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Supplemental Material

Table 1. Carboxamides 32a-r containing a pyrazole heterocycle prepared by the synthesis in
Scheme 3.

0\
5 0~ 1 _

41 N0 N4Q H
N3 N27%

N 7 N I

MS MS MS
base other peak parent %

cpd N2 N3 R4 R5 peak ion yldb
7a Me - neopent H 123 360 (-Me) 375 86
Ib Me - Me H 123 - 319 93

7ca Me - Me Br 201 318 (-Br) 397 93

7da Me - H H 109 - 305 77

7e Me - CF3 H 177 - 373 99

7a Me - CF3 Cl 211 - 407 88

7ga Me - 4-Cl-2-F-benzene Cl - - - 67

Tha Et - H H - - - 63

71 PhCH2 - t-Bu H 212 422 (-Me) 437 91

7j t-Bu - Me H 109 346 (-Me) 361 69
7k - Me t-Bu H 165 - 361 48
71 - Me neo-pent H 179 360 (-Me) 375 100
7m - Me Me H 123 - 319 93

7na - Me Cl Cl 177 - 373 82

70 a - Me CO2Me H 167 332 (-OMe) 363 82

7pa - Me CF3 H 177 - 373 81*

7cp - Me CF3 Br 257 - 451 66

7ra - Ph Me H 185 - 381 77

a Addition of 11 was required for removal of aniline.
b Yields were based on mass recovery.
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Table 2. Carboxamides 7A-Z containing a 5-membered heterocyclic ring prepared by the
synthesis in Scheme 3.

X2 X3 X4 R2 R3
S C C- H
S C C - t-Bu
S C C - Cl
S C C - H
0C C - H
0C C - H
0 C C - t-Bu
0 C C - SiMe3
0 C C - Cl
0 C C - Me
C O C Me -

C O C Me -

S C N - Me
S C N - i-Pr
S C N - OMe
S C N - Cl

S C N - H
S C N - H
S C N - 4-Cl-Ph
S C N - Ph
S C N - 4-CF3-Ph
S C N - 3-CF3-Ph
S C N - Cl
0 C N - NHt-Bu
SN C - -

N N N - -

R4
H
H
H

3-thiophene
H

t-Bu
H
H
Cl
Me
Me
Ph

C

3-CF3-Ph

R5
H
H1
H
H
H
H
H
H
H
H
H
H
Me
Me
CF3
i-Pr
Me
Br
Me
Me
Me
Me
Ph

CF3
Cl
Me

MS MS MS
base other parent %
peak peak ion yldb
111 - 307 100
167 - 363 66
145 - 341 87
193 - 389 60
95 - 291 100
151 332 (-Me) 347 75
151 332 (-Me) 347 83
167 348 (-Me) 363 80
105 - 359 84
123 - 319 93
123 - 319 53
105 - 381 78
140 - 336 100
168 - 364 83
210 - 406 75
188 349 (-Cl) 384 79
126 - 322 94
192 - 388 36
- - - 70

202 - 398 77
202 - 466 65
202 - 466 64
222 - 418 72
255 - 431 70
105 - 376 35
145 - 450 67

50

epd

7Aa
TB
7Ca
7D)a
7Ea

7Ga
7Ha
71a
7J
7Ka
7La
7M
7Na
70a
7pa
7Qa
TRa
7S

7U
7V
7Wa
7Xa
7ya
7Va

a Addition of 11 was required for removal of aniline. b Yields were based on mass recovery.
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Table 3. Carboxamides 7aa-11 containing a 6-membered ring prepared by the synthesis in
Scheme 3.

R5.~ N)5

2 H
R4 ' Y

R3  7 \

MS MS MS
base other parent %

cpd X2 X4 X5 R2 R3 R4 R5 peak peak ion yldb

7aa C C C CF3 H H H 292 - 369 49

%b C C C H CF3 H H 173 - 369 81

7cc C C C H H CF3 H 292 - 369 100

7dd C C C C1 H Cl H 105 - 370 93
7ee C C C F H F H 141 - 337 96
7ff C C C NO2 H CF3 H 165 - 414 97

7gga C C C t-Bu H t-Bu H 217 - 414 73

Thh C C C H CHMe(CN) H H 158 - 354 86
7ii N C N - H H - 79 - 303 100

7jj N C N - H Me - 93 - 317 95

7kka N C C - Cl H CF3 105 - 404 71
711 C N C H Cl - Cl 105 - 371 83
a Addition of 11 was required for removal of aniline. b Yields were based on mass recovery.
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Table 4. Pyrazolecarboxamides 27 prepared by the synthesis in Scheme 6.

O
3

27

MS MS MS
base other parent %

R2
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H

ion yldb
257 100
299 100
344 62
327 100

- 88
- 92

311 82
339 88

- 96
340 75

79
315 43
329 100
300 100
356 98

- 70

300 93

372 81

cpd
27a
27b
27c
27d
27e
27f
27g
27h
27i
27j
27k
271
27m
27n
27o
2 7p

27q

27r

27s
27t
27u
27v
27w
27x

27ya
27z
27aaa
27bb
27cc
27dd
27ee

52

R3
H

COMe
COMe
COMe
COMe
COPr
COCH2CH2-

COCH2CH2CH2CH
COOCH2-

CONMeCO-
COCONH-

CO2Me
CO2Et

CONH2
CONEt2

COCH2CONH-2-
isothiazole

COCH2CO2Et

NHCO2-t-Bu

OMe
OMe

OCH(Me)2
CF3
N02

H
H
H
H
H
H
Ph

SO2Ph

R4 R5 R6 peak peak
H H H 165 242 (-Me)
H H H 165 284 (-Me)

