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Supplementary data

Copies of *H and *3C NMR spectra of some key compounds —in numerical order



ah=c58
STANDARD 1H ORSERVE

Solvant: CDCLI
Ambisent temparature
Sample B4

rile: 401

Queus nams PFabldb
DATE Psb L& 02
IHNOVA=-300 ~athos*®

PULSE SEQUENCE
Relax. delay 3.300 sec
Pulse 90.0 degreas
Acg. time 3.641 sec
Width €499.9 Hx
16 rapatiticns

OBSERVE Hl, 299.8439088 MRz

DATA PROCEEBING
Line broadening 0.3 Hx
T size 65516

Total time 1 minutes
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AB-C1d
ETANTARD 1H OBSERVE

Bolvent: CDCLY
Amblent tamparaturae
Bample 933

Filer 3302

Quaus nams Novilh
DATE How 27 01
INOVA-300 ‘“athoe®

PULSE BEIQUENCE
Pulas 45.0 degreas
Acg. time 1.638 sac
Width 20000.0 Hx

16 repstitions —
OBSERVE C13, 75.3963141 Mz

o-TES
DRCOUPLE HI, 299.0473785 MHz Ths 0O
Powsr 40 4B ~
continucualy on o T aw

WALTZ-1§ modulated

OATA PROCESSING

tins broadening 1.0 ux J
Pt aize 63534

Total time 1 minute Loy

15,018

a3.068

77357
T6.936
76.507

71.892
=5.202

-4.3%51
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61.216
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66.291
10.333

Ak NEY
17T.%0%

-047

/

1980

sffsi_gﬁt_t.g;{.,,.i%_az?i%sé3;3&?.3.,;{%iii%fz%%i&éi:i:iiiiix.%iiii?!&%%&%?f?,}iiisiii._\iti}%lz?z:g

220 200 180 160 140 120 100 [-11] 50 40 20 ] -20 ppm



AB-B3?
STANDARD 1H OBSERVE

Bolvent: CODCL3
Asbient temperature
Sampla #5

rila: 501

Quens pame Novld7b
DATE Hov 7 01
INOVA-300 “athos®

PULSE SEQUENCE

fslax. dalay 3,300 sac
Fulas 90.0 degreas
Acq. tims 3.641 sec
Wideh $489.3 Hz

16 rapatitions

OBSERAVE  H1, 299.8459007 Mux M-)mf
DATA FROCESSING \/ b}
Line broadani: 0.3 Hx
T slze 65536 - : :FO Hh
Total tiss 1 minutes GI—\Qm.
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AB-B39
13¢ OBSERVE

Balwent: CDCLY
Aabient vamparature

o
Sample #32 mb e
File: 3201 Mo F\/ E
Cuau HovD?h 1

u».nuuz”“un- oL 0 TEes
INOVA-I00  "atbos®

PULSE SEQUENCE 0T as
Fulse 45.0 degrean
Acg. time 1.630 ssc

Width 20000.0 Bz 177
1024 repatitions
OBSRERVE <13, 75.3963141 MHz Lo

DECOUPLE H1, 299.684T73785 Mz
Powar 40 4B

continucualy o

HWALTZ-16 modulated

OATA PROCESSING

Line broadsning 1.0 Hz

FT aize 65516

Total time 27 minutes
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A Barca
AB-CE6

cdcld

Incva $00({RE)
Aramis
Froton 400MREz
04.01.02

434

Pulse Fagquance: s2pul

Bolvent: cdcll
Ambient temperature
Oser: 1-13-87

File: 434-04-02-AB-RS
IHOVA-400 “aramin®

Ralax. dalay 5.000 sac
Pulsa 3156.0 degraas
Acqg. time 4.00% sac
Width 3557.8 Hz

16 repatitions

ORSERVE H1, 195.93584169 »Es

DATA PROCESEING
Line broadening 0.1 Hx
¥ size 65538

Total time I min, 24 mec

Integral Scals = 45000.0
Vartical Scale = 200.0
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ab-cll _

13C OBSERVE O.Amvm _/\ O.—..“wm
Bolvent: CDOLI F oThAS
Amblent tespsrature

Gampla 85

rile: 501

Quesus nama DacO3a
DATE Dac 5 01
IHOVA-IRD “achos”

PULEE EEQUINCE

Pulse 45.0 degress

Acq. time 1.630 sec

Width 20000.0 Hz

256 reputitions

OBSERVE C13, T35.31951141 MH:z
DECOUPLE H1, 2%%.8473785 KAz
Powar 40 dB

continucusly on

WALTZ-16 modulated

DATA PROCEESING

Line broadening 1.0 H:x 7 -
FT aize 55536

Total time 7 mioutes uﬂa r o GJ\.RH

77,348
TE.520
75.507

AB.070

LLE.303
72.330

7. 363

B9.317

11,3589
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———28.002
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-5.112

d4.080
35.973
=5.387
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ab-9251
ETANDARD 18 QRSERVE

