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

Benzanilide (11a). 19.6 mg, 99.5%. 'H NMR (CDCl3, 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): § 165.7, 137.9, 135.0, 131.8, 129.1, 128.8, 127.0,
124.6, 120.2; HRMS m/z 197.0833 (Cy3H; N0, requires 197.0840); HPLC purity (retention
time): 97.8% (12.1 min).

Acetanilide (11b). 7.8 mg, 57.8%. 'H NMR (CDCl3, 400MHz): § 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
(CDCl3, 75MHz): 6 168.6, 137.9, 128.9, 124.2, 119.9; HRMS m/z 135.0687 (CgHgN;0;
requires 135.0685); HPLC purity (retention time): 97.9% (5.4 min).

N-Benzyl-N’-phenyl urea (10c). 24.6 mg, 100%. 1H NMR (CD3;0D, 400MHz): § 7.35 (m,

6H), 7.25 (m, 2H), 6.97 (t, J = 7.5 Hz, 1H), 4.38 (s, 2H); 13C NMR (CD;0D, 125MHz): §
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
(C14H4N20 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 (CDCl3, 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 (CDCl3, 75MHz): 8 155.9, 139.3, 129.7, 123.9, 121.2, 42.6, 23.7. HRMS m/z
178.1104 (CyoH14N20 requires 178.1106); HPLC purity (retention time): 98.6% (7.7 min).

N-Benzyl benzamide (11g). 23.0 mg, 100%. 'H NMR (CDCl;, 400MHz): & 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 (CDCl3, 125MHz): § 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 (C14H;3N;0; 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 (CDCl3, 400MHz): § 7.32
- 1.23 (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=6.5Hz, 1H), 1.10 (d, J = 6.5 Hz, 6H); 13C NMR (CDCl3, 125MHz): § 157.7, 139.4, 128.6,
127.5, 127.2, 44.5, 42.2, 23.4; HRMS m/z 192.1261 (C;1H;¢N,0; requires 192.1263); HPLC
purity (retention time): 94.8% (7.3 min).

N, N-Dibenzyl benzamide (11j). 32.0 mg, 100%. 1H NMR (CDCls, 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 (CDCl;,
125MHz): 6 172.2, 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 (C1H;9N;O) requires 301.1467); HPLC purity
(retention time): 97.7% (20.0 min).

N-Dibenzyl-N’-iso-propyl urea (10k). 30.3 mg, 100%. 'H NMR (CDCl3, 400MHz): &
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7.35 - 7.22 (cb, 10H), 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 (CDCls, 125MHz): § 157.9, 137.8, 128.7, 127.4, 127.3, 50.2, 42.7, 23.3;

HRMS m/z 282.1729 (C1gH2,N20; 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%. 1H NMR (CDCl;, 400MHz): &
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
(CDCl3, 125MHz): & 143.8, 136.6, 136.1, 129.6, 129.3, 127.3, 125.3, 121.5, 21.5; HRMS
m/z 247.0661 (Cy3H 3N ;0,8 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 (CDCl3, 400MHz): & 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 (CDCl;, 125MHz): § 150.1, 138.0, 129.0,
123.3, 118.7, 61.2, 14.6; HRMS m/z 165.0789 (CoH; N0, requires 165.0790); HPLC purity
(retention time): 99.7% (9.9 min).

N-Benzyl p-toluenesulfonamide (13i). 24.5 mg, 93.9%. !H NMR (CDCl3, 400MHz): §
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 (CDCl3, 125MHz): § 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 (C14HsN0,S; requires
261.0824); HPLC purity (retention time): 97.7% (14.3 min).

N-Dibenzyl p-toluenesulfonamide (131). 31.1 mg, 88.6%. !H NMR (CDCls, 400MHz): &
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 (CDCls, 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 (C31H21N 10,8 requires 351.1293); HPLC purity
(retention time): 99.1% (21.8 min).

Moffatt oxidation.