N02 H H 165 329 (-Me)
Me H Me 165 312 (-Me)
H H Cl - -

H H H - -
H H 165 296 (-Me)

2- H H 165 324 (-Me)
H H - -
H H 165 325 (-Me)
H H delete

H H H 165 300 (-Me)
H H H 165 314 (-Me)
H H H 165 285 (-Me)
H H H 165 -
H H H 165 298

(-amide)
H H H 165 298

(-CO2Et)
H H H 165 272 (-CO2-

t-Bu)
OMe H H 165 312 (-Me)

H H H 165 272 (-Me)
H H H 165 404 (-Me)
H H H 165 310 (-Me)
H H H 165 287 (-Me)
H H H 258 314 (-Me)

NO2 H H 165 355 (-Me)
Cl H H - -

SO2Me H H 165 354 (-Me)
F OMe H 165 324 (-Me)
F H H 165 278 (-Me)
H H H 165 318 (-Me)
H H H 165 383 (-Me)

H

H

H
H
H
H
H

SiMe3
CF3
Cl
Cl
Cl
F
H
H

317
287
419
325
302
329
370

369
339
293
333
398

94
82

100
100
99
96
68
96
86
100
80
87
75
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27ff
27gg
27hh
27ii
27Hj

H
H
H

COPh
H

OPh
NHCOPh
CONHPh

H
H

H
H
H
H

COPh

H
H
H
H
H

a Prepared by reacting 25 with the aniline 26 in pyridine at 8000.
b Yields were based on mass recovery.
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H
H
H
H
H

165
105
284
165
165

334 (-Me)

346 (-Me)
346 (-Me)

349
376
376
361
361

100
81
69
82
84
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Table 5. Pyrazolecarboxamides 38 prepared by the synthesis in Scheme 8.

0 
0

N - 2
38t 3

3
4

cpd R2 R3 R4
38a H H Me
3b H H F
38c H H OMe
38d OMe H OMe
38e Cl H F
38f H Cl Cl
38g F H Cl
38h F H H
38i F H OH
38ja F H OMe

38b F H H
381 H H cyclohexyl
38m Me Me Me
38n H H pentyl
38o CH(Me)2 H CH(Me)2
38p cyclohexyl H cyclohexyl
38q H H CH2(cyclohexyl)
38r H H OBu
38s H OMe OMe

a A 61:39 mixture of regioisomers determined by 1 H
b A 70:30 mixture of regioisomers determined by 1

c Yields were based on mass recovery.

MS MS MS
base other parent %

R5 R6 peak peak ion yldc
H H 165 360 (-Me) 375 80
H H 165 364 (-Me) 379 79
H H 165 376 (-Me) 391 76
H H 165 - 421 72
Me H 165 412 (-Me) 427 69
H H 165 414 (-Me) 429 70

Me H 165 412 (-Me) 427 65
OH H 165 380 (-Me) 395 67
H H 165 380 (-Me) 395 69
H H 165 394 (-Me) 409 60

Me H 165 378 (-Me) 393 61
H H 165 428 (-Me) 443 93
H H 165 388 (-Me) 403 87
H H 165 416 (-Me) 431 84
H H 280 - 445 94
H H - - - 86
H H 165 442 (-Me) 457 92
H H 165 - 433 88
H H 165 406 (-Me) 421 62
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Table & Pyrazolecarboxamides 39 prepared by the synthesis in Scheme 8.

cpd R2
39a H
36b H
39c H
39d Me
39e H
39f H
39g CO2Me
39h H
39i H
3j H
39k OMe
391 H
39m H

R4 R5 R6
Cl H H
H H Cl
H H CF3
H H H
H CF3 H
H H Me
H H H
H CO2Me H
H H OMe
H H CO2Me

OMe H H
H H N(CH2)5
H H SO2Me

MS MS
base other
peak peak

165 380 (-Me)
165 380 (-Me)
149 414 (-Me)
165 360 (-Me)
165 414 (-Me)
165 360 (-Me)
165 404 (-Me)
165 404 (-Me)
165 376 (-Me)
149 404 (-Me)
165 406 (-Me)

149 424 (-Me)

MS
parent %

ion ylda
395 75
395 91
429 35
375 88
429 100
375 80
419 95
419 81
391 79
419 95
421 100

86
439 84

a Yields were based on mass recovery.
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Table 7. 3-[[[3-(1,1-Dimethylethyl)-1-methyl-1H-pyrazol-5-yllcarbonyllamino]-benzamides 42a-1
prepared by the synthesis in Scheme 9.

0O

\ R R2
42

RI R2
Pr H
Ph H
Me H
Me Me
Me Ph
Me CH2CHCH2
Me CH2CCH
Et E

CH2CHCH2 CH2CHCH2
-(CH2)2NMe(CH2)2-

-(CH2)20(CH2)2-
-(CH2)5-

MS
base
peak
165
284
165

284
165
165
284
284
165
257

MS
other
peak

355 (-Me)

MS
parent

ion
342
376
314

354
352
356
380
383

- 71
368 68

were based on mass recovery.

56

cpd
42a
42b
420
42d
42e
42f
42g
42h
42i
42J
42k
421

a Yields

ylda
78
69
82
99
63
58
77
98
65
72
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Friedel-Crafts Acylation with 3-Nitrobenzoyl Chloride (31) to Afford the Substituted 3-

Nitrobenzophenone 33 (Scheme 7).