Autcmation dirsctory: /data/Sepl0
Pile : 3701

Pulse Sagquence' s2pul

Solvent: edell
Ambient tempersturse
Sample W37

rilaz 3701
INOVA-300 “*ratcy-

Relax. delay 1.000 sac
Pulas 45.0 dagreas

Acg. time 3.744 sec

Width 4797.6 Hz

1€ repstitioas

OBSARVE Hl, 299.8458752 wHz
DATA PROCRSSING

¥T sixze £53265

Total time 1 min, 16 sec

W/f..,.,/

s o orer
oTes

o.o1 1,03 3.20 1.64 11.07 4.7 26.30



ab-c8f
13C OBSERVE

Bolvent: CDCOLY
Ambisnt tamparature
Bample #25

Pile: 2501

Queus name Harllb
DATE Har 27 02
INOYA-300 “*athos~

POLEE SEQUENCE

Pulee 45.0 dagrass

Azg. tine 1.628 mac

Width 20000.0 Ex

1024 repaticiens

OBSERVE C13, 75.31963141 MHx
PECOUPLE M1, 199.8473785 Mux
Powar 40 4B

continucusly on

HALTZ-16 modulated

DATA FROCESSING )

Lina broadeaing 1.0 Az -

rT size 65336 1/

Total tima 27 minutes 15 0 agrhs
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ab~a8
STANDARD LH OBSERVE

Balvent: CDCL]
Ambient temperature
Bample #14

Pile: 1401

Cueus name Apriob
BATE Apx 30 02
INCVA-300 “~athos®

PULER SEQURNCE

Relax. dslay 3.300 sec
Pulse 90.0 dagreas
Acq. time 3,641 sec
Width 4495%.% Bax

16 repatitions
OBIERVE Bl, 199.8458793 MH:
DATA FROCRSSING

Lina broadening 0.) Bz
FT size 65336

Total time 1 minutes

TS ©

3%.01 0.7% 21.50 3.57
.85 19,06 1.00 18901
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Anna Barch
AB-Dg

cdelld

Inova 400(03)
Aramin

13C 100MH:
03.05.02
£78e

Pulse Beguence: slpul

Bolvant: cdcll

Ambient temparature
rile: §7Bc=03-03-AB-GS
INOVA-400 ‘“aramis®

Pulsa 16.0 degraas
Acq. time 1.311 sec
Wideh 25000.0 Hz
16896 repatitiocns
OBRSERVR €13, 100.5656108 ME:
DECOUFLE HI, 299.95977321 KHx
Powsr 1B 4B

continuously on

WALTZ-16 modulated

DATA FROCRSSTNHG

Lios broadening 1.0 Hx

PT size 65536

Total time 366542 hr,

47 min, 28 asc

193 .55%

138.63%
138.408

131.034

129.4%1

128.308
128.237
127.640

127,329

127.246

109.311

3. 050

B1.738

T9.921

77.350
T7.226

—==T71031

TE.720

4. 549
1.1
73.760
66,949

66,643
63,532

\

€3.474
60.030

33.036

33.887
38.614

36,027
35,587

19.738
28,251

26.081
25.960
28.431

25,246

21.302

19.936
18.441

b

18,404

18.100

=4, 454

=4, 507
4. 963
=4,947
=5.175
=5, 208




matthew c'brien mcbl/051
STANDARD 1H OBSERVE

Eolvant: CBCLI
Anbiant temparature
Sanmpla 830

rile: 100}

fuaus pame Febllb
DATE Peb 12 99
INOVA=300 “athos™

PULSE EE(RIENCE

Relax. delay 3.307 asc
Pulsa 30.0 degrees
Acg. tima 3.641 sec
Width 4499.9 Hz

16 repetitions

QBSERVE Bl, 29%9.8458661 MHx
DATA PRDCESSIHG

Lione broadsning 0.3 Hx
FT size €556

Total time 1 minutes
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matthew a’brien moh/vl
13C GBRSERVE

