
J. Am. Chem. Soc., 1997, 119(21), 4874-4881, DOI:10.1021/ja963462e

Terms & Conditions
Electronic Supporting Information files are available without a subscription to ACS Web Editions. The American Chemical
Society holds a copyright ownership interest in any copyrightable Supporting Information. Files available from the ACS
website may be downloaded for personal use only. Users are not otherwise permitted to reproduce, republish,
redistribute, or sell any Supporting Information from the ACS website, either in whole or in part, in either machine-
readable form or any other form without permission from the American Chemical Society. For permission to reproduce,
republish and redistribute this material, requesters must process their own requests via the RightsLink permission
system. Information about how to use the RightsLink permission system can be found at
http://pubs.acs.org/page/copyright/permissions.html

Copyright © 1997 American Chemical Society

http://dx.doi.org/10.1021/issn.0002-7863
http://dx.doi.org/10.1021/ja963462e
http://pubs.acs.org/page/copyright/permissions.html
http://pubs.acs.org/


v i / American onemicai zociety J. Am. k-nem. oc. v i it rage+s / r iynn 3uppiemental rage i

Chemical Library Purification Strategies Based on Principles of Complementary
Molecular Reactivity and Molecular Recognition

Daniel L. Flynn,a* Joyce Z. Crich,b Rajesh V. Devraj,a Susan L. Hockerman,b John J. Parlow,a
Michael S. South,a and Scott Woodardo
Section of Parallel Medicinal and Combinatorial Chemistry, Searle Discovery Research: a800 N.
Lindbergh Blvd, St. Louis, MO 63167; b4901 Searle Parkway, Skokie, IL 60077;
cPlant Protection, Ceregen: 800 N. Lindbergh Blvd, St. Louis, MO 63167.

Supplementary Material
General Procedure I (for compounds 10-11):

Benzanilide (11a). 19.6 mg, 99.5%. 1H NMR (CDC13, 400MHz): 8 7.90 (m, 3H), 7.65 (d, J
= 7.6 Hz, 2H), 7.55 (m, 1H), 7.48 (t, J = 7.4 Hz, 2H), 7.37 (t, J = 8.0 Hz, 2H), 7.16 (t, J = 7.4
Hz, 1H); 13C NMR (CDCl3, 125MHz): 8 165.7, 137.9, 135.0, 131.8, 129.1, 128.8, 127.0,
124.6, 120.2; HRMS m/z 197.0833 (C13HIIN1O1 requires 197.0840); HPLC purity (retention
time): 97.8% (12.1 min).
Acetanilide (1lb). 7.8 mg, 57.8%. 1H NMR (CDC13, 400MHz): 8 7.49 (d, J = 7.9 Hz, 2H),
7.36 (bs, 1H), 7.31 (t, J = 7.9 Hz, 2H), 7.10 (t, J = 7.4 Hz, 2H), 2.17 (s, 3H); 13C NMR
(CDC13, 75MHz): 8 168.6, 137.9, 128.9, 124.2, 119.9; HRMS m/z 135.0687 (C8H 9N1O
requires 135.0685); HPLC purity (retention time): 97.9% (5.4 min).
N-Benzyl-N'-phenyl urea (10c). 24.6 mg, 100%. 1H NMR (CD 30D, 400MHz): 8 7.35 (m,
6H), 7.25 (m, 2H), 6.97 (t, J = 7.5 Hz, 1H), 4.38 (s, 2H); 13C NMR (CD 30D, 125MHz): 8
158.3, 141.0, 140.9, 129.8, 129.5, 128.3, 128.1, 123.5, 120.3, 44.6; HRMS m/z 226.1125
(C14H14N20 1 requires 226.1106); HPLC purity (retention time): 97.8% (11.6 min).
N-Iso-propyl-N'-phenyl urea (10d). 8.9 mg, 50%. 1H NMR (CDC13, 400MHz): 6 7.29
(m, 5H), 7.06 (m, 1H), 6.53 (bs, 1H), 3.99 (sept, J = 6.5 Hz, 1H), 1.16 (d, J = 6.5 Hz, 6H);
13C NMR (CDC13, 75MHz): 8 155.9, 139.3, 129.7, 123.9, 121.2, 42.6, 23.7. HRMS m/z
178.1104 (CloH14N20, requires 178.1106); HPLC purity (retention time): 98.6% (7.7 min).
N-Benzyl benzamide (11g). 23.0 mg, 100%. 1H NMR (CDC13, 400MHz): 8 7.78 (d, J =
7.0 Hz, 2H), 7.49 (m, 1H), 7.43 (m, 2H), 7.35 (d, J = 4.4 Hz, 4H), 7.28 (m, 1H), 6.42 ( bs,
1H), 4.65 (d, J= 5.6 Hz, 2H); 13C NMR (CDC13, 125MHz): 8 167.3, 138.2, 134.4, 131.5,
128.8, 128.6, 127.9, 127.6, 127.0, 44.2; HRMS m/z 211.0999 (C14H13N10 1 requires
211.0997); HPLC purity (retention time): 98.1% (11.4 min).
N-Benzyl-N'-iso-propyl urea (10h). 20.0 mg, 100%. 1H NMR (CDC13, 400MHz): 6 7.32
- 7.23 (cb, SH), 4.90 (bs, 1H), 4.46 (bd, J = 7.3 Hz, 1H), 4.31 (d, J = 5.8 Hz, 2H), 3.84 (sept,
J = 6.5 Hz, 1H), 1.10 (d, J = 6.5 Hz, 6H); 13C NMR (CDC13, 125MHz): 8 157.7, 139.4, 128.6,
127.5, 127.2, 44.5, 42.2, 23.4; HRMS m/z 192.1261 (C11HI 6N 201 requires 192.1263); HPLC
purity (retention time): 94.8% (7.3 min).
N, N-Dibenzyl benzamide (11j). 32.0 mg, 100%. 1H NMR (CDC13 , 400MHz): 8 7.50 (m,
2H), 7.39 - 7.27 (cb, 11H), 7.14 (m, 2H), 4.70 (s, 2H), 4.40 (s, 2H); 13C NMR (CDC13,
125MHz): 8 172.2, 137.0, 136.5, 136.2, 129.6, 128.8, 128.7, 128.5, 128.4, 127.6, 127.5,
127.0, 126.7, 51.6, 46.9; HRMS m/z 301.1471 (C2 1H19N10 1 requires 301.1467); HPLC purity
(retention time): 97.7% (20.0 min).

N-Dibenzyl-N'-iso-propyl urea (10k). 30.3 mg, 100%. 1H NMR (CDC13, 400MHz): 8
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7.35 - 7.22 (cb, 1OH), 4.47 (s, 4H), 4.13 (d, J = 7.3 Hz, 1H), 3.97 (m, 1H), 1.03 (d, J = 6.5
Hz, 6H); 13C NMR (CDC13 , 125MHz): 8 157.9, 137.8, 128.7, 127.4, 127.3, 50.2, 42.7, 23.3;
HRMS m/z 282.1729 (C18 H22N20 1 requires 282.1732); HPLC purity (retention time): 98.6%
(17.4 min).

General Procedure II (for compounds 12-13):
N-Phenyl p-toluenesulfonamide (13e). 24.9 mg, 100%. IH NMR (CDC13, 400MHz): 8
7.68 (d, J = 8.3 Hz, 2H), 7.22 (m, 4H), 7.09 (m, 3H), 6.97 (s, 1H), 2.37 (s, 3H); 13C NMR
(CDC13, 125MHz): 8 143.8, 136.6, 136.1, 129.6, 129.3, 127.3, 125.3, 121.5, 21.5; HRMS
m/z 247.0661 (C13H13NI0 2SI requires 247.0667); HPLC purity (retention time): 98.3% (13.5
min).

