15453333  3.46303770e+9 2.15453339
4 3102, 1.011.85710049  2.98496614e+9 1.85710049 15 3323 .. 3.7111.56468415  2.51495782e+9 1.56488415
5 D235 . 1.0602.95424557, 4.74843507e+9 2.95424557 16 5. 3.768.11513853  5.00704358e+9 3.11513853
6 4679.. 1.57/1.09587038  1.76142106e+9 1.09587028 17 7679..3.882.17377329  3.49396250e+9 217377329
7 3. 1.800.74124676  1.19142528e+9 0.74124676 18 3501 .. 4.06(.75517964  2.82114611e+8 1.75517964
B 3096 .. 1.BB0.62363493  1.00238470e+9 0.62363493 19 2657 .. 4.141.01384950  1.62958682e+9 1.01384950
9 1451..2.270.89462709  1.43795750e+9 0.89462709 20 1993. 4.280.56165135  9.02756928e+8 0.56165135
10 7469 .. 281047494268  7.63387776e+8 0.47494268 21 3814 . 4768217071009  3.48903910e+8 217071009
11 3156 ., 2.880.53880036  8.66027904e+8 0.53880036 22 2189 . 6.27.1.00053573  1.60818714e+9 1.00053573



This report was c

reated by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acqmsﬂion Time (sec) 1.1010 | Comment EJT-PRM 169 128-36 44mg 0115 062 mCARBON CDCI3 {E:\bruk500cdata\2015\an} staff 10
| Date 14 Jan 2015 02:48: 32  Date Stamp 14 Jan 2015 02:48:32 |
| File Name \\ss7a.ds.man.ac. uk\vol5\vo|3\users‘snmrdata\bmk500¢data\2015Uan\data\staﬂ\nmr\201 5-01-13-staff- 10\11\ﬁd | Frequency (MHz} 12577
| Nucleus ] 13C _| Number of Transfents 5000 | Origin - ] spect | Original Points Count 32768
| Owner __nmrsu ] | Points Count 32768 | Pulse Sequence zgpg3ad . Receiver Gain 184.40
| SW(cyclical) (iz) 29761.90 _| Solvent CHLOROFORM-d | Spectrum Offset (Hz)  12571.4053 | Spectrum Type STANDARD
| Sweep Width (Hz) 29761.00 | Temperature (degree C) 24.997
PRM169-CNMR.esp
[N
[
@
s
By
EE%m gﬂ
no2g5 387
‘:. T s & 1 8
g | B2 215
Sy YT
| |
O o | ISl [T .-..h'.u_.-__.....____._.._. I e s ———— S - _L 0 Y
22 20 18 16 14 12 10 B 6 4 2 o -2 -4 £ -8

Chemical Shift {ppm)
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-12



This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

Acquisition Time {sec) 1.1010 Comment EJT-PRM 169 128-36 44mg 0115 062 mCARBON CDCI3 {E:\bmkﬁDOcdala\ZMS\Jén} staff 10
Date 14 Jan 2016 02:48:32 | Date Stamp 14 Jan 2015 02:48;32 !
File Name \iss7a.ds.man.ac.ukwolStvol3users\snmrdata\bruk500cdata\2015\Uan\datatstaffinmni2015-01-1 3-staff-10\V1 1\fid Frequency (MHz) 126.77
Nucleus 13C Number of Transients 5000 Origin spect Original Points Count 32768
Owner nmrsu Points Count 32768 Pulse Sequence zgpg30 Receiver Gain 184.40
SWicyclical) (Hz) 29761.90 Solvent CHLOROFORM-d Spectrum Offset (Hz)  12571.4053 Spectrum Type STANDARD
Sweep Width (Hz) 29761.00 Temperature (deqree C) 24.997
PRM169-CNMR.esp o %
o
o @
)
o™
O
76
3
«r
n
o
l =
=
0 o
oo
i @9
g
m
¢
[ ]
.L_ i ll e J L il j
ﬁl.|t|r|a|||ﬁts}||--||‘|||||ax|lll||i|||i|1|a|-;r|||(.111---Ivllllvw71|n|11||lrw;-||sj-.|r[||||||r;u|xrwx|||uii--:-|lr||i|:tnqlnlnisxl||i:||l||r1||-||lv|vr.||||[:|s||||r|||
56 54 52 50 48 46 44 42 40 38 34 32 a0 28 26 24 2