Bolvant: CDCLY
Ambient temperature
Bampls #15

File: 1501

Queus nams Augdla
DATE Aug 37 99
INOVA-300 “athos*

PULSE SEQUENCE

Pulss 45.0 degraas

Acqg. time 1.638 sec

Width 30000.0 Hz

128 repetitiona

OBEERVE C1), 75.3863141 XHz
DECOUPLE 1, 199.8473785 mEax
Power 40 4B

conbtinuously on

WALTZ-16 modulatad

DATA PROCESSING

Line broadaning 1.0 Hz

FT siza 65536

Total tims 3 ainutesa

186.30%

a7

181,

Meo ¢

&S

o TRy

133.097

110.506
119,400

TT.348
16,919

T6.49%

72.22%

€7.149

50.937

9117

T5.ELE

13.713

10.178

i7.%0L

“4.603

=-4.831

=5,452

=5.50%
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matthew o’'brian mobl/9i/a
STANDARD iH OBSERVE

Bolvant: CPCL3
Amblent tenperature
Sample 849

File: 4501

Quaus name ApridTh
PATE Apr 27 99
INOVA=-300 “athos®

FULSE SEQUEICE
Relax. delay 3.300 sac

Pulsa 90.0 dagraas G
Acg, tima 31.641 sec =
Wideh 4499.9 Hz S.ON C
16 repstitions / b
CBESERVE Hl, 299.8439134 MHz Fa 1S
DATA PROCRSEING [

) rd
Lips broadening 0.2 Hx
TT alee 65536 5
Total tims 1 minutas Oﬁwru:
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HATTNEW O°'BAIEN NOBLO/67/BP
13C OBEERVE

Solwvent: CDCL)
Amblent tamperaturs
Sample #4

rile: 301

Quaus pama Janidm
DATE Jen 1§ 02
INOVA=300 “athos"

PULSE EEQUENCE

fulss 45.0 degrass

Acg. tima 1.630 mac

width 20000.0 Hx

4096 rapatitions

CRERRVE G131, 715.3963141 WHs
DECOUFLE B, 1%9.8473785 Miisz

Power 40 48
centioucusly on / 2w
WALTZI-16 modulated L
DATA PROCEESING Mo n.\/ g2
Line broadening 1.0 Hx L o
PT size 63536 o
Total time 111 minutes
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matther o’brian mobl/0%6
ETANDARD 1H ORBSERVE

Bolvent: CDCLY
Anbient tempsraturas
Sampla E&7

Pile: 4701

Qusdvs nams MayOGa
DATE Hay & 99
INOVA-I00 “*athos®

PULSE SEQUENCE

Relax. dalsy 3.300 sec
Pulsa 30.0 degzreen
Acg. time 3.641 sac
Width 4499.9 Hz

16 repastitions
QBSERVE Hl, 299.043068% Mz
DATA PROCERSSING

Line broadening 0.3 Hz
PT size 65536

Total time 1 oigutes
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MATTHEW O'BRIEN MOB1D/70/COLL
13c OBEERRVE

Bolventi CDCL3
Ambisnt temparaturs
Bample #7

File: 701

Quave oams Janl9a
DATE Jan 19 02
INOVA-3I00 “athas*

FULEE SRQUENCE

Fulse 45.0 dagress

Acg. time 1.638 sec

wWidth 20000.0 Bx

4096 rapatiticns

OBSERVE C13. 75.398314% uns
DECOUPLE H1, 199.8471785 HHx
Powar 40 dB

cantinucusly on

WALTZ~16 modulated

DATA PROCRESTMO

Lins broadening 1.0 Hz

PT size 635516

Total time 111 migutes
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HATTHEYW O°BRIEN MOBI/OIS/A
STANDARD 1H OBSERVE

Salvents COCLY
Aaplent temperaturae
Sample B85

riler 501

Quaue name Jullia
DATE Jul 25 99
IHOVA-300 ‘“athos®

FULEE SEQUENCE

Relax. delay 3.3)08 sac
Pulpe 90,0 degraas
Acq. tima 3.641 sec
Width £499.9 Hs

16 repstitions
OBSERVE HL, 295.8459132 MH:z
DATA PROCEEBEING

Line broadening 0.3 Hz
FT siza 65516

Total time 1 minutas
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bbb cuprats addition
STANTARD 1H OSSERVE

Automation directory: /data/mmrdata/Junid

rils 1 Q701

Pulse Sequencer s2pul

Solwent: edell
Aablent tefperaturs
Eample 37

Plle: 0701
IHOVA-100 ‘“ratty®

Ralax. delay 1.000 sec
Pulse 45.0 dagress

Acg. tima 1.7484 sec

wideh 4797.6 Hz

16 repetitiocns

OBEERVE R1, 299.845879%2 HH:
DATA PROCESSING

PT size 65536

Total time @ min, 16 sac

18.3%

83,33

o.03

0.2%



bbb cuprate addition
STANDARD 1H OBSERVE

Automation directory: fdata/rordatal/Junll
File : 0702

Pulss Saguanca: alpul

Bolventi cdgll
Ambient temparature
BSampla #7

Fila:r 0702
INOVA-300 ‘“"ratcy®

Relax. delay 1.000 sec
Fulse 45.0 degresas

Acg. time 1.B15 sec

Wideh 188%0.1 B

128 repetitions
OBSERVE €13, 75.206288) Mz
DECOUPLE El1, 299.8473786 Mz
Fower 37 4B