33 2

4

R2
H
H

OMe
Cl
H
F
F
F
F
F
H

Me
H

CH(Me)2
cyclohexyl

H
H
H

R3
H
H
H
H
Cl
H
H
H
H
H
H

Me
H
H
H
H
H

OMe

R4
Me
F

OMe
F
Cl
Cl
H

OH
OMe

H
cyclohexyl

Me
pentyl

CH(Me)2
cyclohexyl

CH2(cyclohexyl)
OBu
OMe

R5
H
H
H

Me
H

Me
OH
H
H

Me
H
H
H
H
H
H
H
H

R6
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H

MS
base
peak

119

165

173

153

294

MS
other
peak

MS
parent

ion
241

287

295

275

regio-
isomer
ratio
88:12
65:35

50:50
70:30

80:20

311

- 81:19

2,4-Diisopropyl-3'-nitrobenzophenone (33o). General procedure C yielded a clear oil. 1 H
NMR (CDC13) ppm: 1.27 (d, 6H), 1.36 (d, 6H), 3.04 (sept, 1H), 3.19 (sept, 1H), 7.19 (m, 2H), 7.39
(s, 1H), 7.72 (t, 1H), 8.23 (m, 1H), 8.48 (m, 1H), 8.69 (m, 1H).

57

cpd
33a
83b
33d
33e
33f
33g
33h
33i
33j
33k
331
33m
33n
83o
3 3p
33q
33r
33s
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Reduction of the 3-Nitrobenzophenone 33 with Iron to Afford the 3-Aminobenzophenone 34

(Scheme 7).

H2N 0

34 6 / 2
3

4

R2
H
H
H

OMe
Cl
H
F
F
F
F
F
H

Me
H

CH(Me)2
cyclohexyl

H
H
H

R3
H
H
H
H
H
Cl
H
H
H
H
H
H

Me
H
H
H
H
H

OMe

R4
Me
F

OMe
OMe

F
Cl
Cl
H

OH
OMe

H
cyclohexyl

Me
pentyl

CH(Me)2
cyclohexyl

CH2(cyclohexyl)
OBu
OMe

3-Amino-4'-methoxybenzophenone (34c). General procedure D yielded a yellow solid.
1 H NMR (CDCl3) ppm: 3.85 (bs, 2H), 3.94 (s, 3H), 6.91 (m, 1H), 7.01 (d, 2H), 7.13 (m, 2H), 7.27 (t,
1H), 7.90 (d, 2H).

3-Amino-2'-fluoro-4'-hydroxybenzophenone (34i). General procedure D yielded a white

solid. 1H NMR (CDC13) ppm: 3.91 (bs, 2H), 6.64 (m, 1H), 6.81 (dd, 1H), 6.93 (m, 1H), 6.99 (m,
1H), 7.05 (m, 1H), 7.32 (m, 1H), 7.73 (dd, 1H).

3-Amino-2'-fluoro-4'-methoxybenzophenone (34j). General procedure D yielded a yellow

solid. 1 H NMR (CDC13) ppm: 3.86 (bs, 2H), 3.92 (s, 3H), 6.79 (m, 2H), 6.92 (m, 2H), 7.19 (m, 2H),
7.58 (t, 1H).

58

MS
other
peakcpd

34a
34b
34c
34d
34e
34f
34g
34h
34i
34j
34k
341
34m
34n
34o
34p
34q
34r
34s

MS
base
peak

228

153

175

regio-
isomers

61:39
70:30

R6
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H
H

R5
H
H
H
H

Me
H

Me
OH
H
H

Me
H
H
H
H
H
H
H
H

MS
parent

ion

215

263
265
263
231
231
245
229
279
239
267
281
361
293
269
257

121
151
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Friedel-Crats Acylation with Substituted 3-Nitrobenzoyl Chlorides 35b and Benzene to Afford

the Substituted 3-Nitrobenzophenone 36 (Scheme 7).
5

6 4

0 2N 1 2

%36 I

MS MS MS
base other parent

cpd R2 R4 R5 R6 peak peak ion

36a H Cl H H 105 - 231
36b H H H Cl - - 231
36c H H H CF3 105 - 295
36d Me H H H - - -

36e H H CF3 H 105 - 295
36f H H H Me - - -
36g CO2Me H H H - - -

36h H H CO2Me H - - -

36i H H H OMe - - -
3Sj H H H CO2Me - - -

36k OMe OMe H H - - -
361 H H H N(CH2)5 - - -

36m H H H SO2Me - - -

59



C1997 American Chemical Society Journal Of Organic Chemistry V62 Page 5908 Parlow Supplemental Page 12

Reduction of the 3-Nitrobenzophenone 36 with Iron to Afford the 3-Aminobenzophenone 37

(Scheme 7).
5
\4

I3 C
H2 N 1

2

37%

MS MS MS
base other parent

cpd R2 R4 R5 R6 peak peak ion

37a H Cl H H 105 - 231
37b H H H Cl - - 231
37c H H H CF3 - - 265

37d Me H H H - - 211
37e H H CF3 H 105 - 265

37f H H H Me 134 - 211
37g CO2Me H H H 222 - 255

37h H H CO2Me H - - 255

37i H H H OMe - - 227
37j H H H CO2Me - - 255

37k OMe OMe H H 227 - 257
371 H H H N(CH2)5 - - 280
37m H H H SO2Me 105 - 275

3-Amino-4'-chlorobenzophenone (37a). General procedure D yielded a white solid. 1 H

NMR (CDC13) ppm: 3.84 (bs, 2H), 6.71 (d, 1H), 6.79 (dd, 1H), 7.25 (d, 1H), 7.54 (m, 2H), 7.64 (m,
1H), 7.91 (m, 2H).
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517-DS-32a

Username: jjparl '
Node: u300a a we . .