Chemical Shift (ppm)




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

;__A_cquis_i_t_i_on Time (sec} 1.1010 | Comment EJT-PRM 169 128-36 44mg 0115 062 mCARBON CDCI3 {E:\bruk500cdata\2015\Jan} staff 10

| Date _ 14Jan201502:48:32 | Date Stamp 14 Jan 2015 02:48:32 - ] . : PR ) N B .
| File Name _ ] __\‘_\s_s?a.ds.Lnan.aq.pk\volﬁ\vqlg\ysers\slnrdala\l;_rukso_o_od;_aia\zm5\_Jan\dal_q_\_s_laff\nmf_\_2015—_{_)]_-_]3-slaﬂ-1Q§11\ﬁd e _ | Frequency (MHz) 125.77 ] |
| Nucleus 13C | Number of Transients 5000 Origin spect o | Original Points Count 32768 N .
| Owner nmrsu_ o  Points Count 32768 | Pulse Sequence  zgpg30 | ReceiverGain 18440 :
_SW(cyclical) {Hz) 29761.90 | Solvent _ CHLOROFORM-d | Spectrum Offset (Hz)  12571.4053 | Spectrum Type ___ STANDARD |

Sweep Width (Hz) _ 29761.00 | Temperature (degree C} 24.997 ]
PRM169-CNMR.esp

77.2600
~-77.0000
76.7472
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Ty} o 0 s w
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| Acquisition Time (sec) 1.1010 | Comment . EJT-PRM 169 128-36 44mg 0115 062 mCARBON CDCI3 {E:\bruk500cdata\2015\an} staff 10

| Date 14 Jan 2015 02:48:32  Date Stamp 14 Jan 2015 02:48:32 | )

| File Name \s572.ds. man.ac.ukivolSwol3\users\snmrdatalbruk 500cdata\2015\an\dalalstatinmni2015-01-1 3-stafi-10\11Vid | Frequency (MHz) 125.77
Nucleus 13C _| Number of Transients 5000 ] | Origin spect | Qriginal Points Count 32768
Owner nmrsu | Points Count 32768 | Pulse Sequence _ zgpg30 _Receiver Gain 184.40

_ SW(cyclical} {Hz} 29761.90 | Solvent CHLOROFORM-d | Spectrum Offset (Hz}  12571.4053 ' Spectrum Type STANDARD
Sweep Width (Hz) 29761.00 | Temperature (degree C) 24.997