continucusly on

WALTZ-16 modulated
DATA FROCRSSING

Lins broadening 1.0 Hs
PT size 131072
Total time 11 min, 2 sec

1EB.164

159 .837

158.512

13%.841

114,081

1168.216

1148.538

134.2372

130.477

T6.991

74.706
43.310

T0.361

55.509
4%, 198
38,503

31.541

T7.038
T Al
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bbb phosphonate coupling product phasa 1 ssries

STANDARD 1H OBSERVE

Automacion directory: /data/omrdata/Junl?

Pile : 4502

Pulse Begquancs: sZpu)

Bolvent cdell
Anbient tampersture
Sample EL5

Pile: 4502
1HOVA=308 *ratty"

Ralax. delay 1.000 sac
Pulsa 45.0 degr
Acg. time 3.7
Width 31827.6 Hz

16 repacitions
OBIERVE HI, 299.0458732 ME:x
DATA PROCEBSING

T size 32768
Total tims 1 min, 16 sec

15.23

a4.50

LAY

14,30

=1



bbb phosphonate coupling product phase 1 serias
STANDARD 1H OBSERVE

Autemation directory: /dats/mmrdatsa/Junl?
Pile ¢ 4303
Pulas Saguance: aipul

Solvaot: cdcll

Anbiant tempsrature ) ?) ¢
Eample #45
rile: 4503

INOVA-300  *ratty" 3 \J W ’

Ralax. dslay 1.000 sac YN oTar [V Iu

26.279
26,164
21.781
15.549

Fulse 45.0 degrees

Acg. time 1.H15 sec

Width 18850.1 H: TSpfmB
128 repatitions

OBSERVE (€13, 75.396288) MH:z

DECOUPLE H1, 299.04731786 MA:z ﬂnﬂ
Power 17 db

continucusiy on Loy
WALT2-15 modulated

CATA PROCESSING

Lins broadening 1.0 Hz

PT size 131072

Total time 17 min, 1 sec

137.032
10.238

137.621
114.000

129.434
129.180
129.43%
127.948

=4,338
-4. 783

77.773
77,330
T6.923

Ti.438
55.512

134.0864
13&4.780
132,170

130.672

129.924
73.260

130,643
T1.0%%
70.737
29.994
=&, 8T

n
.
™
-
-
-

as5.228
$0.403
531.704
S0.63)
40.787
36.341
1a.837
18.351

15%.410

203.703

3. 848
14,433
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abl 19071 (a}
STANDARD 1H OBSERVE

Autcmation dirsctory: /data/nardaca/Jun2é
File : 1401

Fulss Saquance: alpul

Salvent: cdcll
Anhisnt texperaturs
Eanple #14

rils: 1401

INOVA=-3I00 “ratty*

Ralax. delsy 1.000 sac
Fulss 45.0 degrass

Acqg. tima .74 mec

Width 4797.6 Bz

14 repstitions

OBSERVE Bl, 199,8458792 Mu:z
DATA PROCESSING

FT siza £5316

Total tima 1 min, 16 mac

iz

LTI W
W/J\;"JM\J\H

TgpPso

.1

oPmi
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]

i.ls
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W

14.5%

T.83
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abl 15071 (a]
STANDARD 1H OBSERVE

Autcmation directory: /data/nmrdata/Junié
Fila : 1503

Pulas Saguance: slpul

Salvent: cdcld
Aabistt temparcaturs
Eample &15
Too P30

File: 1503
INOVA=300 “ratty®

Relax. delay 1.000 mac
Pulse 45.0 degress

Acg. tima 1.B15 sac

widel 18850.1 Bz

64 repstitions
OBSERVE C13, T75.1962003 MHs
DECOOPLE H1l, 29%9.8473786 MHz
Powar 317 aB

continucusly an

WALTZ-16 modulated
DATA FROCESSING

Line broadening 1.0 Hz
T size 131072
Total tima 12 min, 2 ssc

134.142
130.5622
129.9%0
129.916
1325.672
138,572
127.982

27,17%

135.540
13%.%31
135.65%8
134.304
12%.780

137.753
124.068
Li7.157
114,053

17849
T7.428
77.002
16,919
T4.762
72.241
55.55%
21.167

136.630
S2.008

1315.000
84.354
T4.308
73.001
60,323
is.a72
20.842
19.473

313.330
R 450
43,468
41.657
31.5%

108,998
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ahl 102/1 purs
ETANDARD 1H DBSERVE

hutomation dlrectoryd /data/omrdata/Augli
rilea : 1502

Pulse Sagquence) sipul

Bolvent: cdcl)
Anbient tamparaturs
Sample K15

Pile: 1502
INOVA-300 ‘“ratcy*

Ralax. delay 1.000 sec
Pulse 45.0 dagress

Acg. tima 3.744 sac

Wideh &797.6 Hsz

16 repetitions
QBSERVE Hl, 2195.8450732 Mux
DATA PROCESSING

FT site 65516

Total tims 1 min, 16 sec
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mbl 202/1 purs
STANDARD 1H OBSERVE