Phenylmethyl [3-[[(4-methylphenyl)sulfonyl](2-methylpropyl)amino]-2-0xo-1S-
(phenylmethyl)propyllcarbamate (27a). 48% mass yield; 1H NMR (CDCls, 300 MHz): &
7.62 (d, ] = 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 (g9, J =7 Hz, 1H), 4.18 (d, J = 19 Hz, 1H), 3.95 (d, ] = 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 (CDCl3, 75 MHz): & 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 (Cy9H35N,05S;
requires 523.2267); HPLC Purity (retention time): 91.8% (21.5 min).

N-(2-methylpropyl)-N-[2-0x0-3-[phenylcarbonyl)amino]-1S-
(phenylmethyl)propyl]benzenepropanamide (27b). 80% mass yield; 'H NMR (CDCl;,
300 MHz): & 7.72 (d, J = 8 Hz, 2H), 7.54-7.12 (cb, 13H), 6.95 (d, J = 7 Hz, 1H), 5.00 (¢, J =7
Hz, 1H), 4.25 (d, J = 19 Hz, 1H), 4.10 (d, J = 19 Hz, 1H), 3.34 (dd, ] = 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 (CDCl3, 75 MHz): 6 204.1, 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 m/z 470.2537 (C3oH34N,03 requires 470.2569); HPLC Purity
(retention time): 86.7% ( 17.3 min.).



w1777 ACLICAll UHCHICAL SOCICLY  J. AllL UIHCHL S0C. vV 117 Fdgoeso /49 L1yl SUPPICIHICIILAL Fdgc 5

4-Methyl-N-[3-[[(4-methylphenyl)sulfonyl]lamino]-2-0x0-3S-
(phenylmethyl)propyl]-N-(2-methylpropyl)benzenesulfonamide (27c). 92% mass
yield; 1H NMR (CDCls, 300 MHz): 8 7.63 (d, J = 8 Hz, 2H), 7.52 (d, J = 8 Hz, 2H), 7.40-7.15
(cb, TH), 6.98 (m, 2H), 5.51 (d, J =7 Hz, 1H), 4.31 (d, J = 19 Hz, 1H), 4.14 (d, ] = 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 (CDCls,

75 MHz): § 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 (Cp3H35N,05S, requires
543.1987); HPLC Purity (retention time): 70.4% (20.7 min).

N-[3-[[(4-methylphenyl)sulfonyl](2-methylpropyl)amino]-2-0xo0-18S-
(phenylmethyl)propyl]benzenepropanamide (27d). 61% mass yield; !H NMR (CDCl3,

300 MHz): 6 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=7Hz, 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 (CDCl3, 75 MHz): & 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 (C39H37N,04S;
requires 521.2474); HPLC Purity (retention time): 92.7% (20.2 min).

N-[3-acetylamino)-2-0x0-3S-(phenylmethyl)propyl]-N-(2-
methylpropyl]benzenepropanamide (27e). 79% mass yield; 1H NMR (CDCls, 300 MHz,

rotamers reported as major/minor components) 6 7.37-7.10 (cb,10H), 6.15 (m, 1H), 4.78 (g, ] =
7 Hz, 1H), 4.08/4.17 (d, J = 19, 1H), 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 (4, J
=7 Hz, 3H), 0.89/0.83 (d, J] = 7 Hz, 3H); 13C NMR (CDCl3, 75 MHz): 6 204.6, 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 (Cy5H32N203 requires 408.2413); HPLC Purity
(retention time): 81.9% (11.0 min).

Ethyl[3-[[(4-methylphenyl)sulfonyl](2-methylpropyl)amino]-2-oxo0-1S-
(phenylmethyl)propyllcarbamate (27f). 58% mass yield; I1H NMR (CDCls, 300 MHz): §
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), 420 (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, ] = 7 Hz, 6H); 13C NMR (CDCl3, 75 MHz): 6 203.9, 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 (C4H33N205S, 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-1-0l (36a). 90% mass yield; 1H NMR (CDCls): § 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
(C10H}201 requires 148.0888); GC/MS Purity (retention time): >99% (3.30 min).