PRM169-CNMR.esp
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Acquisition Time {sec) 11010 | Comment EJT-PRM 169 28-36 44mg 0115 062 mCARBON CDCI3 {E:\bruk500cdata\2015\an;} staff 10
Date 14 Jan 2015 02:48:32 _| Date Stamp 14 Jan 2015 02:48:32 N L o
_File Name ] Wss7a.ds.man.ac. uk\vol5\vol3\users\snmrdata\bruk500¢:data\201 S\an\data\staffinmn201 5-01- 13-stafi-1011 1¥fid | Frequency (MHz) 125.77 )
| Nucleus 13C Number of Transients 5000 | Origin _ spect | Original Points Count 32768
| Owner nmrsu 4 _f'_gl_n_ts Count 32768 4 Pulse Sequence 29pg30 | Receiver Gain_ 184.40
_ SWicyclical) (Hz) 29761.90  Solvent ) CHLOROFORM—d . Spectrum Offset (Hz) 12571 4053 __Spectrum Type STANDARD
Sweep Width fHz)  29761.00 _| Temperature (degree C) 24.997
PRM169-CNMR .esp
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Acquisition Time (sec) 0.5767 Comment EJT-PRM169 §28-36 44mg m19FCPD CDCI3 {E:\bruk500adata\2015\an) ejt 10
Date 12 Jan 2015 13:09:20 Date Stamp 12 Jan 2015 13:09:20
File Name \\ss7a.ds.man.ac.ukwolSwol3\wsers\snmrdata\bruk500adata\2015\ an\data'tinmn2015-01-1 2-gjl-10\23\fid Frequency (MHz)
Nucleus 19F Number of Transients 16 Origin ) spect Original Points Count
Owner nmrsu Points Count 65536 Pulse Sequence zafhig Receiver Gain
SW(cyclical) (Hz} 113636.37 Soivent CHLOROFORM-d Spectrum Offset (Hz)  -47059.0234 Spectrum Type
Sweep Width (Hz) 113634.63 Temperature (degree C) 20.500
PRM169-F{H)NMR.esp §
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o
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[ 2
76 '
092079 100085 093 082
4065 -107.0 -1075 -1080 -1085 -1090 -1095 -1100 -1105 -1 10 -1115 -1120 -1125 -1130 -1135 1140 -1145
Chemical Shift (ppm)
"No. | (ppm) | Value | Absolute Value | Non-Negative Value
1 4979..-1151.16230905 2.03938675e+9 1.16230905
2 3359..- 141.13637888  1.083B8979e+9 1.13637688
3 3101 -1130.82051349 1.43967245e+9 0.82051349
4 3913..-1130.92547381 1 62383578249 0.92547381
5 3915 .. -1070.94717634 1.66191501e+9 0.94717634
6 5948. -1070.99769104  1.75054810e+9 0.99769104
7 1681 ..-1070.79453856 1.39409690e+9 0.79453856
8 3656_-10609235510i 1.62046221e+9 0.92355108
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| Acquisition Time (sec) 3.9643 | Comment  EJT-PRM170 {75-87 27mg mPROTON CDCI3 {e:brukd00adata\2015\an} eft 38 . o ]
' Date  21Jan201514:06:56 | Date Stamp___ 21 Jan 2015 14:06:56 |
| File Name _ _\ss7a.ds.man.ac. uk\volS\voIS\users\snmrdala\bruMOﬂadata\2015\Jan\dala'q1\nmr\2015—01-21£|! 38\10\id o Frequency (MHz) 40013 N
| Nucleus . | [ Number of Transients 16 | Origin - Avano - Original Points Count 32768 - -
| Owner nmrsu | PointsCount 32768 | Pulse Sequence 2g930b Receiver Gain 101.00 -
SW{cycﬂ_} cal) (Hz) 826446 Solvent o CHLOROFORM-d | Spectrum Offset (sz 2464.9270 | Spectrum Type _STANDARD —_1
Sweep Width(Hz) 826421 | Temperature (degree C) 23.000 )
PRM170-HNMR esp _ l
|
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,
Ji S
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Chemical Shift (ppm)
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Nrent Data Parameters

NAME 2015-01-30-ejt-16
EXENO io
PROCNO 1

F2 - Acquisition Parameters
Date_ 20150131
Time 6.33
INSTRUM spect
PROBHP 5 mm CPPBEBO BB
PULPROG z2gpg3D

TD 65536
SOLVENT CDC13

NS 1024

Ds a

SHil 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.36314B8 sec
RG 45.2

DW 20.800 usec
DE 41.77 usec
TE 287.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

coswssmm CHANNEL £l ==m=me==

77 SFO1 100.6077379 MHz
HUC1 13¢
Pl 10.00 usec
PLW1 33.00000000 W
mmmw=cn= CHANNEL f2 ===sz==n
SF02 400.0716003 HHz
NUC2 iH
CPDPRG([2 waltzle
PCPD2 80.00 usec
PLWZ 7.40000010 W
PLW12 0.17209999 W
PLW13 0.11014000 w
2 - Processing parameters
1 32768
100.5975361 HHz
W EM
SB ]
(] 1.00 Hz
| 5 0
C 1.40
[ *I A i
[ ’ i ’ T 3 I ; | ’ T ’ | " 1 . I . ] ) i i | y | )
220 200 180 160 140 120 100 80 60 40 20 ppm