Automation directory: /data/mardata/Augll
rile 1 2003

Pulse Sequenca: slpul

Splvent: cdeld
Aahisnt cemperatuts
SBample #28

File: 2803
INOVA-300 “racty*

L I L L ]
MmN
eI e "
- Rl . n
Felax. delay 1.000 sec aa3aa R - “u P
Pulaa 45.0 degrees IR 5oa M
Acg. tine 1.815 sac o [}
widch 18850.1 H:x
2%6 repaticions
OBEERVE €13, 75.3962883 Wiz
DECOUPLE HI, 295.8473706 MHx
Powar 137 4B
coatinuously ca
WALTZ-16 modulatad i
DATA FROCESSING
Lins broadaning 1.0 Hz ﬁ..r
T aize 131072
Total time 12 min, 2 sec
o0 b
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&
.o~
~ ™
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-
™ n
EEE 3 s =
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mbl 213/1 pure
ETANDARD 1E OBSERVE

Autcmation dirsctory: /data/macdata/Bepld
rile : 1101

Pulse Sequance: slpul

Solvent: cdclil
Amhient tesperaturs
Eampla 911

Pile: 1101
INOVA=-300 cratty*

Relax. dalay 1.000 sac
Pulse 45.0 degress

Acqg. time 3.744 aec

Width 4797.6 Bz

16 rapacicions

OBSERVE Hl, 299.8458792 Mux
DATA PROCESSING

rT size 65536

Total tima 1 min, 16 sec

.03 .48
0.4

Thyplso

18.91

43,32



mbi 213
ETANDARD 1H OBSERVE

Automation dirsctorys /fdata/pmrdats/Sepll

File : 0704 Y
!

Pulse Sequenca: aipul

Solvent: edell \/ \/— Y
Ambjent temparatura G
(-]
Sample #7 TEn 5o aon ) cl— o CJ..Q?&H
rilar 0704 :..
INOVA-300 “ratty*
Y eXal y 0 0am T me
@ o~ TS
5.0 & a .
Ralax. delay 1.000 ssc B - aAan "~
H oo W ow W@ - om o NN
Pulse 45.0 degress Seum o2 H
Acq. tima 1.815 sec e = M an ] o~
Width 18850.1 Bz - o an L) - o
2043 rupetitions a~a +mAR8 23R8 - L
OBSERVE €13, 75.1962083 Wit s " Se@tai8l0gne d iy
DECOGPLE H1, 399.B471T86 Miis - H spsfTenda ag o ae
Powsr 17 4B = by ” o
continuously on 5
MALTZ-16 modulated a
DATA PROCESSING =
Line hroadsning 1.0 Hx m o
FT size 1310%2 b L] ne
Lo ey - O m o
Total tims 1 ht, 16 min, 23 sac - S How (s
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abl 215
BTANDARD 1H OBRSERVE

Autcmation directery: /data/nmrdata/SsplS
Fila 1 2301

Pulss Baquance: s2pul

Bolvent: cdel)d
Amblent temparature
Gampla 923

rile) 2301
INOVA-300 “ratty"

Ralax. dalay 1.000 smec
Fulse 45.0 dagrees

Acg. tima 3.744 sac

Width 4797.6 Hz

32 repatitions

OBSERVE Hl, 299.8458792 Nz
DATA PROCESEING

rT size 65515

Total time I min. 32 mac

.11

WI

i P50

IA.59

A3 B2

ppm



mbl 215/8 crd
STANGARD 1H OBSERVE

Automation directory: /data/nardata/Dactl
rile = 4402

Fulse Esquence: slpul
Solvant: cdcld

Anbisnt temperature
Sazple Béd e pae
Pile: 4402 i) -~
IOVA-300 "zatty® sesseszn - [.%\J
iEEE =1 w o R o e o TARIT
. delay 1.000 i aAskR
Retex. duley 1000 aec el tgv Zo0 1 A
Pulss 45.0 dagrass = J\ﬂﬂ ¢
Aeg. time 1.815 sec (A pre e
wideh 18850.1 B oomit
128 repstiticos @hT
OBSERVE C13, 75.3962883 MEx L)
DECOUPLE K1, 299.8473786 Mz ~
Powsr 37 dB H - [, ]
continucusly on um... ...“H_hﬂmm“mm”m - mns
WALTZ-1§ modulated a0 - I BB B O PR g = o om
~ - B A - " e o&
DATA PROCESEING - o Er oo = a Thw
Line broadening 1.0 Bz = cr Ly "
»T aize 131072
Total time 12 min, 7 sec
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mhl 321/} col2 {sample in banzenel
ETANDARD LH OBSERVE