0
expl stdlh NO

SAMPLE DEC. & VT H
node u300a dn I N
probeld fn5mm 1208 dof 414 0

: d:. n in
date Oct 49S dma c 7a *
solvent CDCL3 dmr 2 0
acqenv proton dpwr I
fil exn po.p d pwrfr 40 5

ACQUISITION temp 25 0
sfrq 259.947 PROCESSING
tn HI lb 0. 0
at 2.303 wtfile
up 30400 proc t
sw 6551.6 fn 655 6
fb 4400 math r
bs 16
tpwr 51 werr asm acq etpwrf 4055 rr r
P 3.4 wexp asm std c
dl 0 q completed roc s
tot 1913.3 sprotondata as
nt 16 saveda a

ct 16 wbs p psm-tes soalock n I
gain not used wnt n

FLAGS D Y
11 n sp - 300 0
in n wp 3291 3
dp y vs 25 8 9hs nn sc 0

wc 2 0
hzam 13. 5
Is 1218. a
rfl 313 7
rfp 0
th 7
Ins 1.0 0
at ph

10 9 87 6 5 4 321-
77.1981 .- - -, . IPP

28.15 12.60 3.1428.1591.15



428-C7-32b

Username: jjparl
Nade: u300a

exp3 stdth

SAMPLE DEC. & VT
node u301a dn HI
probeld fn5m120- dot 414.0

S do nn,
date Oct 7 1S de. c
solvent CDCL3 dam 200

aceny proton dpwr 1
file /srve?/ho- dpwrf 4015
me,'4jparI/vnersys/~ temp 25.0

data/428-C7-32b- PROCESSING
ACQUISITION lb 0.50

sfrq 211.147 wtftle
n "I proc ft

at 2.303 ftn 65536
Np 30400 math f

sw 6533.6
b 4400 werr

bs IG waxp process -
tpwr 5 protondata
tpwrf 4015 wbs
pw 3.4 wnt
di s DISPLAY
tof 1113.3 sp -300.0
nt 16 wp 321.3
ct 16 vs 284
alocK n sc 0
gain not used wc

FLAGS hime I .
it n is 
In n rfl *
dp y rp
hs nno

aI ph I

Inw

10 9

V

V
'a

' I ' ' *

8 7

86.63 3.47
1.32

6 5 4

25.11

'a
.4
p1

3 2

30.37

1

37.'6

-CD

C,

0
0

-

C,

0

OO

0
0C

C,

CD

P III r-

-0 pp00

I I III ' I



517-Al-32c
Username: jjparl
Node: u300a

exp5 stdlh

SAMPLE
node u300a
probeld fn5mm12 :-

date Oct 4 5
solvent CDCL3
acqenv proton
fIle /srv07/ho-
me/jjpar l/vtNarsys/-

data/517-Al-32c
ACQUISITION

sfrq 291.147
t" HI
at 2.303
fP 30400
sw 8511.6
fb 4400
bs 16
tpwr 51
tpwrf 4095
PW 3.4
dl 0
tof 1113.1

t 16
ct 16
alock n
gain not used

FLAGS
Ii n

In n
dp y
hs nn

DEC. & VT
dn Hi
dof 414.0

d a nnn

dml 200
dpwr 1
dpwrf 4095
temp 25.0

PROCESSING
lb 0.50
wtftle
proc ft
fn 65536
math f

werr
wexp process-

wb s proton data

wnt
DISPLAY(

sp o-300.0
wp 1293.3
vs 350
sc 0
wC 240
hzmm v u 13.75
Is 0 . .

rfp .mwa
th ,7.

insm!-
atph

c0~c

~II

1

r t -T~ T t rr-r - "~--- - T -- i- -- t r- T -TI '

.- 6 5 3 2 -0 ppm
16 .17 . 0 9 .44

43.80 7 446.84 47.82 SS 75

0

C0

1



517-A3-32d-32d

Username: jiparl
Node: 0300a

exps stdlh

SAMPLE
ode *330a

probeld fn5ma12-

date Oct a is
solvent CDCL3
ac:nv proton
file /srvS?/ho-
se/Jjpar lvnersys/-
data/517-A3--32d-3-

2d
ACQUISITION

afrq 233.147
tn HI
at 2.303
up 30403
sW 1511.6
fb 4406
bs 16
tpwr 53
tpwrf 4035
p1W 3.4
dl 0
tof 1113,3
nt 1
ct 1
alock
gain not used

FLAGS
II n
in n
dp Y,
hs nn

DEC. A VT

lb
wtfile
proc
fn

math

Warr
waxp

wbs
wnt

S
sp
Wp
v e

10 9

v

8
13.7

7 6

8.57
4.72

'4

U,

U,

-4

5 4 3 2 1

37.23
28.70

CD

C,
0

.

0C,

Cr

0

00

15L

C,

0'

CD

PPM

a
WI

a

-0
I . .I . I . I . I . I. . . . . .



485-R1O-321

Username: JJpari

Mode: U300a

expl stdlh

SAMPLE
node u300a
probeld fn5m121 -

date Oct 4 S6
solvent CDCL3
acqenv proton
file exp

0p
sw
fb
b.
tpwr
tpwrf
pw
dl
tof
nt
ct
alock
gain

II
dp
h s

16 wbs
n

not used wnt
ILAGS DISp

n sp
n wp
y vs
nn sc

we

Is
rfl
rrp
th
Ins
al ilt

MMNO

DEC. & VT
1 ll

414 I
n n

N m W N
di N sa ~ m In
~ U P1 N N N
~.. N I~. N N N

F)