O-Ethyl N-phenyl carbamate (12f). 15.8 mg, 95.8%. 'H NMR (CDC13, 400MHz): 8 7.34
(d, J = 7.0 Hz, 2H), 7.30 (t, J = 6.9 Hz, 2H), 7.05 (t, J = 6.7 Hz, 1H), 6.60 (bs, 1H), 4.22 (q, J
= 7.1 Hz, 2H), 1.31 (t, J = 7.1 Hz, 3H); 13C NMR (CDC13, 125MHz): 8 150.1, 138.0, 129.0,
123.3, 118.7, 61.2, 14.6; HRMS m/z 165.0789 (C 9H,,N10 2 requires 165.0790); HPLC purity
(retention time): 99.7% (9.9 min).
N-Benzyl p-toluenesulfonamide (13i). 24.5 mg, 93.9%. 1H NMR (CDCl 3, 400MHz): 8
7.76 (d, J= 8.3 Hz, 2H), 7.31 - 7.25 (m, 5H), 7.19 (m, 2H), 4.73 (bt, J= 6.2 Hz, 1H), 4.12 (d,
J = 6.2 Hz, 2H), 2.43 (s, 3H); 13C NMR (CDC13, 125MHz): 8 143.5, 136.9, 136.3, 129.7,
128.7, 127.9, 127.8, 127.2, 47.3, 21.5; HRMS m/z 261.0829 (C14Hi 5 NI0 2S1 requires
261.0824); HPLC purity (retention time): 97.7% (14.3 min).
N-Dibenzyl p-toluenesulfonamide (131). 31.1 mg, 88.6%. IH NMR (CDCl 3, 400MHz): 8
7.74 (d, J = 6.5 Hz, 2H), 7.30 (d, J = 4.6 Hz, 2H), 7.22 (m, 6H), 7.06 (m, 4H), 4.32 (s, 4H),
2.45 (s, 3H); 13C NMR (CDC13, 125MHz): 8 143.2, 137.8, 135.7, 129.7, 128.6, 128.4, 127.6,
127.3, 50.5, 21.5; HRMS m/z 351.1317 (C2 1H2 1N,0 2 S, requires 351.1293); HPLC purity
(retention time): 99.1% (21.8 min).

Moffatt oxidation.
Phenylmethyl [3 -[[( 4 -methylphenyl)sulfonyl](2-methylpropyl)amino]-2-oxo-1S-
(phenylmethyl)propyl]carbamate (27a). 48% mass yield; 1H NMR (CDCl 3, 300 MHz): 8
7.62 (d, J = 8 Hz, 2H), 7.40-7.21 (cb, 10H), 7.15 (m, 2H), 5.21 (d, J = 7 Hz, 1H), 5.08 (s,
2H), 4.56 (q, J = 7 Hz, 1H), 4.18 (d, J = 19 Hz, 1H), 3.95 (d, J = 19 Hz, 1H), 3.05 (dd, J =
14,7 Hz, 1H), 3.00-2.80 (cb, 3H), 2.41 (s, 3H), 1.60 (m, 1H), 0.80 (d, J = 7 Hz, 6H); 13C

NMR (CDC13, 75 MHz): 8 204.5, 178, 162, 156, 144, 136, 129.9, 129.7, 129.4, 129.1, 128.8,
128.6, 128.0, 127.8, 68, 59, 57, 55.6, 38, 27.2, 20.4; HRMS m/z 523.2263 (C29H35N20 5SI
requires 523.2267); HPLC Purity (retention time): 91.8% (21.5 min).

N-(2-methylpropyl)-N-[2-oxo-3-[phenylcarbonyl)amino]-1S-
(phenylmethyl)propyl]benzenepropanamide (27b). 80% mass yield; 'H NMR (CDC13,
300 MHz): 8 7.72 (d, J = 8 Hz, 2H), 7.54-7.12 (cb, 13H), 6.95 (d, J = 7 Hz, 1H), 5.00 (q, J = 7
Hz, 1H), 4.25 (d, J = 19 Hz, 1H), 4.10 (d, J = 19 Hz, 1H), 3.34 (dd, J = 14,7 Hz, 1 H), 3.15
(dd, J = 14,7 Hz, 1H), 3.10-2.87 (cb, 5H), 2.69-2.63 (cb, 1H), 1.72 (m, 1H), 0.86 (d, J = 7
Hz, 6H); 13C NMR (CDC13, 75 MHz): 8 204.1, 173.3, 167.7, 141.7, 137.0, 134.1, 132.3,
129.9, 129.7, 129.6, 129.2, 129.1, 129.0, 128.9, 127.5, 58.5, 57.2, 54.8, 41.5, 37.5, 35.2,
31.8, 28.4, 20.4; HRMS n/z 470.2537 (C30H34N20 3 requires 470.2569); HPLC Purity
(retention time): 86.7% ( 17.3 min.).
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4-Methyl-N-[3- [[(4-methylphenyl)sulfonyl] amino] -2-oxo-3S-
(phenylmethyl)propyl]-N-(2-methylpropyl)benzenesulfonamide (27c). 92% mass
yield; IH NMR (CDC13, 300 MHz): 8 7.63 (d, J = 8 Hz, 2H), 7.52 (d, J = 8 Hz, 2H), 7.40-7.15
(cb, 7H), 6.98 (m, 2H), 5.51 (d, J = 7 Hz, 1H), 4.31 (d, J = 19 Hz, 1H), 4.14 (d, J = 19 Hz,
1H), 3.98 (q, J = 7 Hz, 1H), 2.97 (dd, J = 14,7 Hz, 1H), 2.92-2.77 (cb, 3H), 2.43 (s, 3H),
2.41 (s, 3H), 1.57 (m, 1H), 0.80 (d, J = 7 Hz, 3H), 0.78 (d, J = 7 Hz, 3H); 13C NMR (CDC13,
75 MHz): 8 204.6, 145, 144.3), 138, 137.5, 136, 130.8, 130.4, 130.1, 129.9, 128.4, 128.3,
128.0, 61.5, 56.9, 55.5, 38.7, 27.6, 22.0, 20.9; HRMS m/z 543.1995 (C28H35N20 5S2 requires
543.1987); HPLC Purity (retention time): 70.4% (20.7 min).

N-[3-[[(4-methylphenyl)sulfonyl](2-methylpropyl)amino]-2-oxo-1S-
(phenylmethyl)propyl]benzenepropanamide (27d). 61% mass yield; 1H NMR (CDCl 3,
300 MHz): 8 7.63 (d, J = 8.0 Hz, 2H), 7.33-7.13 (cb, 10H), 7.09 (dd, J = 8,2 Hz, 2H), 5.96 (d,
J = 7 Hz, 1H), 4.75 (q, J = 7, 1H), 4.11 ( d, J = 19 Hz, 1H), 3.91 (d, J = 19 Hz, 1H), 3.00 (dd,
J = 14,7 Hz, 1H), 2.95-2.80 (cb, 5H), 2.48 (dt, J = 15,7 Hz, 1H), 2.45 (dt, J = 15,7 Hz, 1H),
2.42 (s, 3H), 1.57 (m, 1H), 0.79 (d, J = 7 Hz, 6H); 13C NMR (CDC13 , 75 MHz): 8 204.1,
172.5, 143.8, 140.9, 137.2, 136.21, 129.9, 129.7, 129.4, 129.1, 128.8, 128.0, 127.8, 126.8,
57.1, 56.5, 55.8, 38.4, 37.6, 31.8, 27.2, 22.1, 20.4; HRMS m/z 521.2456 (C30 H3 7 N2 0 4 S I
requires 521.2474); HPLC Purity (retention time): 92.7% (20.2 min).

N-[3-acetylamino)-2-oxo-3S-(phenylmethyl)propyl]-N-(2-
methylpropyl]benzenepropanamide (27e). 79% mass yield; 1H NMR (CDC13, 300 MHz,
rotamers reported as major/minor components) 8 7.37-7.10 (cb,10H), 6.15 (m, 1H), 4.78 (q, J =
7 Hz, 1H), 4.08/4.17 (d, J = 19, 11), 3.93/4.03 (d, J = 19 Hz, 1H), 3.13/3.21 (dd, J = 14,7 Hz,
1H), 3.07-2.79 (cb, 5H), 2.56-2.37 (cb, 2H), 2.12/1.96 (s, 3H), 1.72 (m, 1H), 0.91/0.87 (d, J
= 7 Hz, 3H), 0.89/0.83 (d, J = 7 Hz, 3H); 13C NMR (CDC13, 75 MHz): 8 204.6, 173.5, 172.1,
141.5, 137.3, 130.3, 129.6, 129.5, 129.3, 128.0, 127.2, 58.5, 58.2, 55.0, 38.8, 37.9, 32.3,
28.8, 22.0, 20.9; HRMS m/z 408.2402 (C25H 32N20 3 requires 408.2413); HPLC Purity
(retention time): 81.9% (11.0 min).