Automation directory: /data/nmrdata/Dacl0
File : 1701

Pulse Segusiice: alpul

Solvant: CED&
Anbient temparatura
Eampla #17

Fila: 1701
INOVA-I00 “*racty"

Ralax. delay 1.000 sac
Pulse 45.0 degreas

Atg. tima 3.744 sec

HWidch 4797.6 He

32 repetitions

OBSERVE HY, 2%9.8459062 MH:z
DATA PRODCESEING

PT aize 85534

Total time 2 min, 32 sac

I 57

L. AF

17,320

10.04

ppm



okl 221/) pure (bentene)
12C OBSERVE

padnl run with finds0 bafors acquimition

Solvent: CHD6
Anbient teisperaturs
rile: 2502

DATE Dac 11 2003
INOVA-300 *solids*

PULEE EBEQUENCE
Ralax. delay 1.000 sec
Pulse 45.0 degreses

heq. tima 1.815 sec TEhaencosnedan
width 186S0.1 H: G B L e S e R GG L AL T
2048 repstitions mmmmnmuu“ﬂﬂﬂﬂ
OBSERVE C1), 75.3352951 Mus Rl 1/
DECOUPLE B1l, 299.84740%56 1oz
Powar 17 dB ¥ lﬂﬂaﬁmc
contirucusly on fi
WALTZ-16 modulated il e
BATA PROCESSING T or
Lina broadening 1.0 Hz Sz v e TR
FT sizea 131072
Total time 96 minutes Mﬂ
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mbl 232/2 crd
ETANDARD LH OHSERVE

Autcmation directory: /data/nmrdata/Decls
File : 3601

Pulse Sequence: s2pul

Bolvant: C6h6
Ambisnt temparatura
Sampla #36

Fila: 3601
INOVA-300 “ratty*

Ralax. delay 1.000 ssc
Pulse 45.0 degzress

Acg. time 1.744 sac

Width 4797.6 Hz

312 repetitions

OBSERVE K1, 299.0459067 HE:x
DATA PROCESEING

FT siza 65536

Total tine 2 min, 12 sec

a7.51

“TenCTe

41.9%



mbl 212/4 pure
13C OBSERVE i

pads? run with findz0 bafore acguisition

Automaticn directory: /date/nardata/Decls
rila 1 1303
Pulses Seguenca: sipul

Zalvent: CEDE
Aahient temperature

Sanple 813

rile: 1383 LR R . [
N A e Ao - w0

INOVA-300 “"ratey" S MM A A Qo3 HO!.I.
N Vv v wiw oo @ o e
LRI ] CE ]
Hord oA Al WA oo o

Ralax. delay 1.000 sec
Pulse 45.0 dagress
Aeg. time 1,815 sac
Width 18850.1 Hx |
2048 repetitions

OBSERVE C13, 75.396295% M
DECOUPLE B, 295.8474056 Mux
Fewar 37 dB

135,984

coptiouocusly on | 1 rgoesy
MALTZ-16 modulsted 1
DATA PROCRSSING | 1 ete
Line broadening 1.0 Hz | Mﬂ.a)c uTra =] mﬂ
FT siza 131072 - H.J |.l.
Total time 1 hr, 36 min, 23 sec a g | E
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!
FAREE

ubl 23271 pure
STANDARD 1H GOBSERVE

FULL spectrum

Automation directory: /dats/nardata/Declé
rils 1 1402

Pulss Saguence: slpul

a.18

a8, 832

97

0.95

.78

11.41

=67

AF. 8y



- ﬁ Ly

I3
abl uuuﬂ pure
BTANDARD )8 OBSERVE

Autcaation directory: /data/nmrdata/Declé
Fila : 1404¢

Pulse Saquence: a2pul

Bolvent: CED6
Amblent temperaturs
Sampls #14

File: 1404

INOVA=-300 C*ratty®

Relax. delay 1.000 sec

Pulse 45.0 degress j/
Acg. time 1.015 sac

Width 188%0.1 Ez i Tanlso
2040 rapatiticns
OBSERVE Cl13, 75.1962951 MM: |
DECOUFLE H1, 299.0474056 ¥Hz |
Fower 17 dB