10 9 876 5 4 3 2 1 -03 ppin
0.02 90.59 72.00

14.13 13.67 72.00 9

0
ON'

7i

N

a



485-C2-32j

Username: jjparl N
Node: u300a e

exp3 stdh

SAMPLE DEC. & VT
nods V300a dn Hi
probelid fn5mm_120- dof 414.0

: da annn
date Oct 7 16 da. C
solvent CDCL3 daf 200
cqenv proton ipwr 1 0

fi /srvO7/ho- dpwrf 4015 0
me/jjparl/vnarsys/- temp 25.0 0o

data/485-C2-32) PROCESSINGO
ACQUISITION lb 0.50 - N

sfrq 219.147 Wtfile
to HI proc ft
at 2.303 fn 65536 a
np 30400 math fI

sw 6551.1
fb 4406 werr r4 7
b Is wexp process 0
tpwr 53 proton data o
tpwrf 4095 wbs i
pw 3.4 wnt 0
dl 6 DISPLAY
tof 1313.3 sp -300.5
nt 16 wp 3213.3
ct 16 vs 403
alack n sc .gain not used wc

FLAGS hzmm In
II n Is C. ,
In n rfl m
dp y rfp a
hs nn th4 han

aI ph

0C

0
(JI

0C

10 9 8 7 6 5 4 3 2 1 - ppm 
6S.1 75 8.11 151 00

7.14 25.32 18.26



428-BS-32t

Username: jjparl
Made: u300a

exp3 stdth

SAMPLE DEC. & VT
node u300a dn H1
probeid fn5m121~ dot 414.0

1 da nn
date Oct 7 3S dom c
solvent CDCLS det 200
acqeny proton dpwr 1
ftie /srvO7/ho- dpwrf 4015
me/JJparvrinersys/- temp 25.0

data/428-B-32k PROCESSING
ACQUISITION lb 0.50

sfrq 221.147 wtfile
tn HI proc ft
at 2.303 tn 65536
up 30400 math f
s w 6511.1
fb 4400 warr
bs I wexp process-
tpwr 51 protondata
tpwrf 4015 wbs
pw 3.4 wnt
dl I DISPLAY
tof 1113.1 sp -300.0
at 1 wp 3299.3
ct 1 vs 41
alock n sc U
gain not used wc 24:

FLAGS hzme 13.75
11 n Is 943.81
in n rfl 313.7
dp y rfp 0
hs nn *th 3

Ins 1.000
at ph _

10

0 N

7 7k N'

0

-4

10

I I
I I

a a 7 6
1.02

on

5 4

26.46

3 2

10

N

1 -0

3 7.48
1 .53

0.

0

Cr,

0.

ppa a

7.13
73.82



485-G2-32o
Username: jjparl
Node: u300a

exps stdlh

SAMPLE
node u300a
probeid fnSma12 -

date Oct 4 1
solvent CDCL3
acqeny proton
fIle /srve?/ho-
me/jjpar 4/vnuerys/

data/485-02-32o
ACQUISITION

sfrq 213.947
tn I
at 2.303
np 30400
sw 655.6
fb 4400
bs 16
tpwr s
tpwrf 4015
pw 3.4
dl 0
tof 1913.1
nt 16
ct 16
alock n
gain not used

FLAGS
II n

dpC
hs nun

m~2
T

t

DEC. & VT
dn Hi
dof 414.0
da 

nd.e c
def 200
dpwr 1
dpwrf 4095
temp 25.0

PROCESSING
lb 0.50
wtftle
proc ft
fn 65536
math f

werr
wexp process

proton-dati

wnt
DISPLAY.

sp
wp 3233.3
vs 272
sc a

r- -1-' - 1 -~ '- -- r-r-a--r- - --- - -- -- t----r- -r- 1- T r-a - s 1-1 - . -- - -- r- 1 - - - r, -r - I 1 1 1 1' ' II10 8 7 6 5 4 3 2 1 -0 ppM
8.15 83.93 42.39

-V

54.63 38.92 35.30



485-GI1-32p

Username: jjpart
Node: u300a

exp
3 

stdlh

SAMPLE DEC. & VTI
node u300a dn il
probeid fn5me_120- dof 414.9

1 da nnn
date Oct 7 36 dam c
solvent CDCL3 def 200
acqenv proton dpwr 1
ftile /srv07/ho- dpwrf 4015
me/jjpari/vnersys/- temp 25.0

data/485-011-32p PROCESSING
ACQUISITION lb 0.50

sfrq 291.947 wtfile
tn HI proc ft
at 2.303 fn 65536
op 30400 math f
sw 651:.6
fb 4400 warr
bs 16 wexp process.
tpwr 53 proton data
tpwrf 4035 wbs
pw 3.4 wnt
dl I DISPlAY
tol 1913.1 sp M -300.
nt Is wp -, -, 4 3
ct 16 vs .h3
alock n sc
gain not used wc .

FLAGS hzsg
Il n is *
in n rff a
dp y rfp 0
hs nn th

q

P2

P2
mi
a

mn

-s
I.-
N

I, Is Ills s
1

*~ ss~is, 115151 1111i5555, *1ll *.

10 9 7
48.04 28.61

61.70

6 5 34

43.82

21

77.93
61.40

O,

(,

C0
0

O

OO

0

0

-0 ppm



517-A2-324

Username: Jjpari
Node: u300a

m2ps stdlh

SAMPLE 300a dn DEC. & VT H1
node a3~ dn4.0
probeld fn5m12o- dof 414.8

I do fnnn

date Oct 4 1s dea c

solvent CDCL3 day 200

acqenv proton dpwr 1

ft e /srv07/ho- dpwrt 409S

me/jjparl Avfrsy/- temp 25.0

data/517-AZ232q PROCESSING

ACQUISITION lb 0.50

sfrq 239.247 wtfile
tn H proc ft
at 2.303 fn65536

up 30400 math - aw
SW 6521.6 8,01
fb 4400 warr .
bs la wexp
tpw 51 atouq2i
tpwrf 4095 wbs