' Acquisition Time (sec) 0.7340

| Comment

EJT-PRM170 {75-87 27mg mF19CPD CDCI3 {e:\bruk400adatai2015\an] ejt 38

I_Qa!e o 21 Jan 2015 14:11:12 __| Date Stamp o 21 Jan 2015 14:11:12 S o ) |
 File Name \\ss7a.ds.man.ac. ukolSvol3wsers\snmrdatatbrukd00adata\2015\an\data\ejlinmn2015-01-21-ejt-38V1 2\id - | Frequency (MHz) 37650 B |
| Nucleus _18F | Number of Transients_16 __ Origin : _AVA00 ___| Original Points Count 85536 -
| Owner nmrsu_ | Points Count _ 65536 | Pulse Sequence  zgig | ReceiverGaln 40600 _ |
| SWcyclical) (Hz) 89285.71 | Solvent ~ CHLOROFORM-d | Spectrum Offset (Hz)  -37649.5977 | SpectrumType  STANDARD |
| Sweep Width (Hz} 8928435 | Temperature (degree C) 23.000
PRM170-F{H}NMR.esp 3
of D
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-97 -98 -99 -100 -101 -102 -103 -104 -105 -106 -107 -108 -109 -110 111 -112 113 -114 -115
Chernical Shift (ppm)
No. | (ppm) | Value | Absolute Value Non-Negative Value
1 3327 .-1130.18757442  3.96218432e+8 0.18757442
2 2709..-1130.20678121  4.35789440e+8 0.20678121
3 7358..-1120.19675171  4.15603872e+8 0.19675171
4 095%..-1110.21439180  4.52865504e+8 0.21439180
5 5717..-99.9.21261145  4.49104832e+8 0.21261145
6 1085. -98.9.20801891  4.39403872e+8 0.20801891
7 35958.. -98.80.18103851  3.82412448¢+8 0.18103851
8 4783..-98.0.17934489  3.78834976e+8 0.17934489




This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

' Acquisition Time (sec) 4084 | Comment EJT-PRM171 13-9 50mg mPROTON A CDCI3 {e:\bruk400cdata\2015\Feb} jt 6 o
Date 04 Feb 2015 16:06.24 | Date Stamp 04 Feb 2015 16:06:24
| File Name \‘Lss?a.ds.man.ag:_.Lﬂ(}vulﬁ\vol3\users\slrgr_c_lala\bruk40_09dala_\201§\Feb\data\_ejt_\nmr\2015—02-04-ejl-6\1O\ﬁd Freguency {MHz) 400.07 S
Nucleus _1H _L Number of Transients 4 - | Origin spect Original Points Count 32768
Owner nmrsy | Paints Count 32768 _ | Pulse Sequence 2930 Recelver Gain 32.00
SWicyclical) (Hz) 8012.82 | Solvent ~ CHLOROFORM-d | Spectrum Offset (Hz) _1894.0684 Spectrum Type STANDARD
Sweep Width (Hz) 8012.58 | Temperature {degree C) 14.793
PRM171-HNMR.esp
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]
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EJT-PRM
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MCARBON CDCL3.-{E:\bruk500cdata\2015\Feb} staffe22. .