continuoudly oo

WALTZ-16 modulatad

OATA PROCESSING

Line broadening 1.0 Hz

FT size 131072
Total cime 1 hr, 36 min, 23 asc

135.%78
135,559
133.932
134.700
129.920
128,203
12e.032
127 ._8£3
127.639

27.0060

27.099
21.2413

137534
R
-

136.009

117.372
=1.319

112.404
114.111
43.534
42,695
ig.071
ELFS b2

104.421
4.9

33.%04
Y07368

139.%00
13%.263
136,036

78.219
T7.6T4
75.133
71.006
71.562
65.768
65.438
60.042
60.350
48,440
45,643
19.400
1%.348)
18.229
17.202
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—YTYYT : B 2 adiithe ane 4 o a0 A

H11%
STANDARD 1H OBSERVE

Autcmacion directoryi /fdata/mmprdate/Junls
rile © GROX

Fules Sequence: s2pul

Solvent: CEDE
DATE Jum 15 2804
Sample 41

Files 0202
THOVA-300 “rarty*

Relaz. dalay 1.000 sec

Pulse 45.0 degress

Acy. tins 3.744 sec

Width 4797.6 H:

32 repetitions

oBsenvE M1, 299.8459063 Mas Mo, e
DATA FROCESSING

rt size E5516

Total time 2 min, 37 sac

{ + WI.: ?.:J

13.1% 13.%1

JE.E

ppm



P TR FETT AT

H115
13C OBSERVE

pada? run with findz0 before acqulisition

Automaticn directory: /data/rmrdata/Junis
File ; 1801

Pulse Seguence: alpul

Solvent: CEDE
DATE Jun 16 2004
Sample #18

rile: 1801
INOVA-3)0 “ratty”

-
w
2]
m
121
-

w
o
o v
o
oo
-

Ralax. dalay 1.000 sec
Pulss 45.0 degreas

Avg. time 1.815 sec

width 188%50.1 Re

256 repeciciona

OBSERVE Cl3, 75.1961951 Az
DECCUIFLE HLI, 295%.8474056 Mz
Powsr 317 AB

continususly on

WALTZ-16 mcdulatad

DATA PROCESSIHG

Line broadaning 1.0 Hx

PT size 131072

Total tims 12 sdn, 2 sec
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+as?
STANODARD 18 OBSERVE

Autcmation dirsctory: /data/mmrdsta/fct2?
rila : 1502

Pulse Sequence: slpul

Bolvant: cdeld
DATE Oct 27 2004
Bample #19

Pila: 1502
INOVA-I0D “ratty"

Ralax. delay 1.000 sec

Pulse 45.0 dagrees

Acg. time 3,764 sec

Width 4797.6 B2

16 repetitions
OBSERVE Hl, 299.84587%2 KMHx
DATA FRDCESEING
FT size 655136
Total time 1 min, 16 sac

-8

0.6

12.47

36.17

$0.17

0.1



as57
ETANDARD 1H OBSERVE

Autcaation dirsctory: /data/cmrdata/Octl?
Pile : 1303

Pulaa Ssguence: sipul

Bolvant: edelld
CATE Oct 27 1004
Eample #19

Flle: 1503
INOVR-200 “ratty*

4.625

Relax. dslay 1.000 see

Pulse 45.0 degress

Acg. timsa 1.815 =mac

Width 18850.1 Bx ?G fil -~
128 repstitions K ou
OBSERVE Cl1, 75.356288) Mux

DECOUPLE HI1, 299.8473786 Mz

Power 37 4B G 7=
continucusly on

WALTZ-16 modulated 9%

DATA PROCESEING =

Lins broadening 1.0 6s

T size 131072

6.97%
5.090

Total tims 12 min, 2 sec
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P — RD4Z

tion 4l Y1 /datat a/oceol
Pila : 03501

Pulae Ssquance: aipul

Solvent: cdeld
DATE Oct 1 2004
Sanple §5

Pilar 0501
INOVA-300 “ratty”