3.4 wnt
dl I !ISPLAY

11i .p'm1 3219 3

ct 16 vs ' 4
alock n sc
gain not used wc _-2

FLAGS zmam 13 '

iI n is . M135 I

In n rn 81
dp y r13
hs nn s 1

Nad ph

Br 0

/0
H q

N

7-

10 87 6 5 24 O p
10.7-607..74

64.78 18.35 60.21
88.78



485-C11-32A

Username: jjparl
Node: u300a

expl std1h

SAMPLE
node u1301a
probeld fn5m12:-

date Oct 7 I
solvent CDCL3
ac env proton
file exp

ACQUISITION
sfrq 215.947
t" HI
at 2.303
np 30406
5w 6511.6
fb 4400
bs 1
tpwr 51
tpwrf 4095
pw 3.4
dl 0
tor 1913.1
nt 1
ct 16
alock n
gain not used

FLAGS
It n
in nI
dp y
hs nn

10

dn
dor
de
dma

wehzau
Iha
rfl
rfp
th
Ina
&t ph

9 8 7

04.50
22.85

S0,n * 0

H

7A

*1
-4

U
U
U

-4

6 5

N
N
N

-4

0

-0 ppm
af
0,



485-C8-32c

Username: jjparl
Node: u300a

expl stdlh

SAMPLE
node u300a
probeid fn5m129-

date Oct 7 II
solvent CDCL3
acqenv proton
file exp

ACQUISITION
sfrq 231.947
to Hi
at 2.303
np 30400
sw 6599.6
fb 4400

bs 16
tpwr 51
tpwrf 4095
pw 3.4
dl 0
tof 1913.3
nt 16
ct 16
alock n
gain not used

FLAGS

In n
dp y
hs nn

10

W NW~ N w@ Pn2 . in

DEC. & VT

9

N .-I SO NNP7W
IN .. 4U5 SOSOSOCO
I Ifl in ~ ~ ~' N

*NNNNNNN

a 7 6

88.72 7.76

N

-l

II I I 3
5 4 3 2 1

19.03

0

00

15L

I0 PP

-0 pp 0

' '' ' ' '



485-07-32M

Username: jjparl
Mode: u300a

exp3 stdlh

SAMPLE
uode m30@&
probald fn5m12:-

date Oct 7 go
solvent CDCL3
aglenv proton
f 1l* /srvl)7/bo*
*m*/jjparl/vnersys/-

data/485-D?-32N
ACQUISITION

sfrq 211.947
tn "I
at 2.303
lp 30400
sw 6519.6
fb 4400

tpwr 51tpwrf 405
pW 3.4
dl 0
tor 1113.1
nt 1
ct 1
alock n
gain not used

FLAOS
St n
In N
dp y
hs nn

DEC. & VT
da HI
dot 414.6

de. c
dm1 200
dpwr I
dpwrf 4635
temp 25.6

PROCESSING
lb 0.50
Wtftle
proc ft
fn 65535
math f
werr
wexp process -

protondata
Wnt

DISPLAY
sp -300.0

10 98 7 i "T " " I- - --- I -r o--I
108 76 5 4 3 2 1 -0 ppM

101.14 27. 30
60.26

U
*

U

NN

40
C0
C0

C0

:xzi



485-BS-32P

Username: jjpart
Node: u300a

exp3 std1h

SAMPLE
node u301g
probefd fn5mmk128:

date Oct 7 Is
solvent C&CLS
acqeny proton
ffile /srv9/how
me,/jj'parinry/

data/485*B1-32P
ACQUISITION

sfrq 203.147
tn "I
at 2.303
ap 30400
Sw 6531.
tb 4400
bs 10
tpwr 53
tpwrf 4095
pw 3.4
dl 0
tof
at
ct
alock
gain

It
in
dp
hs

N

'~1
DEC. & VT

dn HI
dor 414.0
d. mmdor letda C

dpvr 1
dpwrf 4835
temp 23.3

PROCESSING
lb 0.50
vtftle
proc ft/
fa 85531
math f

werr
wexp process-

whs proton data
wnt

DISPLAY
1913.-0.5"

1 .wP 3291.30
15v V9,3S

n .
not used wc

FLAGS hzmu
n Is N1l260hn r f 1
y p - 0

nin.. th 4
Ins 1.0 0
at ph

sc

in
, 3
N

In

-4

-J
II

8 7

87.80
7.26

g6 5 4 3 2 1 -0 ppM
12.01

55.41

O

0

10 9

-x
I

) .n



485-0S-32W

Username: jjparl
Node: U300a

expl stdlh

SAMPLE

n
not used

FLAGS
n

nnl

werr

wexp
q com
apra

wbs

wnt

WP
va
sc
wc
*hziuu

rfl
rrp
th
ins
at

DISPLAY

ph

N

N

'-4

82.51
1 - -TO

15.03

str

at
np,

fb
bs
tpwr
tpwrf
pw
dl
tor
fit
. t
alock
gain

I I
In
d P
hs

O,

O,

O

.~ - -



485-84-32X

Username: jjparl
Mode* u300a

exp3 std1h

SAMPLE DEC. VT

probeld fn5mm.120- dot 414.8
d . ongidate Oct 73t dim c

solvent CACL3 dot 209
aceny proton ipwr I
file /srve?/ho- dpw-t 461
me/jjpari/vnersys/~ temp 25.

dat/454-32 PROCESSING
ACQUISITION lb 6.50

sfrq 291.947 Wife
tn HI roc It
at 2.303 n 153
np 3140S mth
sw 6555.6

fb 4408 werr
bs 16 wexp process-
tpwr SS protondati
tpwrf 4095 wbs

pw 3.4 wnt
dl I DISPLAY
tof 1113.3 -30
nt I 2P

ct 1 8s
a lockt IIS
gain not used wc

FLAGS him 13.