Ethyl[3-[[(4-methylphenyl)sulfonyl] (2-methylpropyl)amino] -2-oxo- iS-
(phenylmethyl)propyl]carbamate (27f). 58% mass yield; 'H NMR (CDCl 3, 300 MHz): 8
7.63 (d, J = 8 Hz, 2H), 7.36-7.23 (cd, 5H), 7.18 (dd, J = 8,2 Hz, 2H), 5.14 (d, J = 7 Hz, 1H),
4.53 (q, J = 7 Hz, 1H), 4.20 (d, J = 19 Hz, 1 H), 4.09 (q, J = 7 Hz, 2H), 3.97 (d, J = 19 Hz,
1H), 3.04 (dd, J = 14, 7 Hz, 1H), 2.98-2.82 (cd, 3H), 2.42 (s, 3H), 1.58 m, 1H), 1.23 (t, J = 7
Hz, 3H), 0.81 (d, J = 7 Hz, 6H); 13C NMR (CDCl 3, 75 MHz): 8 203.9, 156, 143, 136.5,
135.6,129.4, 129.2, 128.9, 127.4, 127.3, 61.4, 58.1, 55.8, 55.1, 37.4, 26.7, 21.5, 19.9, 14.5;
HRMS m/z 461.2107 (C24H33N2 0 5 SI requires 461.2110); HPLC Purity (retention time): 90.5%
(18.1 min).

Utilization of Product Quench- and Reactant Sequestering- CSR Polymers:
Reaction of Grignard reactants with carbonyl compounds.
1-Phenyl-3-butene-1-ol (36a). 90% mass yield; 1H NMR (CDC13): 8 2.06 (d,1H), 2.56
(m,2H), 4.78 (m,1H), 5.20 (m,2H), 5.85 (m,1H), 7.33 (m,5H); HRMS m/z 148.0866
(CloH1201 requires 148.0888); GC/MS Purity (retention time): >99% (3.30 min).

1-(1-Naphthyl)-3-butene-1-ol (36b). 99% mass yield; 1H NMR (CDCl3): 6 2.40 (s,1H),
2.67 (m,1H), 2.78 (m,1H), 5.24 (m,2H), 5.47 (m,1H), 5.96 (m,1H), 7.55 (m,3H), 7.71



(m,lH), 7.84 (m,1H), 7.94 (m,1H), 8.11 (m,1H); HRMS m/z 198.1046 (C 14H1 40 1 requires
198.1044); GC/MS Purity (retention time): 97% (6.54 min).

1-(3-Methoxyphenyl)-3-butene-1-ol (36c). 96% mass yield; 1H NMR (CDCl 3): 8 2.18
(m,1H), 2.53 (m,2H), 3.85 (s,3H), 4.74 (m,1H), 5.19 (m,2H), 5.83 (m,1H), 6.84 (dd,1H),
6.95 (m,2H), 7.29 (t,1H); HRMS m/z 178.0986 (C11H 240 2 requires 178.0993); GC/MS Purity
(retention time): 96% (4.75 min).

1-Phenyl-3-butene-1-ol (36d). 94% mass yield; 1H NMR (CDC13): 8 1.81 (m,3H), 2.24
(m,1H), 2.36 (m,1H), 2.77 (m,2H), 3.72 (bd,1H), 5.17 (d,1H4), 5.21 (d,1H), 5.86 (m,1H),
7.27 (m,5H). HRMS m/z 176.1194 (C12H160 1 requires 176.1201); GC/MS Purity (retention
time): 95% (4.53 min).

1-(6-Methyl-2-pyridyl)-3-butene-1-ol (36e). 99% mass yield; 1H NMR (CDCl 3): 8
2.55 (m,2H), 2.63 (s,3H), 4.85 (m,1H), 5.10 (m,2H), 5.88 (m,lH), 7.14 (m,2H), 7.66 (t,1H);
HRMS m/z 163.0984 (CloH 13NO1 requires 163.0970); GC/MS Purity (retention time): 99% (
5.53 min).

1-(5-Methyl-2-furyl)-3-butene-1-ol (36f). 88% mass yield; HRMS m/z 152.0838
(C9HI2N10 2 requires 152.0837); GC/MS Purity (retention time): >99% (2.75 min).

Utilization of Product Quench- and Reactant Sequestering- CSR Polymers:
Reaction of n-butyllithium reactions with carbonyl compounds.

2-Methyl-4-octanol (36g). No mass yield was obtained due to volatility; EIMS M/z: 87, 69;
GC/MS Purity (retention time): 88% ( 2.25 min).

1-Phenyl-1-pentanol (36h). 97% mass yield; 'H NMR (CDCl 3): 8 0.93 (t,3H), 1.39
(m,4H), 1.78 (m,2H), 2.00 (bs,1H), 4.69 (t,1H), 7.33 (m,5H); HRMS m/z 164.1200
(CIIHI60 1 requires 164.1201); GC/MS Purity (retention time): 97% ( 3.99 min).

1-(1-Naphthyl)-1-pentanol (36i). 94% mass yield; 1H NMR (CDCl 3): 8 0.96 (t,3H), 1.43
(m,4H), 1.97 (m,2H), 2.18 (bs,1H), 5.48 (t,1H), 7.56 (m,3H), 766 (d,1H), 7.70 (d,1H), 7.93
(d,lH), 8.15 (d,1H); HRMS m/z 214.1363 (C15 H 8 01 requires 214.1357); GC/MS Purity
(retention time): 97% (7.09 min).

1-(3-Methoxyphenyl)-1-pentanol (36j). 88% mass yield; IH NMR (CDCL3): 8 0.92
(t,3H), 1.33 (m,4H), 1.76 (m,2H), 2.20 (bs,1H), 3.83 (s,3H), 4.64 (t,1H), 6.82 (m,1H), 6.94
(m,2H), 7.28 (t,1H); HRMS m/z 194.1305 (C 12H1 8 0 2 requires 194.1306); GC/MS Purity
(retention time): 93% (5.42 min).

1-Phenyl-3-heptanol (36k). 94% mass yield; 'H NMR (CDC13): 8 0.97 (t,3H), 1.43
(m,6H), 1.81 (m,2H), 2.74 (m,3H), 3.67 (m,1H), 7.29 (m,5H); HRMS m/z 192.1511
(C13H2001 requires 192.1514); GC/MS Purity (retention time): >99% ( 5.22 min).

1-(6-Methyl-2-pyridyl)-1-pentanol (361). 90% mass yield; 1H NMR (CDC13 ): 8 0.92
(t,3H), 1.39 (m,4H), 1.67 (m,1H), 1.81 (m,1H), 2.57 (s,3H), 4.72 (m,1H), 7.05 (d,2H), 7.60

I I I U X uy J. -xxx- xx xxx- u - v x x ' x ' - x xYx-x uFFx xxx -L"x x "E, -



I:;,:;, /-~11C1 '"M1111RcIIrIId 1 3UUdrL J. I-x11. ' kiii.3uL. V 11I:; ragr7'-tOI-t rIYIuI OUPP1IU11~1Ld1 rager -)

(t,1H); HRMS m/z 179.1300 (C1 1H17NIO requires 179.1283); GC/MS Purity (retention time):
78% (4.41 min).

1-(5-Methyl-2-furyl)-1-pentanol (36m). 89% mass yield; IH NMR (CDC13): 8 0.93
(t,3H), 1.37 (m,4H), 1.84 (m,2H), 2.30 (s,3H), 4.62 (t,1H), 5.92 (m,1H), 6.11 (m,1H); HRMS
m/z 168.1145 (CloH 160 2 requires 168.1150); GC/MS Purity (retention time): >99% ( 3.41 min).
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1 ppy