Helax, delay 1.000 sec
Pulss 45.0 degrass

Acg. time 3.744 sec

width 4797.6 Hs

32 repatiticns

OBSERVE H1l, 299.8454752 Wz
BATA FROCESSING

IT alsze 65536

Total time 2 min, 37 sec

29,78

=038

=0.n

1d. 80

Tl AF

Ppm



u.w”“aasb 1 ORSERVE @ﬁp

Avtomaticn directory: /datafimrdata/DetOl
rile 3 0302

Pulas HSaguanpca: s2pul

Solvant: edell
DATE Oct 1 2084
Hample #5

Pile: 0502
INOVA-300 “ratty” j/

Taco

Relax. delay 1.000 sac
Pulse 45.0 degreas

Acg. tims 1.815 aec

Width 18850.1 Bz

356 repatiticas
OBSERVE C131, 75.3962881 Mi:
DECOUPLE HY, 2199.8473766 MX:z
Power 37 4B

continucusly on

WALTZ-1§ modulated
DATA PROCESSING

Lins broadening 1.0 Ex
T siza 131072
Total tine 12 min, 2 sac

a
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rdepd
BTANDARD 1H OBEERVE

Autcmatlon dirsctory: /data/mmrdata/Janid
File : 2101

Fulse Seguesnce: slpul

Bolvent: cdeld
DATE Jan 10 2005
Sample #31

Pile: 3101
IKVA-300 "raccy”

Ralax. dalay 1.000 sec
Fulse 45.0 degrees

Acg. time 3,744 aec

Width 4797.6 Hz

16 repetitions

OBSERVE HI, 299.84587932 MH:
DATA PROCESSING

PT wiza 65536

Total time 1 min, 16 mec

h

a.m

11.36

=-g.11

55.19



ratpa
STAHDARD 1H OBEERVE

Aytomation directory: /data/mmrdats/Janld
rila 1 3102

Pulss Bsguanca: azpul

Bolvent: caclld
PATE Jan 10 2005
Sanple #31

rile: 3102
INOVA-300 “ratty*

Relsx. delsy 1.000 sec

H
Pulss 45.0 degress . ] o~
Acg. time 1.B1% mec < dse /ﬂ (47 ot [ Y%
—

Width 18850.1 mx

256 repatiticns

ORSERVE C13, 7%5.3962883 MHx

DECOUPLE Hl, 299.0471786 Max OT
Power 37 dB ’\l\
continucusly on

WALTZ-16 modulatad

DATA PROCRSSING

Lina broadaning 1.0 Hs

FT size 131072

Total vima 12 min, 2 see
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rd94
STANDARD 1H OBSERVE

Autcmation dirsceary: /data/mmcdata/Janlid
rile : 490}

Pulee Seguencer sipul

Solvant: C6DE
DATE Jaz 1] 2005
Sanple 849

Pile: 4901
INGVA-300 “ratcy*®

Ralax. delay 1.000 sac
PFulsa 45.0 degreas

Acg. time 3.744 sac

Width 4797.6 Mz

1& repetitiona
OBSERVE K1, 259.0459061 MHz
DATA PROCESHING
FT size £5316
Total tima 1 min, 1€ sec

¥ e
I
p
LS ..ﬁ\J

HO DS

105
v

14.72

4.8

LER

| 2 ]
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rdioép |
STANDARD LE OBSRAVE

Autemarion dirsctory: /data/amrdata/Janl6
File : D702

Fulse Seguence: aZpul

Eolvent: CED6
DATE Jao 26 2005
Sample #7

rile: 0701
INOVA-I00 ‘“ratty®

Relax. dalay 1.000 sec
Pules 45.0 degzraes

Aog, time 3.744 mac

wWidth 4797.5 Hz

16 repstitiona

OBSERVE Bl, 299.845%9063 Muz
DATA FROCEISING

TT alze §5536

Total time 1 min, 16 sex

027
13.33

25.30

33,48

k.67



dlodp
STANDARD IH OBSERVE

Automation directory: /data/pardata/Jan?f
rila : 0702

Pulse Bsguence: pipul

Solvant: CEDE
DATE Jan 36 2003
Bample #7

Pile: 0702
INOVA=300 ‘Cratty®

Aelax. delay 1.000 sec
Pulse 45.0 dagre
Acg. time 1.815 sec

Wideh 18850.1 Bz

256 repstitiona
OBSERVE C13, 75.3962951 ME:x
DECOUPLE B1, 299.8474056 MAx
Powsr 37 4B

continucusly oo

WALTZ-186 modulatad
DATA FROCESSING

Line broadening 1.0 Hz
Pr aize 131072 104
Total tims 12 min, 3 sec ] ~

128.283
128.222
138.032
127.%62
117,917
137.083
127.682

Juav oy

E————— e T

e

137.5%8

127.1%1

-1.418

=1.3%3

120.316
114.13%9

104.448
10,239

43.969
43.840
i6.240

139.006
42.676

118.431
128.409

JI.r" 128.340
4.287

74.557
71.581

65.905
€5.222

62.677
59.400
3%.433
Je.e8d
35.160
33.516

13%.723
139.43%

65.649
21.183

139,062
25,021
93.853

78.803
78.239
75.423

15483
1.0

26.714
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