171 £3-9

.
500

BRUKER
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Current Data Parameters

HAME 2015-02-04-staff-22
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150205
Time 0.34
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 2048
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 Hz
78 RQ 1.1010048 sec
RG 184.4
W 16.800 usec
DE 102.82 usec
TE 295.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
sms===== CHANNEL fl ========
SFOL 125.7854504 MH=z
NUC1 13C
P1 10.00 usec
PLW1 53.59999847 W
======== CHANNEL f2 ========
SFO2 560.1920008 MHz
HuUC2 1H
CPDPRG(2 waltzlé
pCPD2 80.00 usec
PLW2 16.00000000 W
PLW12 0.28622001 W
PLWI3 0.18318000 W
F2 - Processing parameters
S1 32768
SF 125.7726934 MHz
] J WDH EM
L " SSB 0
LB 1.00 Hz
GB 0
[ T T | ! | 1 | | BC 1.40
220 200 180 160 140 120 100 80 60
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Acquisition Time {sec} 0.7340 | Comment EJT-PRM171 f4-18 57mg mF1 9CPD CDCI3 {e:\bruk400adata\2015\Feb} ejt 55
Date 02 Feb 2015 12:45:52 Date Stamp 02 Feb 2015 12:45:52
File Name \\ss?a.ds.man.ac.uk\vc_)lS\voIS\users\snmrdata\brukntOOadata\2015\Feb\dala&g“l\nmr\2015-02-02-ejt-55\1 3\fid _ Frequency (MHz) 376.50
Nucleus 19F | Number of Transients 16 | Origin AVA00 | Original Points Count 65536
Owner nmrsu | Points Count 65536 | Pulse Sequence 2gig Receiver Gain 203.00
| SW(cyclical) (Hz) 89285.71 | Solvent CHLOROFORM-d | Spectrum Offset {Hz}  -37649.5977 Spectrum Type STANDARD
Sweep Width (Hz) §9284.35 | Temperature (degree C) 23.000
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EJT-PRM173 f6-22 29mg mPROTON_A CDCI3 {e\bruk400cdatal2015\Feb} ejt 14

Acquisitl‘on Time {sec) 4.0894

Comm_ept

| Date 12_F__eb2015160000 | Date Stamp 12 Feb 2015 16:00:00
| File Name \is57a.ds.man.ac. uk\vol5\vo|3\users\snmrdala\bmk400cdala\201 5\Feb\dala\e;l\nmr\2015-02 -12-jt-14\10Mid Frequency (MHz) 400.07
Nucleus _1H_ Number of Transients 16 Oriyin spect Original Points Count 32768
| Owner . nmrsy l Points Count - 327_68 __fql_se_s_gquence zg30 Recelver Gain 32.00
|SW(cycllcalj_(iz} 801282 | Soivent _ CHLOROFORM-d | Spectrum Offset (Hz)  1893.8241 Spectrum Type STANDARD
_Sweep Width (Hz) 8012.58 _| Temperature {degree C) 14915 —
PRM173-HNMR.esp .
!
79
, / 1 .
J A ML
A B . / ] ; il o R
1.04 1.00 1.00 3.231121.09 1.00 1.05 080 212655 311 1867 1319
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Chemical Shift (ppm)
" No. | (ppm) Value | Absolute Value Non-Negative Value || No. | (ppm) | vawe | AbsoluteValue Non-Negative Value
: 1 0300.. 013_19273376 220347003e+10 1B 19273376 | 9 4009 .. 3.54%1.08516133: 1.81245261e+9 1.08516133
2 7731.0.95/9.6739273] 3.2859684%e+10 1967392731 || 10 5430..3.65/1.11831653  1.86782886e+0 1.11831653
I 3- 9681 1. 17'131115?_554J 5.19691622e+9 3.111525_54 '] 11 3850 ..3.820.23063946  5.39586202e+9 3.23063946
| 4 _EQ?G 1.386. 549_78418 1.093954669‘_"_10 6.54978418 12 1330.. 4.28.0.99953032: 1.66943040e+9 0.99953032
| 5 3850..1.572.12479234  3.54885965e+9 212479234 || 13 1945..5302.08711100  3.48502358e+9 2.08711100
& 2045.2.34080205345  1.33960154e+9 080205345 || 14 3922..6.06D.99999589  1.67020800e+9 099999589
| 7 7344.2.901.04649985  1.74787955¢+9 1.04649985 15 1943 .6.20.1.03541319  1.73103270e+9 1.03641318
8 3256.3.090.99720508  166554675¢+9 0.99720508
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mCARBON CDCl13 {E:\bruk500cdata\2015\Feb} staff 57
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- -~
500 MHz