Compound 10d

A65400 CRICH 8919-30-4
VR-4CO FULLY 4UTCMATED Ih
SfTPS r!L.:356042 SKI4 

O

Z(9 PJ'.5E SEGUEACE: STMI
DATE 07-28-94
SOLVENT CCCLJ
F:LE 465400

ACOtJISITICN CEC. £ VT
TN 1.700 ON 1.700
SW 6997.9 Co a
At 4.573 ON m*
NP 64000 DLP 20
P. 10.7 Im N

01 0 PQOCESSING
02 0 SE 1.061

To cO.o L 0.300
NT 126 FN 65536
CT 128 MATH F
TEvPW~
PW90 2.S CISPLAY

AL3C g P 7

S.N w 3 g.5
It. N S .200

H SC
OP 7 )C 400
"S MN 3
ALOCX R$ 776.6

TN
INS 1.000
DO

974 3 2 j 'pidg M

:C7 SCALE - 99.99 HZ/CM

T,
0
0

-t

cf~
C



Compound 13e

XR-400

4336 CRICH 8I9-37-1

tM-400 FULY AUTONATED IK
ITAPE FILLS%44/05Kl4

.xPt PILSE SEQUENCE: ST0th
4T1 07-25-96

CLVENT cDCL
ILE A"5330

AUISITION DEC. 8 VT
1.700 CM1.700

f 4.573 ON **M
64000 LP 20

I 10.1 HOM
* 0

0 PROCISSIN8
0 St 1.06S

60..0 LI 0.300
129 FM 6SS36
126 MATH F

NP 26.0
0 27.5 DISPLAY

1 SoP *00.0
0 MP 3999.5

K Vs 200
N SC 0
V MC 400

N4 is 54
CK S FL 778.6

IN 25.0 FIFP 0
114 4
INS 1.000
DC

0

)T SCALE = 99.99 HZ/CM



Compound 12f

(R-400

"5427 CRICH 6919-37-6
01-400 FILLY MuTOMATED IN
WAE FILE-sS4043/DsMs O

IP9 PLSE SEoANCE: STDIH O
4TE 07-29-96
LVENT COCL3

Ut AS5427

'CMISETIO DEC. G VT
I 1.700 DM S.700

1 6997.9 DO 0
4.573 Om NNN
64000 "LP 20

S0.7 HOM0 N
0

0 PROCESSIM
0 St 1.061

0,0 LU 0.300

128 FN 6536
128 MATH F

4 26.0
3o 27.3 DiOsPLAY

16 SP -100.0
0 26399.

N VS 00
0 SC 0

Y wC 400
144 IS 50

3CK S Fit 77G.6
IN 25.0 RFP 0

TH 4
01S 1000
0C

, I - I . .

2 1 (5



IY I:;:, "illutcll %'Illlllllual 13uulrL J. Mdli. %-llrall. auu. v I I:;, ragr'-tOI'-t riyiui 03 PUpp L01 radgr I/-

VXR-.400

POOR QUALITY ORIGINAL

A43.11 CrIH 6919-30-3
tM-400 ULLY AUTOMAED TH

STOP! Ll.: SS034,JSKI1I

"0X9 WULSE 3EQUt1C2 ST1H
DATE 08-19-98
SCLIE4T CC.3
.,LE AS433.:

ACOUTSITION CEC. 5 VT
TN 1.700 CN 1.700
SW 6997.9 00 0

AT 4.573 CM N4w

Mp 84000 oCLP 20
P' 10.7 M 4

81 0

01 0 PROCESSING
02 0 Se 1.381
TO 806.0 La 0.300

6? 126 94 5538
CT 128 4AT1M
TEM 25.0

.490 27.5 OTSPLAY
3S 18 SP -1oo.0
SS 0 4P 39.5
rL H vS 200
TN N SC 0

P Y C 400
is HK 13 i.

A.UCK S APWL 776.:
iPEN 25.0 ;PP 0

T M 4

INS 1.300
cc

0

'46' 9

~LCT SCA'...E = 999 '/CM

4 3 1 0 PPM

Compound 11g



v i / American onemicai 3ociety j. Am. k-nem. zoc. v i i! rages i r iynn 3uppiemental rage ii

^ POOR QUALITY ORIGINAL Compound 10h

A54281 CRICH 6910-30-4
v=-400 Futt.Y AuTOAM L4

STAf :4L assO34/5Kl11 O

EPIM PutSE sauENC: 5staINCAT 05-15-q6

SCI.VENT CC_.

f, I_- Ad4281

Ac~lszzam DC. G VT

P 10.7 1-P

01 001 (1 PACCS2IN
02 0 S1 1.011
To 600.0 Ls 0.300

NT las P 5
CT *12 MATH F

T'EM 25.0
P4490 27.5 DISPLAY
as is SP -100.0

SS 0 W 391.!
Il. N vs 200
I N SC
P y lI 400

&L. C K S P$). 77 .6
3PIN 23.0 A" 01

T14 
4

INS 1.000
OC

A
:OcT SCALE = 99.99 NZ/CM

A AJ-A

4 3 .I0 Pm

I -, , . , , ! , , . . . . : I I I I . . . . . . . . . . . . . I . . I I I I I I . I I I I a . I . . I I I I T I I I I . . . . I . . I . I I I

-f 
f-

9 a 8
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VXR-400 Compound 131

A65337 CRICH 6919-37-9
VX-400 Ft.LY AUTOMATED IN
STAPE FILE:SS6042/DSK14

EXP9 PULS9 SEQUENCE STDIN
DATE 07-25-6
SOLVENr CCCL3
FILE A65337

ACOUISITION CEC. a VT
TN 1.700 ON 1.700
SW 6997.9 DO 0
AT 4.573 ON NN
NP 64000 DIP 20
PZ 10.7 HONO N
P1 0
01 0 PROCESSINs
02 0 SE 1.061
TO 600.0 LB 0.300
NT 126 FN 05536
CT 12 14ATH F
ToP 26.0
Pw90 27.9 DISPLAY
as 16 SP -100.0
9S 0 WP 366.5
II. N VS 200
IN N SC 0
DP V WC 400
MS NN is 56
AtMCK 5 A. 776.6
SPIN 25.0 tFP

TH 4
INS 1.000

DC

j~
LIII! IjILLIB * 111*111

9 8

.,0
S,

6 4 3 2 1 0PPI

PLOT SCALE - 99.99 HZ/CM

...I I



IYI -illillucll %'Illlllllual 13uulL J. Mdl. 'lall. auLu. v I I:;, radg.-tOI'-t rIYIuI k3UPPlraflralLcI radgr I-

VXR-400
Compound 11)

A44282 CATCH 5915-30-9
02-400 -AL.Y AUTOMATEC IN

STAPE *IL:338034/0SK1

EXPS PULSE SCOUENCE: STMIN
DATE 05-18-6
SCLVNT CZCL2
FI.L! 484252

ACOUISITICN DEC. 4 VT
TN 1.700 ON 1.700

SW G97.9 00 0
AT 4.573 ON HNE
P 64000 DLP 20

P9 10.7 HON4 M
P1 0

01 0 POCOSSINB
02 0 St 1.061

To eOq.e Ls 0.00
"r t2 FN 4ss3s
CT 12 MA14TH F
TEMP 28.0
PW90 27.0 DISPLAY

S 1S SP -00.0
S 0 .p 3991.5

It. N VS 300

IN N SC 0
ap y dC 400

HS N IS $2
ALOCK S AFL 771.5
PN 25.0 SP 0

TH 4
OHS 1.000
DC

2LCT SCALE - 99.99 HZ/CM

0

' A
J

6 4 30 PPM



IYI -illlludll '.IlIIrdlla 13uulL J. Mdi .A kI.3uL. v I I:;, ragr'-tOI'-t riyiUi 0UPPIUMUflLld radgr I U

Compound 10k
o~trc. 6211-30-t2

4S1034/S.XI± VS

L'OP2 MJ.31 S9EJLdL 373--4
OATE CO-18-96

AcmJursuro CC. a IT
TN 1.700 ON 1.1-0
N 119;7. 9 00 0
AT A.573 OH MW
SP 14000 WL 20
PW 10.7 HOMO N
Pt a
at 0 PROCIESSNS
02 . S1 L.05±
TO 600.0 LS 0.300
mT 9.0 MATH F
CT a4
TOW 39 .0 OrSPAYPW9O V7.2 OP -02.2
33 is 4P 3911.4
3s a Vs 200
01. H SC 0
IN N 00 .10
OP y is 4
42 wl MPT 7SO.1
AL=00 S FF 0
SF010 05.0 TN 4

1.1S 0.300
c

If___________________ F
I,,,,

I,,,.