1-(1-Naphthyl)-3-butene-1-ol (36b). 99% mass yield, !H NMR (CDCl3): & 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
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(m,1H), 7.84 (m,1H), 7.94 (m,1H), 8.11 (m,1H); HRMS m/z 198.1046 (C;4H 40, requires
198.1044); GC/MS Purity (retention time): 97% (6.54 min).

1-(3-Methoxyphenyl)-3-butene-1-0l (36¢). 96% mass yield; 1TH NMR (CDCl3): & 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 (C;1H740; requires 178.0993); GC/MS Purity
(retention time): 96% (4.75 min).

1-Phenyl-3-butene-1-0l (36d). 94% mass yield; 1H NMR (CDCl3): & 1.81 (m,3H), 2.24
(m,1H), 2.36 (m,1H), 2.77 (m,2H), 3.72 (bd,1H), 5.17 (d,1H), 5.21 (d,1H), 5.86 (m,1H),
7.27 (m,5H). HRMS m/z 176.1194 (C;,H 60, requires 176.1201); GC/MS Purity (retention
time): 95% (4.53 min).

1-(6-Methyl-2-pyridyl)-3-butene-1-0l (36e). 99% mass yield; 'H NMR (CDCls): §
2.55 (m,2H), 2.63 (s,3H), 4.85 (m,1H), 5.10 (m,2H), 5.88 (m,1H), 7.14 (m,2H), 7.66 (t,1H);
HRMS m/z 163.0984 (C;0H3N0; requires 163.0970); GC/MS Purity (retention time): 99% (
5.53 min).

1-(5-Methyl-2-furyl)-3-butene-1-o0l (36f). 88% mass yield; HRMS m/z 152.0838
(CoH2N10; 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; IH NMR (CDCl3): 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
(C11H160 requires 164.1201); GC/MS Purity (retention time): 97% ( 3.99 min).

1-(1-Naphthyl)-1-pentanol (36i). 94% mass yield; 1TH NMR (CDCl3): 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,1H), 8.15 (d,1H); HRMS m/z 214.1363 (C;5H;30, requires 214.1357); GC/MS Purity
(retention time): 97% (7.09 min).

1-(3-Methoxyphenyl)-1-pentanol (36j). 88% mass yield; 'H NMR (CDCl3): 6 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;,H150; requires 194.1306); GC/MS Purity
(retention time): 93% (5.42 min).

1-Phenyl-3-heptanol (36k). 94% mass yield; 1H NMR (CDCl3): 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
(C13H001 requires 192.1514); GC/MS Purity (retention time): >99% ( 5.22 min).

1-(6-Methyl-2-pyridyl)-1-pentanol (361). 90% mass yield; !H NMR (CDCl3): 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
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(t,1H); HRMS m/z 179.1300 (C;;H;7N ;0 requires 179.1283); GC/MS Purity (retention time):
78% ( 4.41 min).

1-(5-Methyl-2-furyl)-1-pentanol (36m). 89% mass yield; !H NMR (CDCl3): & 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 (C1oH 60, requires 168.1150); GC/MS Purity (retention time): >99% ( 3.41 min).



VXA-400

AS4309 CRICH €913-30-1

VXA-4G0 FULLY AUTOMATED fM

STAPE FILE: 556034/05K18

EXPG  PULSE SEQUENCE: STOIM

OATE  06-19-96
SOLVENT  CoCL3

Compound 11a

OHO

FILE 484309
ACQUT3ITION o€c. & vt

1.700 ON 1.700
™ 6997.9 Do ]
aT 4.573 CM N
No 64000 CLP 20
L] 10.7  HOMO N -
[d} []
01 ©  PROCESSING
02 0 sE 1,081
10 409.0 LA 0.200
NT 128 Fu 85326
[+ 128 mamH F yﬁ
TEeW 28.0
(5] 7.3 0I13RLAY B
[} 16 sp ~100.0
L1 e w 399,58
n N vs 200
™ N % °
: z" :(5: ‘gg - J"_l)\..‘f._g~'ry'n-\ R—c;.,s
LT~ S 1 RFL 776.6
<IN 25.0 AFP [ .