Current Data Parameters

NAME 2015-02-13-staf£-57

EXPNO 11

PROCHNO 1

FZ - Acquisition Parameters

Date 201502114

Time 17.32

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG zgpg30

TD 65536

SOLVENT CDhC13

NS 30000

DS 4

SWH 29761.904 Hz

FIDRES ¢.454131 Hz

BQ 1.1010048 sec

RG 184.4

D 16.800 usec

DE 102.82 usec

TE 295.2 K

Dl 2.00000000 sec

D11 0.03000000 sec

TPO 1

ssmm=o=== CHANNEL fl ========

SFO1 125.7854504 MHz

NUC1 13C

Pl 10.00 usec

PLW1 53.59999847 W

======== CHANNEL {2 ========

SF02 500.1920008 MH:z

NUCZ2 1H

CPDPRG{2 waltz1lé

PCPD2 80.00 usec

PLW2 16.00000000 W

PLW1Z 0.28622001 W

PLW13 0.18318000 W

F2 - Processing parameters

SI 32768

SE 125.7726936 MHz

WDW EM
L—SSB 0

LB 1.00 Hz

GB 0

PC 1.40

— 1
220 200 180

140

120

100
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Acquisition Time (sec) 0.7340 Comment EJT-PRM173 6-22 29mg mF19_cryo_zgbs CDCI3 {e:\bruk400cdata\2015\Feb} ejt 14 |
Date 12 Feb 2015 16:02:08 Date Stamp 12 Feb 2015 16:02:08
File Name \\s572.ds.man.ac.ukivolSwol3lsers\snmrdata\bruk400cdata\2015\Feb\datalejtinmri2015-02-12-ejl-14\11Vid | Frequency (MHz} 376.44
Nucleus 19F Number of Transients 16 Origin spect Original Points Count 65536
Owner nmrsu Points Count 65536 Pulse Sequence zgbs : _ Receiver Gain 712
SWcyclical) (Hz) §9285.71 Soivent CHLOROFORM-d Spectrum Offset (Hz)  -37644.8594 Spectrum Type STANDARD
Sweep Width (Hz) 89284.35 Tem ture {degree C} 14.924
PRM173-FNMR esp 2
o
=
w
o)
el
]
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-101.8638

(I I A | .
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This report was created by ACD/NMR Processor Academic Edition. For more information go to www.acdlabs.com/nmrproc/

| Acqulsmon Time (sec} 32768 Comment : 0215 121 Mears P EJT-PRM174 F5-15 26 mg in CDCI3 mPROTON CDCI3 {E:\bruk500cdaia\2015\Feb} staff 39 o

| Date 3 24 Feb 2015 02 1_4 24  Date Stamp 24 Feb 2015_02 1424 | B _ _

| File Name \\ss?a ds.man.ac. uk\vol5\voI3\users\snmrdata\bn_l__lgSOOodata\Zm5\Feb\data\slaﬂ\nmr\201 5-02-23-5[3[1 -39\1 0\PDATA\1\1r - _;_En_zquency_ (MHz} gom -

| Nucleus __1H . | Number of Transients 16 . Origin . ~ specl | Original Points Count 32768

_Owner nmsy __ PointsCount _ 655% _ PulseSequence 2930 | Receiver Gain 3053 —
SW{cycM i (iz) 1000000 | Solvent ~ CHLOROFORM-d | Spectrum Offset{Hz)  3081.8008 | Spectrum Type STANDARD -

| Sweep Width _E"E.L_ 985985 | Temperature fdegree C) 22154

PRM174-HNMR.esp

g

LRI »_e‘t :hk

| ) n JLLL ) ;jUg :