S 5 4 2
75 4

-OT S--AL-4-



IY I:;: / UilirdlalII'llrllllual 13uulL J. Mdli. %'llrall. auL.. V I I:;, ragr'-tOI'-t riyiui k3UP~1lrlllr1Ld1 radgr I/

VXR-400

A85336 CRCH 6919-37-11
YXR-400 FUILY AUTOMATED IN
STAPE FILL6S6042/OSKId

EXP9 PULSE SEQUENCE STDI
DATE 07-35-96
SOLVENT CDCL2
FILE 465336

ACOUSITION DEC. a VT
TN 1.700 DH 1.7
SW 6997.9 00
AT 4.573 ON NNN
MP 64000 DLP
P 10.7 HOMO N
Pi 0
01 0 PROCESSIN
02 0 SE 1.0
TO 800.0 L 0.3
NT 128 FN 651
CT 120 MATH F
TEMP 20.0
Pw0 27.5 DISPLAY
BS 16 SP -100
so 0 WP 3999
IL N VS 20
IN N SC
OP Y lC 40
Hs NH IS 5

O 0

00
0

20

61
00
36

.0

.5
00
0

00
58

At.0CK S AFL 176.6
SPIN 25.0 SFP 0

TN 4
INS 1.000

DC

Compound 131

PLOT SCALE - 99.99 HZ/CM



Compound 11a

VXR-500

CRICH 6891-30-1
tH SOL/CDCL3 HAAMED APT
GSX10/WS6014 AN

EXP4 PULSE SEQtUCE: APT30
DATE 06-I9-96
SOLVENT CDCL3
FILE 164309

ACQUISITION DEC. S VT
TN 13.000 DN 1.000
SW 34965 0 D0 -290.0
AT 0.115 ON YNY
NP 64000 DMM S
P" 7.5 DM 10400
P1 21.6 DHP 36.0
01 1.000 HOO N
02 7.00E-3
TO 2000.0 PADCESSING
NT 5120 SE 0.316
CT 1642 LB 1.000
TEMP 2S.0 FN 65536
P8 10.9 MATH F
D3 1.0E-3
DLP 0 DISPLAY
FB 19300 SP -500.0

lag 126 31424.3
SS 4 Vs 100
IL N SC 0
IN N IC 320
OP Y is 0
At.DCK Y RFL 2887.0
110I 10.0 RWP

ROF2 10.0 TH 3
ALFA 0 INS 1.000
SPIN 25.0 DC

240 20 200 10 10 14 1 0 10 80 60 40 20 PPM

PLOT SCALE - 982.01 HZ/CM

2

4

4

O

IIll



Compound l1b

0

SEARLE
QE-300 PLUS
30.003

17JUN96
4913-30-2. COCL3

GPER4T1R 'IC

ONE PULSE SEqutHCE

PUL::E WIDTH 1 S 36 USEC

OCRh R E S 6KE4CT0 flME m $1540 dE S
RECYCLE TIME 1 I.00 SEC

'10 OF AC 3 2000

S : , 'L IK E I R O AH k 1 1 10 H Z

0 REQUENCY 75.440624 WHI
SPEC WIDTH: 20004 NZ
SAIN @8*I

DEOUPLER SrAN04E-15 1M0DULATION
FREQUENCY : 4.00 PP4
POW ER - 2 190' 300

PLOT SCALE
2. 2 HZ/CM

9 2l12 PPM/C4
FROM 225.100

To -5.0C PPM

PEAK LI3TING

I 21 24 5I
2 47 14 .
3 41 FT 234 42 17. 44

1 13 1i 1l4 14 724.27
1 l 23 92

990 no n An In At) on 100) n so POu

oYo



Compound 10c

VXR-500

CRICH 6919-30-3
1I SL /C0300 APT
DSKI0/WSf014 AN

ExPI PULSE SEUEtJCE: APT30
DATE 06-20-95
SOLVENT CO30
FILE @64353

ACOUISITION
TN 13. 000
SN 34945.o
AT 0.915
NP 54000
PW 7.5
P1 21.1
DS 1.000
Da 7.00E-3
To 2000.0
HT 5120
CT 5120
TEMP 29.0

D3 .00E-0
O 0

Fa 19300
BS 126
SS 4
IL N
IN N
OP Y

ALOCK Y
ROF1 10.0
RF2 10.0
ALFA 0
SPIN 25.0

DEC. A VT
DN 1.000
00 1680.0
DM YNY
am S
OF 10400
OH 38.0
HOMO N

PADCESSING
SE 0.316
LB 1.000
FM a553
MATH F

DISPLAY
SP -500.0
WP 31424.3
VS 100
SC 0
Nc 320
Is 50
RFL 3205.5
RJFP a
TH 3
INS 1.000

DC

I I
Ji~,IiIIIIii~IiIIIjII I I I

... I I I - 11 .... I .... 18 ... I ... I .... I ... I . ... 11240 2 2'-1 ... A0 ... ;AO 1 0 1 0 10

PLOT SCALE = 982.01 HZ/CM

O

401"dl'' . 210 'PP'M



Compound 10d
O
OF

jod

SEARLE
QE-300 PLUS

30. 005
17JUN96
4985-J0-4. fCDCL3

GPIATC: fZC

C01r PULSE SCur4CE c

PULSE WIDTH - 1 11 Usec

ago ~ S or .c9. aa
cT H * 2 . 273 C I40OF£ ACQ - 20*S0 C

04 1.A SC , I a M.

"IN E 0 t R

RIEauenCY - 75. 412733 4NI
SPEC WoIDT: 2,L'. 111

DCCAPLER .srmoto-1i mOULATION
FREWENCf - 4.000 -*W
OWER 251c/ 2000

J L' tC4 4MCM
FRM 114 224

PEAK LISTING

21 IHI "I".

1 46 42 .1

1 2 11.-1

- . ' l " l " l ' l ' " ' I ' "I' S 1~

22 2 114 1
.1,1 72 1:194C

1 7 2 9i
Y0 12 47 1I'

I t I 155.9 51

2 20 200 1 An 160 14nl 120 100 8() 6n 40 20 0 PPM



Compound 13o

VXR-500

CRICH 8919-37-7
tH SOL/COCL3 APT
OSLIS017 AM

EXP4 PULSE SEQUENCE: APT3D
DATE 07-25-96

SOLVENT CDCL3
FILE 835338

ACQUISITION DEC. G VT
T 13.000 D 1.000
S 5 34985.0 00 -00.0

AT 0.015 DH TYY
NP .4000 N
PM 7.5 W 10400
PI 21. 1 DHP 3 .0
01 1.000 HOMO N
D0 7.00E-3
TO 2000.0 PROCESSING
NT 10240 SE 0.31'
CT 10240 LB 1.000

TEMP 20.0 FN 65535
Pt00 00.9 MMATH F

03 .000E-3
O.P 0 DISPLAY

FS 12300 SP -500.0
BS 12a VP 31424.3
SS 4 vs 100

IL N SC 0
IN N WC 320
OP Y is 50
ALOCK Y RFL 207.5

ROFI 10.0 1FP

ROF2 10.0 TH 3

ALFA 0 IMS 1.000

SPIN 25.0 OC

/cr

I I . 1

240 l i t 200 i i l i l i i l I Illin l t I,III i I ..0 40 20 lI. 0

240 2 0 00 6 0 60 40 2 P

PLOT SCALE - 982.01 HZ/CM

2

4

4



Compound 12f

VXR-500

CRICH 6919-37-8
ALL/CDCL3, APT
DS1 i1. 11801IL.FM

ExPI PULSE SEQUENCE: APT3D
DAtE 07-30-6
SOLVENT CCL3
FILE 865427

ACfIISITION DEC. 9 VT
TN 13.000 N I.000

i 34955.0 DO -290.0
AT 0.15 DM TNY
NP 64000 DM 0

Pw 7.5 0MF 10400
PS 21.8 0HP 36.0
Di 1.000 HOMO N
D2 7.0DE-3

TO 2000 .0 PADCESSING
NT 7880 SE 0.318

CT 725 LA 1.000
TEMP 29.0 FM 65538
PtfSO 10.9 MATH F
03 00E-3
OLP 0 OISPLAT
FB 19300 SP -500.0

IS 128 IP 31424.3
55 vs 100
IL N SC 0
IN N wC 320
OP Y Is 50
ALOCK Y RFL 0887.0
ROFI 10.0 FP
ROF2 10.0 TH 3
ALFA 0 INS 1.000
SPIN 25.0 DC

O
O\,J

|_I

I~i4i~jVT~~llIIi~l4....~ ~ I4 I I i;~oII I I;I I~ sII~I Fill 10111 1 1 1 1 1 F ........ I1i0 ... I Ill A

PLOT SCALE - 982.01 HZ/CM

rC

20 PPM



IYYi -llllucll '%llllr1l 13UUdLL J. Mi llll 0ML. V 1 1:7 ragr'-tOI'-t riyiui k3UlJPrflLc1 ragLgr /--t

VM-MUU

Compound 11g

CRtCH 5916-30-5
1N 0tL/CDCL3 APT
05K10/WS6014 AM

EXP3 PULSEQ SIUENCE: APT30
DATE 06-45-96
SOLVENT CDCL3
FILE 864311

ACQUISITION DEC. G VT
TN 13.000 ON 1.000
Sw 34965.0 00 -290.0
AT 0.31S CH YNY
NP 64000 0MM 5
PM 7.5 DW 10400
P, 61.6 wP 36.0
D1 1.000 HOMO N
03 7.009-3
TO 2000.0 PROCESSING
NT 5120 5E 0.31
CT 1792 La 1.000
TEMP 29.0 FM 65536
Pw90 10.9 NATH F
03 1.000-3
OLO 0 DISPLAY