nII Is i.97Ain n rrl 3j7
dp y rfp 0
hs nn, th I

BEC. & b VT
du H1

In
fb

8 7

38.66 12.63
50.82

6 5 41 3 2

85.53

1 -0 ppms

00

T13

-I0z

r

I'.,. I

10 9



485-012-32Z

Username: jjparl
Node: u300a

exp3 std1h

SAMPLE DEC. & VT
nod* M300a dn

poodfnSmm.129- dot 414.6probeid fn ma 120C

date Oct ? 1ggusolvent CDCL3 dot M
acgenv proton dpwr

ftle /srv@7/ho- e25.6N4N15
ine/jjparl vaersys/* ep2.

dat/48012-322 PROCESSI MO 0a ISITION0.50
strq 29.34? Wile 7
I n HIpoc11v tt
at 2.303 fn 0, V3 Itp 3140: math s W to W!

fb 44if..g
bs 16 wexp
tpwr 53 proto
tpwrf 495 wbs

pW 3.4 wnt
dl I DISPLAY
tof 1313. -30
nt18 p 32
ct 16 vs
alock " cc I
gain not used wc 

FL AG3S hm ~ 1
SIts n c 982

in ai to 31
dp y r
he nn .ttl

41

Opwr 1

U in

10 4 2 1 1J PPM
S. 3~21.1733.22 

17.82



542-CS-32am

Username: jjparl
Mode: u300a

exp3 stdlh

SAMPLE DEC. & VT
node 9309a in HI
probfud fn5m120- dot 414.9

date Oct 7 ra
solvent CACL3 dof us CFO 0
acq env proton dpwr 1file /srv67/ho- dpwrf 41 *0
me/jjpar t/vnursys/p tep 25.0 1. Ndat 542-CS-32aa PROCESSING

A .ISITION
strq 231.547 Wile L4
tn "I;o1V

t 2.303
fp 30401 math
sw 651.6
fb 4466wer Nrb1b. 16 wexp proc
tpwr 53 protondat
tpwrf 40935 ws
Pw 3.4 wnt
di I DISPLAY
tot 1313.3 sP -366.
"t IS Wp 3233.
ct 1 V, 14

aock ac ?
gain not used Wc 24

FLAGS 13.7
t2513

in n fl 313
dp y rfphM nn. athpr 1

71.66
73.40



428-02-32bb

Username: jjpari
Node: u300a

NNF..
.rso o A

expl stdlh

SANPLE . DEC. & VT

probeld fu5mm 126- dot :414

date Oct 7 da
solvent CBCL3 dat 2

cant proton dpwr
fil* exp dpwrft, 4
ACQUISITION temp .4 2

strq 21.94? PROCliNG
tn "I lb a 0.
at 2.303 wti 41np 340 proc
sW 651S.6 fa . K
fb 4485 math
bs 8
tPWr 51 werr

tpwrt 4015
Pw 3.4 wexp as - s

dI qcomplated rtor 1913.3 s proton_ptoon16
ct 11 bs ast
alock ~ a
gain not used wnt

FLAGS DISPLAY
In sp 3In n wp 2 1
dp y vs
hs no sc

we
.hamm 1
Is .
rtl 3
rfp
th
Ins 1
at ph

.4

10 9

8
83it
a

'5
13
7
8
i1

Ut'~UUv~
ONSNU* u~ m U N

N N N N N

r-

SI
N
N

'4

U
0
U

'-4

K
8 7,

84.71
4.32

6 5 4 3 2 1

22.3?
22 

1?

aL

1

C

C

0

0

C,

00

0
15L

PPM



428-CS-3211-32il

Username: jjparl
N*de: u300a

expl std1h -

nodeRone aA4'a s
probeld m 5  f 

date Vs
solvent CDCL3
acqeny proton d
f Il exP a wr

ACQUISIT ON t up
sfrq :gg.247 FAOCES D
to "I I 0
at 2.383 w fti e

tIP 30400 ac
sw 6551.6 5
fb 440 m th
bs IS
tpwr 51 w rr m ci
tpwrf 405 r5

3.4 w xp a ti
S q coc plate

tof 1913.6 s prl tonj t a
nt 1 s
ct 1 ws * a
alock a
gain n it used w t

FLAGS DISPL
it us _3
I I n a wIn n w
dp y v
hs nn a

wu 3
r 1 1
rp
tI 5p

tta 1

a 13h

uin "1
so No 1

.0

.3
35

0

75
0
.7
0

22
00

10 9 8 7
-2.55 -3.46 63.01

-5.50 0.g0 -8.23

N N I m V
.4 .3U F

N
N

N~1
N N / 0

711NH
?il C

U

C3

- 10 A 1

6 1 4 3 2 1 -0

16.1?
40.05 0.28

0

0

15L
C,

C,

PP C
wf

' '

OR P.-



428-810-32JJ

Usrname: JJ * * * * * mm
Mode: u300&

expl stdlh

SNPLE
node t300 dn
probald fn5m 120- dof 1

0 d.
date OCt 7 36 dam
solvent (DCL3 def

acqenv pioton dpwrfile exp dpwrf 4
ACQUISITI :1 temp 2

sfrq 2147 PRCES
tn H1 lb 0
at r
uip

tpwrfpwrf
dl
tor 1
nt
ct
alock
gain not

FLAGS

In
d p
hs

.303
0400
go.:
4400

16
5

4015
3.4

0513.

16
n

used

nnnl

wtf tle
roc

math

werr

wexp
q comp
sprot

vbs

wnt
0

sp
wp
vs
sc
wC
hzeme
is
rfl
rfp
th
Ins
at

"I
al

ate

s ,
ml

SPLi I,

Is

13

1
'

L.1

* N

1
.0
na
c

so
1
95
.0

50

ft

e
or
sc
as,

C

ta

.0
.3
01
0

40
75
13

00

NN

N

0

Nj N

1.