L
A — )
1.02 1.02 2.05 1.00 207 2.99 100099 1.97 116343 634 3333191884 12.68
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Current Data Parameters

NAME 2015-02-23-staff-39

EXPNO 11

PROCNO 1

F2 - Acquis:ition Parameters

Date 20150224

Time 10.14

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG zgpg30

TD 65536

SOLVENT CbCl3

NS 9223

DS 4

SWH 29761.904 Hz

FIDRES 0.454131 Hz

AQ 1.1010048 sec

RG 184.4

DW 16.800 usec

DE 102.82 usec

TE 295.2 K

Dl 2.00000000 sec

D11 0.03000000 sec

TDO 1

=======2= CHANNEL f1 ===

SFo1 125.7854504 MHz

NUC1 13C

Pl 10.00 usec

PLW1 53.59999847 W

s======= CHANNEL {2 ==s==s===

SF02 500.1920008 MHz

NUC2 1H

CPDPRG{2 waltzlé

PCPD2 B0.00 usec

PLW2 16.00000000 W

PLW12 0.28622001 W

PLW13 0.18318000 W

F2 - Processing parameters

SI 32768

SF 125.7726933 MHz

Wwow EM
—S5B ¢]

LB 1.00 Hz

GB 0

PC 1.40

—
220 200 180 160

120
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At.-_qtdsition Time (sec) _0.7340 | Comment EJT-PRM174 £5-15 26mg mF19CPD CDCI3 {e\bruk400adatal201 5\Feb) €jt 58
| Date 23 Feb201515:30:08 ~ ) ] | Date Stamp 23 Feb 2015 15:30:08
File Name \\ss_?a_.ds.man.ac.ul_c\vqlﬁ\vol‘.’.\u;qfs\snmrdata_\bmk400adala\20‘l 5\ eb\dataiejiinmn2015-02-23-gji-58\12\fid Freguency (MHz) 376.80
Nucleus 19F | Number of Transients 16  Origin AVA400 Original Points Count 65536
_Owner nmrsy __| Points Count 65536 | Puise Sequence 2gig Receiver Gain 203.00
| SW(cyclical) (Hz) 89285.71 | Salvent CHLOROFORM-d | Spectrum Offset (Hz -37649.5977 Spectrum Type STANDARD
Sweep Width (Hz) 89284.35 | Temperature (degree C} 19.900 -
PRM174-F{H}NMR.esp B
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| Nucleus __1H ] | Number of Transients 4 ] _;_Orjgm spect | Original Points Count 32768
| Owner _hmrsu _| PointsCount 65536 | Pulse Sequence 2g30 | Receiver Gain 203.00 =
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EJT-PRM186 £19-32 155mg o)
mPROTON_A CDCI3 {e:\bruk400cdata\2015\Jul} ejt 44 BRUKER

L3320

Current Data Parameters

NAME 2015-07-2%-ejt-44
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150729
Time 10.57
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
o NS 4
DS 2
e SWH 8012.820 Hz
e FIDRES 0.122266 Hz
" coLHCel, AQ 4.0894465 sec
RG 3z
bW 62.400 usec
97 DE 10.00 usec
TE 290.5 K
D1 1.00000000 sec
TDO 1
pes==s== CHANNEL fl =s==s====
SFO1 400.0719003 MHz
NUC1 1H
r P1 12.00 usec
PLW1 7.40000010 W
F2 - Processing parameters
SI 65536
SF 400.0700087 MHz
WDW EH
558 0
Le 0.30 Rz
GB 0
PC 1.00
—
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N
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mCARBON_A CDCI3 (es\ruk400edatai2dtfdal} el Mo canr savrsesnarmansnonsnnons BRUKER
@ e s g # o+ b 4 2 e+ v o+ o+ \D FOAATNOOFRFMNEHNORMUEEMFFOTNIWEOONMOW - —
VWY -~ MMM EAOoo0oMMm R ek & a o s o4 s 8 a2 o+ s e s s o+ s o8 s . a €00 Mbtz
o MEOOONNINN e hg YOV PMNTIENNNOT IO TMNMOIN T
Al AR FYOVOVONDTLOOMNOINNNNNNNN SIS