FA 19300 SP -500.0
BS 123 P 31424.3
S5 4 VS 100
IL M SC 0
IN M WC 320
P Y Is 50

AtOCK Y IL 287.6
1ol 10.0 IFP 0
Roll3 10.0 TH 3
AtFA 0 IN1 1.000
SPIN 2.0 oC

0

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

PLOT SCALE - 982.01 HZ/CM



v i American onemicai 3ociety j. Am. k-nem. zoc. v i i! rages i r iynn 3uppiemental rage U

Compound 10h

CRICH 6910-30-6
19 50L/CDCL3 APT
DSK10/MS6014 A.4

EXPI PULSE SEQUENCE APT30

DATE 08-19-96
SOLVENT CDCL3
FIE a54281

ACOUISTION DEC. 8 VT
TN 13.000 ON 1.000
SW 34965.0 00 -290.0
AT 0.915 DN YNY
NP 54000 DM 5
Pw 7.5 1MF 10400
P1 21.8 "HP 39.0
01 1.000 HOMD N
02 7.005-1
TO 2000.0 PROCESSING
NT 5120 SE 0.315
CT 2159 LB 1.000
TEW 29.0 FN 0535
P1490 10.9 MINH

D 1.00E-a
DLP 0 DISPLAY
F" 11300 SP -900.0
6S 129 WP 31424.3
SS 4 VS 100
It. N SC 0
IN N 9C 320
DP Y iS 50
ALOCK Y RFL 2835.0
ROI 10.0 RFP 0
l0F 10.0 Ts 3
ALFA 0 EHS 1.000
SPIN 25.0 DC

I__ 1_ _r_-- I. I I --

240 220 200 180 169 140 120 100 90 60 40 20 PPM 0

PLOT SCALE - 982.01 HZ/CM

VXw-5oo

O



v i American onemicai 3ociety j. Am. k-nem. zoc. vi i!s rages i r iynn 3uppiemental rage zo

VXR-500

Compound 131

CRIcN sus2-37-s
IN SOL/COCL3 APT
DSC10/10017 AM

EXP3 PIASE SEQUENCE: APT3D
DATE 07-25-96
SOVENT CDCL3

FILE 56337

ACOUISITION DEC. a VT
TN 13.000 DN 1.000
SW 3416l.0 00 -210.0
AT 0.I0 ON YNY
HI 64000 QMM I

Pw 7.5 ow 10400
P1 21.8 C)P 30.0
D1 1.000 HHo w N

Da 7.00E-3
TO 2000.0 PHOCESSINS

NT 10240 SE 0.318
CT 10240 LB I.000
TEMP 29.0 FM 95536
P0o0 10.6 MATH F
113 1.006E-3

DLP 0 DIsPLAY
Fi 19300 SP -500.0
IS 124 WIP 31424.3
5 4 VS 100

It. M SC 0
IN N WC 320
OP Y Is 50
A.OCK Y FIFL 2667.0

ROPI 10.0 FIPP 0
NtS 10.0 TH 3

AtFA 0 INg 1.000
aPN 2.0 DC

OO
S,

1 .
20 I 22 2I0I" I "I 'II. 1V 1 180 i40i 1 **2*0 **** 100 80 0

240 2 20 10 16 140 1 0 0 ... 610. I

PLOT SCALE - 982.01 HZ/CM

40 20 PPM 0



v i American onemicai 3ociety j. Am. k-nem. zoc. v i i! rages i r iynn 3uppiemental rage L i

VXR-500
Compound 1l1

0

CRECH 6919-30-9
IN 50. 3 APT
DSU0/N604 AN

EXP5 PULSE SEQU0CEC: APT30
CATE 06-19-96
SOLVENT CDCL3
FILE 64282

ACOUISITION DEC. 6 VT
TN 23.000 ON t.000
SW 34965.0 00 -290.0
AT 0.915 DN YNY
N. 84000 D4 S
Pw 7.5 DMF 10400
P1 21.6 "H 38.0
01 1.000 Ho N
02 7.00E-3
TO 2000.0 PROCESSINS
NT 0120 SE 0.318
CT 145 LS 1.000
TEMP 29.0 FN 65536
P800 10.9 MATH F
DI 1.000E-S
DLIP 0 DISPLAY
FS 19300 SP -500.0
3S 128 WP 31424.3

4 vs 100
IL N SC 0
IN N NC 320
Op Is 50
ALOCK Y WR. 2917.5
OFI 10.0 P 0

Rsa 10.0 TN 3
ALFA 0 INS 1.000
SPIN 2.0 DC

240 20 200 160 150 140 120 100 80 60 40 20 PPM

PLOT SCALE - 982.01 HZ/CM



SI I I~llh.,I ',1l..lhhh.,U J . r-lhl. '.11..,I11 Jut., v x x> I x ', - x xjxl 3L1
1

JJ1.,llt.,ILUI x "E,2,

VXR-500

Compound 10k

CINCH S11S-30-t2
IH SOL/CDCL3 APT
05KI0/S6014 AN

6X7 PULSE SEQUENCE. APT30
DATE 05-18-96
SOLVENT CDCL3
FIE 664275

ACOUISITION DEC. a VT
TN 13.000 ON 1.000

SW 34965.0 DO -290.0
AT .It: Dm YNY
P 64000 0M4 S

PM 7. DM 10400
PI 21.6 0"P 36.0

01 1.000 HDM N
02 7.001-3
TO 2000.0 PROCESSING
NT 7610 SE 0.31a
CT 7660 La 1.000
TaMw 23.0 FN 0553
P1se 10.s NArN F
02 1.00e-2

Ma 0 oISPLAY
Fs 11300 SP -500.0
s 126 NP 31424.3

55 4 VS 100
IL N SC 0

IN N PC 320
OP Y IS 50
A.OCK Y RFL 2867.5
OFA 10.0 FP 0

aDFS 10.0 TH 3
ALFA 0 INS 1.000

SPIN 2.0 oc

240 220 2 00 190 16 1 4 120 '100 80 60 40 20 PPM 0

PLOT SCALE - 982.01 HZ/CM

O



SI I I~hAh.,I ',i.,ihhh.,u Jl.1.t . r-lhl. '.1fl.,I11 ,ut., v x x> I x '., - x xjxl 3L1
1

JJ1.,lx.,ILUI x "E 2.,

Compound 131

CMICH 4912-37-tt10%

IN 5OL/COC3 APT
DSK10/WM0 Am

EXP2 PUA.SE SEJEM APTD
DATE 07-a6-gg
SOLVENT CDCI3
FILE 665335

ACQUISITION DEC. a VT
TN 13.000 aN 1.000

9w 34965.0 00 -M50.0
AT 0.215 ON yNy
NP g4000 am 5

P 7.5 DW 10400
Pt 21.8 "C 36.0

01 1.000 H00 N
02 7.00E-3
TO 2000.0 PROCESSINS
NY 10240 SE 0.316
CT 10240 La 1.000
TEM ag 5536

PW90 10.3 MATH F
03 .. 001-3 i'II-iIIrrIITirjr i ida& 0 DISPLAY240
FS 19300 SP -ggg022 2g

as S2o MP 31424. 3
33 4 Vs 100
I. N SC g
IN N NC 330
OP Y IS 50

At =I Y AFL 2667.5
aFot 10.0 1" 0
N0F2 10.0 TN 3

ALFA 0 INS 1.000
SPINf 25.0 DC

PLOT SCALE - 982.01 HZ/CM



IYI -illllutll '%llllrUdl 13UUdrL J. Mim. ' klll.3uL. V I I:;, rdgr'-tOI'-t riyiui 0UPPIU1fl11Ld1 radgr z'u

Compound 11a

H
-J
C

1 .2

1.0*

0.9-

0.0

-0.2
0

TN 7 :- . RUN: 279

20-JUN-1996 09:53:12
GDS6219-of - PAGE

GDS-S-6219-C- 350

c3 ___0 _ _ SA bmit;r L # Samples1L

'ample Cocd-s) L) - 6 to-1 L-
Ccu mnTye 2 _2, 10 e, C

MoicPhase J-J0 1 OD-25w4I1o
Flow m hmi, Pres psi Det a 4 nm
II i 10 Conc. CIspd cm/min AUFS 0 I
P um p (A 6 7 2 Re c I -i LL6--Ini-N-