'I
V

U

I.

xx

L~i

U
N
N

I-I

-C

CD

C,

0

C0

C0

0

C,,

0'
(f~
0
(JI

00

0,
-P

~0
~0

0

0,

0,
(f~
0

~0~
a

V
SI
a

a

1.5? s.5S sa.es
1.78 58.34 -4.20

6 5 4 3

74.30

2 1 -0.

43.1

ppm

- 040 1 Im 0 - m , -A W "

I I I - I - I . I I I I I . . . . . I . I . I i . .

Sh



Z~ I 'Nc-lw'

'1
-. J 4,. Irc

71

Cf
JI f *1

CI
~1~jk] I.I

0
0

,, 0

(f~

-<

C) -~

:J~::u (Ji

~0
~0

0

(f~
0

4~.

~ ~Ifr.
II

I



428-DS-13c

Username: jjparl
Mode: u300a

expS std1h

SAMPLE DEC. & VT
node u300a dn HI
probeld fn5mm 120- dof 414.0

U dm nnn
date Oct 4 5: dms c
solvent CDCL3 dif 200
acqenv proton dpwr 1
file /srvo7/ho dpwrf 4095
me/jjparivnmrsys/- temp 25.0

data/428-DS-13c PROCESSING
ACQUISITION lb 0.50

srrq 251.547 wtfile
tn HI proc ft
at 2.303 fn 65536
uP 30400 math f
sw 6531.6
fb 4400 werr
bs 1: wexp process.-
tpwr 5 proton data
tpwrf 4095 wbs
Pw 3.4 wnt
dl 0 DISPLAY
tof 1913.1 sp -300.0
nt 16 wP 3211.3
ct 1 vs 406
alock n sc 0
gain not used wC 240

FLAGS hz7- 13.75
1l . is 5760.41
in n rfl 313.7
dp y rip 0
hs nn ,th 5

Ins 1.000
al ph

27c

'

U'

N

U'

N

V

T - T IT .T-ri I -~- -- I I T T
-- -T -T I -- TT 1-1 -- r- -I - I --10987 6 54 32 1-0 PPM

46.66 24. 57 ala
7.62 70.3724.82



485-81-13e

Username: jjparl
Node: u300a

exp5 std1h

node SMPLE u310a dn DEC. VT HIprobeld fn5m 123* dof 414.1
date Oct 4 16 dun csolvent CDCL3 der 200ac env proton dpwr 1

* /srv7,/how dpwrf 4035me/JJparlivnersys/* temp 25.0data/485-B1-13e PROCESSING
ACQUISITION lb 0.50sfrq 291.94? wtiIle

HnII ;roc ft2.303 n 65536p 36400 math
5w 6533.6
Tb 4400 werr
be 16 wexp process-.tpwr 55 proton datatpwrT 4635 wbspw 3.4 wnt
di 0 DISPLAY_to113. sp -300.0nt 16 wP 3295.3c t I6 vs 105alock n sc 0gain not used wc 240FLAGS hzma 13.75g n Is 1288.66In n "fl 313.7d P y rfp 6hs nn . th 3

Ins 1.000
al ph

C11

00

27e

U
N
LI'

0

C

4 . N C )2 1 ...

1 43
ia8 7 

r Opi
4.4 

9 82.15 0.1 - -

15.310.6

IN
1 N

INU

/



428-AS-13g

Username: jjparI
Node: u300a

exp5 std1h

SAMPLE DEC. & VT
node u300a do H 0
probeld fn5m12 - dat 414.6

: d. "fn Ndate Oct 4 16 dSa
solvent CDCL3 dof 206
acqenw proton dpwr 1
fil /srv07/ho- dpwrf 405

per1/vn6rsys/ t7
ta/428-A8-13g POESM2

ACQUISITION lb 0.50
sfrq 295.947 W ile
tn proc ft
at 2.303 fn 65531
ip 30400 math f

sw 6553.6
fb 446g werr
bs 16 wexp process
tpwr 55 protondata
tpwrf 409 w s
Pw 3.4 wnt
dl DISPLAY
tor 1513.5 up -360.0
nt 18 wp 3255.3 G
ct 16 vs 82
alock n sc
gain not used wc 240

FLAGS hzm 13.75
I n I a53.64
In n rrl 313.7
dp y tp
hs nnth 5

ins 1.000
aI ph

de 2a 00

Inca . In

dpwr1

10 98 76 54 3 2 0PPM
7.72 4.35 4.37 8.35 95.854.00 3.71 12.93 8.36 1.06



428-C2-13h

Username: jjparl
Node: u300a

expS std1h

SAMPLE DEC. & VT
node u300a dn Hi
probeld fn5m_12:- dof 414.0

U d. no
date Oct 4 16 dam c
solvent CDCL3 def 200
acqenv proton dpwr 1
file /srve?/ho- dpwrf 4015
me/jjpar/vimrsys/8 temp 25.0

data/428-C2-13h PROCESSING
ACQUISITION lb 0.50

sfrq 221.947 wtfile
tn HI proc ft
at 2.303 fn 65536
rip 30400 math f
sw 6511.6
fb 4400 werr
bs 18 wexp process-
tpwr 55 proton dati
tpwrf 40:5 wbs
pw 3.4 wnt
d1 0 DISPLAY
tof 1113.3 sp -300.0
nt 16 wp 3219.3
ct 16 vs a2
alock n sc 0
gain not used wc . E

FLAGS hzma to
It n Is 16 3
In n rfl 31 F,
dp y rFp 0
hs n th J3

Ins 0
at ph

27h

N

-4

9 8 7

19.89g 7.52
17.84

6 5 4 3 2 1 -0 ppenm
23.44 12.05

22.83 43.27

NM

10
T-r-1-f
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