Wi QT PR =~

NAME 2015-07-29-ejt-44
EXPNO 12
PROCHO 1
F2 - Acquisition Paramerers
Date_ 20150729
Time 11.09
INSTRUM spect
PROBHD 5 mm CPPBBO BB
BULPROG zgpg 30
o s 65536
SOLVERT CDC13
NS 128
M DS q
2 OV\COZCHZCCI:, SWH 24036.461 Hz
FIDRES 0.3667098 Hz
AQ 1.3631488 sec
RG 71.8
97 pW 20.800 usec
DE 41.77 usec
TE 290.5
D1 2.00000000 sec
DLl 0.03000000 sec
TDOO 1
mrammenn CHANNEL £l wereswew
5F01 100.6077379 MHz
NUC1 13¢C
Pl 10.00 usec
PLW1 33.00000000 W
s=mozm== CHANNEL {2 =c==cc==
SFo2 400.0716003 MHz
NuCc2 i1
CPDPRG[2 waltzle
pcePh2 80.00 usec
PLW2 7.40000010 W
PEW12 0.17209999 w
PLWI3 0.11014000 W
F2 - Processing parameters
51 32768
SF 100,.5976815 MHz
WD EM
558 Q
LB 1.00 Hz
GB 0
PC 1.40
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EJT-PRM187 £22-29 14mg

mPROTON_A CDCI3 {e:\bruk400cdata\2015\Jul} ejt 21
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Current Data Parameters

NAME 2015-07-31-ejt-21
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20150731
Time 11.22
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT cDCl13
fa) NS L]
ps 2
OH O SWH 8012.820 Hz
FIDRES 0.122266 Hz
" c0.CH,CCl AQ 4.0894465 sec
[ RG 203
DW 62.400 usec
o8 DE 10.00 usec
TE 290.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFOL 400.0719003 MHz
NUC1 1H
Pl 12.00 usec
PLW1 7.40000010 W
F2 - Processing parameters
5I 65536
— SF 400.0700350 MHz
Wow EM
SS5B o
LB 0.30 Hz
GB 0
_,,/ EC 1.00
o, r
P
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EJT-PRM187 §22-29 14mg o<

mCARBON_A CDCI3s{p:\bruk400cdata\2015\dul} ejt 2

88y ? 2 838 BRUKER
@O un (¥ Wy m N @ N . PR . . - . . 400 MHz
w o n mm N A - O m wnwo
- B R e ] o [l e SR m NN \)
I I | \/ | I | | W/ | | \/ l Current Data Parameters
NAME 2015-07-31-ejt=21
EXPNO 11
PROCNO 1
F2 = Acquisition Parameters
Date_ 20150731
Time 11.27
INSTRUM spect
PROBHD S mew CPPBBO BB
PULPROG zgpg il
TD 65536
SOLVENT coCcl3
NS 64
Ds 4
0 SWH 24036.461 Hz
FIDRES 0.366798 Hz
OH 0\/\ AQ 1.3631488 sec
RG 71.8
COLHLCl, oW 20.800 usec
bE 41.77 usec
TE 290.4 K
[T 138 2.00000000 sec
D1l 0.03000000 sec
D0 1
ammmmmmn CHANNEL fl sanssmws
SFO1 100.6077379 MHz
NuCl 13c
Pl 10.00 usec
PLW1 33.00000000 W
munmmm=n CHANNEL {2 s=swsoe=
SFO2 400.0716003 MHz
Nucz 1H
CPDPRG([2 waltzlé
PCPD2 60.00 usec
PLW2 7.40000010 W
PLW12 0.17209999 W
PLH13 0.11014000 W
F2 - Processing parameters
SI 32768
SF 100.597€815 MHz
WDH M
558 0
LB 1.00 Hz
GB 0
PC 1.40
» R . ety Ll R ——
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