1 t N& - ~ M 4-sc_ e6-L-

0 /-///11 n_1i I..C6

4tf4U f i f fi

5 10 15
MINUTES

30

T:!HIS REPORT WAS 'RITTEN DURING AN INTERACTIVE GRAPHICS SESSION *

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

PK START
NO TIME

3

5
6
7
S

Repor: Proc
Integration

TME
0.0000
0.0000
0.0000

4.34
5.01
6.04

11.75
12.32
13 .63
16.91
17.55

INJECTION ID NO. 2579
INGRAD RUN ID: *MTD

CREST
TIME

4.43
5.17
6.19

12.05
12.34
13.75
17.07
17.75

END
TIME

4.58
5.32
6.43

12.32
12.70
14.11
17.34
13. 07

ess T ie 20-JUN-1996 09:53:
paramecers in

VALUE TYPE
0.0500 PS
1.0000 PW
0.0300 PS

use for this
-- TIME

0.0000
0.0000
2.1500

INJ TIME: 19-JUN-96 11:57:16
-CYCLE: 138

SAMPLE ID:
PEAK
HEIGHT

- 3 O-
PEAK
AREA

AREA

0.0014547 0.0001515 0.09
0.0012973 0.0001555 0.10
0.0073195 0.0009307 0.57
1.1258751 0.1589018 97.78
0.0079967 0.0012621 0.78
0.0005741 0.0000834 0.05
0.0028264 0.0004028 0.25
0.0044249 0.0006205 0.38

12, Report Based on Cursor Editing
injection:
VALUE TYPE -- TIME VALUE TYPE
0.0000 NS 0.0000 0.0000 SR
2.0000 SP 0.0000 2.0000 SN
0.0000 LT



IY I:;: /'illllutll %'11rl11lua~l 13uulrL J. Mdli. %_llrall. auLu. V I I:;, rdgr'-tOI'-t riyiUi 0UPPRIfl11riLd1 radgr, ~I

Compound lb

20-JUN-1996 10:22:19
GDS6219- .i7 PAGE

GDS-S-6219-C-_ 95)

1.5

1 .0

- 0.5

0.0

-0.5
0

INST.: 309 RUN:2G00

fff "Riffilifi f t fi f

5 10 15 20 25
MINUTES

*******' THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

PK START
NO TIME

1
2
3
4
5
6
7
S
9

103
12
12
13
14

4.34
5.11
5.83
6.26
6.85
7.79
8.12
9.18
9.83

10.88
12.80
14.96
15.72
19.75

INJECTION ID NO. 2600
INGRAD RUN ID: *MD

CREST
TIME

4.43
5.39
5.90
6.44
6.98
7.94
8.34
9.33
9.95

11.03
13.04
15.11
15.85
19.87

END
TIME

4.53
5.83
6.26
6.70
7.31
8.11
8.50
9.49

10.18
11.24
13.30
15.25
16.32
20.06

INJ TIME: 20-JUN-96 04:15:21
-CYCLE: 159

SAMPLE ID:
PEAK
HEIGHT

0.0003747
1.3198301
0.0059262
0.0018232
0.0007962
0.0023431
0.0013389
0.0007618
0.0005743
0.0007375
0.0145632
0.0005376
0.0002969
0.0010278

PEAK
AREA

0.0000347
0.2249061
0.0010017
0.0003199
0.0001271
0.0003091
0.0002078
0.0000988
0.0000925
0.0001121
0.0021708
0.0000769
0.0000596
0.0001292

AREA

0.02
97.94
0.44
0.14
0.06
0.13
0.09
0.04
0.04
0.05
0.95
0.03
0.03
0.06

30

0

AA4)
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20-JUN-1996 09:56:36
GDS6219- oij' PAGE

GDS-S-6219-C-j$)

Compound 10C

1.5

1.0

0.0

-0.5
0

INST.: 30S RUN:2591

5 10 15
MINUTES

.** -IS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

PK START
NO TIME

INJECTION ID NO. 2581
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

INJ TIME: 19-JUN-96 13:30:46
-CYCLE: 140

SAMPLE ID:
PEAK
HEIGHT

-30--3

PEAK
AREA

AREA

1 5.14 5.22 5.72 0.0002213 0.0000550 0.02
2 11.18 11.57 11.78 1.3197542 0.2244752 97.83
3 11.78 11.77 12.54 0.0163504 0.0031525 1.37
4 12.93 13.13 13.54 0.0101664 0.0014153 0.62
5 19.94 20.07 20.22 0.0005563 0.0000652 0.03
6 20.96 21.09 21.31 0.0021220 0.0002844 0.12

Reoort Process Time 20-JUN-1996 09:56:36, Report Based on Cursor Editing
Integrat.ion parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR
0.0000 1.0000 PW 0.0000 2.0000 SP 0.0000 2.0000 SN
0.0000 0.0300 PS 2.1500 0.0000 LT

20 25 30

f f



IYI -illllutll %'11rl11lua~l 13uulrL J. Mdli. %_llrall. k3uL. V I I:;, rdgr'-tOI'-t riyiUi 0UPPIU1fl11Ld1 radgr JL,

Compound 10d

20-JUN-1996 10:01:10
GDS6219- OA2-PAGE

GDS-S-6219-C- 353

/
t, tI ~f HHt

10 15
MINUTES

20

THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

?K START
NO TIME

INJECTION ID NO. 2584
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

INJ TIME: 19-JUN-96 15:51:03
-CYCLE: 143

SAMPLE ID:
PEAK
HEIGHT

PEAK
AREA

AREA

5.65
7.21
8.11

10.13
11.49
12.49
19.59

Process Time
I:negration

TIME
0.0000
0.0000
0.0000

paramete
VALUE
0.0500
1.0000
0.0300

5.79 5.93
7.69 8.11
8.48 9.46

10.32 10.54
11.63 11.76
12.59 12.80
19.70 20.17
20-JUN-1996 10:01:
rs in use for this
TYPE -- TIME
PS 0.0000
PW 0.0000
PS 2.1500

0.0007551 0.0000942 0
1.3201969 0.2288113 98
0.0027781 0.0021096 0
0.0058619 0.0008196 0
0.0012332 0.0001579 0
0.0005205 0.0000670 0
0.0002895 0.0000734 0

10, Report Based on Cursor Editing
inj ection:
VALUE TYPE -- TIME VALUE T~
0.0000 NS 0.0000 0.0000 5
2.0000 SP 0.0000 2.0000 S
0.0000 LT

.04

.57

.91

.35

.07

.03

.03

YPE

RT

1.0 T

jiji

0n
-J 0.5
o

0.0

-0.5
0

7I1,4 .:730C RUN: 2534

5 25 30

1
2

4
5
6
7

Report:



SI I I~hAh.,I ' i.,ihhh.,u Jl.1.t . r-lhl. '.1fl.,I11 ,ut., v x x> I x~ IT ' - x xjxl 3L1
1

JJ1.,lx.,ILUI x "E, )

Compound 13e

016 -

0.4

CJ
O

0.0

-0.2
0

INST.:30S RUN:2791

9-AUG-1996 08:16:39
GDS6219- i11- PAGE

GDS-S-6219D- 10

N S%

a.*+f 0.6 - i N

5 10 15
MINUTES

20 25 90

THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ********

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD

PK START
NO TIME

INJECTION ID NO. 2791
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

PEAK
HEIGHT

INJ TIME: 07-AUG-96 22:50:05
-CYCLE: 350

SAMPLE ID:
PEAK AREA

1 4.66 4.76 4.97 0.0005183 0.0000577 0.08
2 10.84 11.02 11.29 0.0016433 0.0002317 0.30
3 11.60 11.79 12.02 0.0020538 0.0002675 0.35

4 12.23 12.35 12.55 0.0003487 0.0000487 0.06

5 13.10 13.46 14.10 0.5552012 0.0752086 98.34
6 15.82 15.98 16.19 0.0003482 0.0000578 0.08

7 20.47 20.68 20.92 0.0047310 0.0006036 0.79

Report Process Time 9-AUG-1996 08:16:39, Report Based on Reintegration

Integration parameters in use for this injection:
TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE

0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR

0.0000 1.0000 PW 0.0000 2.0000 SP 0.0000 2.0000 SN

0.0000 0.0200 PS 3.5000 0.0000 LT



I:;,:;, / '"illir'l luall %_111r,111lual 13uulrLy J. '"un. %_11rall.

U,

-J
O

1.2

1.0

0.8*

0.8

0.4 -

0.2

0.0

-0. 2

t ~ t4

100

INST. : KS RUN:2785

15
MINUTES

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD

PK START
NO TIME

INJECTION ID NO. 2785
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

PEAK
HEIGHT

INJ TIME: 07-AUG-96 18:48:32
-CYCLE: 344

SAMPLE ID: N
PEAK
AREA

AREA

1 4.49 4.79 5.08 0.0026696 0.0004309 0.20
2 9.54 9.92 11.49 1.1121759 0.2110391 99.72
3 15.29 15.44 15.88 0.0004992 0.0001025 0.05
4 18.60 18.73 19.33 0.0001921 0.0000399 0.02
5 23.90 24.00 24.25 0.0002124 0.0000299 0.01

Report Process Time 9-AUG-1996 08:14:01, Report Based on Reintegration
Integration parameters in use for this

TIME VALUE TYPE -- TIME
0.0000 0.0500 PS 0.0000
0.0000 1.0000 PW 0.0000
0.0000 0.0200 PS 3.5000

injection:
VALUE TYPE -- T
0.0000 NS 0
2.0000 SP 0
0.0000 LT

IME
.0000
.0000

VALUE TYPE
0.0000 SR
2.0000 SN

O 0 0

20 25 30

auu. V i IY rdgr'-t0/I-t riyiui 3ppu ll~raIIILdraguiJ

-4-AUG-1.9V6 08:14:01
GDS6219- I1-- PAGE

Compound 12f GDS-S-6219D- (')A

-



IYI -illlludll %'11r11lua~l 13uulrL J. Mdli. %_llrall. k3uL. V I I:;, rdgr'-tOI'-t riyiUi 0UPPIU1fl11Ld1 radgr JU

Compound 11g

ZU-UD-l!tb .lU:UZ:t~
GDS6219- oj PAGE

GDS-S-6219-C- _1 H

U i~

10

INST.: OS RUN:2585

15
MINUTES

20 25

**--** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

PK START
NO TIME

INJECTION ID NO. 2585
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

PEAK
HEIGHT

INJ TIME: 19-JUN-96 16:37:49
-CYCLE: 144

SAMPLE ID: 3
PEAK
AREA

AREA

4.39 4.54 4.74 0.0033312
5.15 5.31 5.55 0.0040143
7.53 7.69 7.92 0.0017701
11.08 11.43 12.49 0.7310932
19.86 20.18 20.44 0.0046256

Process Time 20-JUN-1996 10:02:58, Report Based
tion parameters in use for this injection:

VALUE TYPE -- TIME VALUE TYPE --
000 0.0500 PS 0.0000 0.0000 NS
000 1.0000 PW 0.0000 2.0000 SP
000 0.0300 PS 2.1500 0.0000 LT

0.0003398 0.32
0.0004589 0.43
0.0002487 0.24
0.1038322 98.14
0.0009251 0.87

on Cursor Editing

rIME
0.0000
0.0000

VALUE TYPE
0.0000 SR
2.0000 SN

0.8.

0.6

0. 41
U,
F-
-j
C

0.2

0.0

-0.2
0 S0

1
2
3
4
5

Report
Integra

TIM
0.0
0.0
0.0



IYYi -llrlludll %'Illrllllul 13uulrL J. Mdli. ' klll.3uL. V I I:;, rdgr'-tOI-t riyiUi 0UPPIU1fl11Ld1 radgr J I

Compound 10h

.4.JJv L. v0Z. .7

GDS6219- 0 I- PAGE
GDS-S-6219-C- .35

0.04

0.03 +

0.02

....

OJ

0.01

0.00

-0.01 A.-*

0 10

INST.: 305 RUN:2590

15
MINUTES

*...* THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

?K START
NO TIME

INJECTION ID NO. 2590
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

INJ TIME: 19-JUN-96 20:31:36
-CYCLE: 149

SAMPLE ID:
PEAK
HEIGHT

PEAK
AREA

AREA

1 7.08 7.32 7.61 0.0132524 0.0018624 94.76
2 11.17 11.29 12.13 0.0000548 0.0001030 5.24

Reoort Process Time 20-JUN-1996 10:08:19, Report Based on Cursor Editing
Integration parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR
0.0000 1.0000 PW 0.0000 2.0000 SP 0.0000 2.0000 SN
0.0000 0.0300 PS 2.1500 0.0000 LT

20 S0
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GDS6219- I12 PAGE
GDS-S-6219D- If5

Compound 131

0.20

0.15

0.10
U.,
H
-J
0

0.05

0.00

-0.

W i tit f f

C
INST.:305 RUN:2786

10
MINE -1S

******** THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ********

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD

PK START
NO TIME

INJECTION ID NO. 2786
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

PEAK
HEIGHT

INJ TIME: 07-AUG-96 19:29:26
-CYCLE: 345

SAMPLE ID:
PEAK
AREA

AREA

1 4.66
2 10.84
3 11.60
4 13.33
5 13.99
6 15.83

Report Process Time
Integration paramet

TIME VALUE
0.0000 0.050
0.0000 1.000
0.0000 0.020

E
0
00

4.76 5.25 0.0002275 0.0000443
10.99 11.23 0.0008439 0.0001162
11.79 12.02 0.0020398 0.0002717
13.43 13.59 0.0002024 0.0000232
14.28 14.83 0.1627684 0.0217879 9
15.98 16.18 0.0003938 0.0000669
9-AUG-1996 08:14:25, Report Based on Reintegration

rs in use for this injection:
TYPE -- TIME VALUE TYPE -- TIME VALUE
PS 0.0000 0.0000 NS 0.0000 0.0000
PW 0.0000 2.0000 SP 0.0000 2.0000
PS 3.5000 0.0000 LT

20 25 30

0.20
0.52
1.22
0.10
7.66
0.30

TYPE
SR
SN



IY I:;: /'illlludll %'11rl11lua~l 13uulrL J. Mdli. %_llrall. k3uL. V I I:;, rdgr'-tOI'-t riyiUi 0UPPIU1fl11Ld1 radgr J:;

Compound 111
a ~ ~ ~ d I , .

GDS6219- 0A2l- PAGE
GDS-S-6219-C-SS

0. 4

0.3

0.2

0.1

0.0

-0. 1

f 4 li f ti f f H

0 5 10 15 20 25 90
INST.:30S RUN:25S1 MINUTES

THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

PK START
NO TIME

INJECTION ID NO. 2591
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

INJ TIME: 19-JUN-96 21:18:22
-CYCLE: 150

SAMPLE ID:
PEAK
HEIGHT

PEAK
AREA

AREA

1 4.51 4.60 5.17 0.0004157 0.0000740 0.17
2 5.18 5.36 5.53 0.0024964 0.0002855 0.66
3 7.56 7.72 7.87 0.0011259 0.0001545 0.35
4 11.27 11.46 11.62 0.0017900 0.0002544 0.58
5 18.27 18.43 18.63 0.0008050 0.0001119 0.26
6 19.75 20.04 20.76 0.2819195 0.0425498 97.73
7 23.09 23.22 23.45 0.0007282 0.0001069 0.25

Report Process Time 20-JUN-1996 10:09:27, Report Based on Reintegration
Integration parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR
0.0000 1.0000 Pw 0.0000 2.0000 SP 0.0000 2.0000 SN
0.0000 0.0300 PS 2.1500 0.0000 LT

C
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Compound 10k GDS6219- 1Lt PAGE
GDS-S-6219-C-

0.04

0.03

0.02
O

..J
o

0.01

0.00-

-0.01
0 5 10

INS"1 T.: KS RUN:2597

15
MINUTES

. THIS REPORT WAS 'WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******

INST.NO. 309
USER ID: DESA
METHOD COMMENT:
METHOD NAME: MD1

?IK START
1O TIME

INJECTION ID NO. 2597
INGRAD RUN ID: *MD

CREST
TIME

END
TIME

INJ TIME: 20-JUN-96 01:55:05
-CYCLE: 156

SAMPLE ID:
PEAK
HEIGHT

PEAK
AREA

AREA

1 17.12 17.35 17.67 0.0211840 0.0028921 98.61
2 20.28 20.38 20.52 0.0003709 0.0000408 1.39

Report Process Time 20-JUN-1996 10:15:27, Report Based on Cursor Editing
Integration parameters in use for this injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PS 0.0000 0.0000 NS 0.0000 0.0000 SR
J.0000 1.0000 PW 0.0000 2.0000 SP 0.0000 2.0000 SN
0.0000 0.0300 PS 2.1500 0.0000 LT

20 25 0

0