™ 4
NS 1.000 »
oc
-
—
ul A
UJ‘JNJLLA |
ll]lllllllll]lllllllll}l-lllllllllllllllll]lllllllll[lllllllrlllillgllll]lllllllll[lllllllll[llllJW
8 7 & 5 4 2 PAM

2107 SCALE = 92.99 HI/CM

TYNIDIS0 ALITYNO HoOd

[1ﬂ7ﬁﬂﬁ TOATITINTIT Y TITDATINIITY [ 77 T /A

ANNCT CTTIIATT Y 'TTTW '

A ASr 1T TTIATTIATAAN S THIAT T L70LASP T ~TT A



VAR~4duy

A55303 CRICH 8919-30-2
VAR-400 FULL( AUTCMATID M
TAPE FILE: 356042.08K14

243 PUL3E SEGUENCE: $70IM
QATE  07-29-96

v ocacLa
463401

ACGUISITION CEC. & vI

Compound 11b

™ 1.700 DM 1.700
W 6997.9 €O Q ’/__,/)
AT 4.573 Dn N
o 63000 0P 20
P 10.7 MOM0 L]
3} [}
a1 0  PAOCESSING
a2 0 sE 1.26¢
T #00.0 s 0.300
his 128 FN €5538
T 128 MATH F
TEWP 26.0 B}
W90 27.5  DISPLAY -
as 16 5P ~100.0
38 0 we 999.3
I ] vs 200
I~ N sC [}
P Y ac 400Q
3 Ny ¢} a7
ALOCK s RFL 776.6
3PN 5.0 RFA Q

™ 4

g 1.000

oc

W )
A u%
n-luuxllllllllnlll|lllIllnlIlll|llllAllll]lllléllll[lllllllllllllll‘ll-]llllJllll(lIlllllllllllllﬁ
9 A 7 4 2 b Q PPM

WCT 8TALZ = 93.99 HZ/CM

TVNIDIHO ALITVND H0O0d

CAATANA TIHATITIATTIAN TTIVAT TATTIX T 4 o - T 2N

o

ST T A ‘AAC CTTITATTAN *TTTY 7

fe1 ASN T

+ A9 T martAartrAarAd A~ rrr {r



Compound 10c

VXR~-400

CRICH 8919-30-3

ALL/CD300, 4AMO, 1H
USK11.G56034, Fy 0o O
E4P3 PUL3E SEQUENCE: STOIN JL
2ATE 08-20-96 ﬂ b
S0LVENT  €D3CD
FiLg 164333
ACIUTSITION OEC. & vI
™ 1.300 ON 1.300
v €937.9 00 ]
AT 4.573 0Om Newd
ne 84000 OLP 20
Py 10.7 HCMG N
[ °
o1 0 PROCESSING
02 0 SE 1,088
10 209.0 L8 0.300 -
NT 84 MATH r
cr 64
Tewe 26.0  O1SPLAY
aw30 27.5 sp -99.9
a3 16 WP 3399.4
ss o vs 180
w N ¢ 0
N N we 400
] v 13 63
s ™ AL 952.1
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Compound 10d

AG3400 CRICHM 8919-30-4
VXR-400 FuLLY AUTGMATED 1

$TAPT FILE: 386042.°05K14 O
E(PS PULSE SECUENCE: STAIH )\
0ATE  07-26-38

>=0

SOLVENT  coeL3
FiLs 485400
ACIUISITICM ' REC. & VT

™ 1.700 ON 1.700
S4 6397.9 Cg Q
AT 4.573 oM NN
N 84000 DLP 20
Py 10.7 HOMQ N

L3 ]

a1 0 PROCESSING

[+ QO SE 1.061
Ta 800.0 L3 0.300
NT 120 N 65538
cT 128 MATH F
TEWR 26,0

P90 27.5  OISPLAY

s 16 sP =-100.0
s3 0w 3999.5
i N vs 200
n N sc 9
cP t wC 400
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'XR~400

3138 CAICH 6919-37-7
A~400 PULLY AUTOMATED IM
ITAPE FILE 634042/USK14

XS PULSE SEQVENCE: STOIM
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Compound 12f
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POOR QUALITY ORIGINAL

Compound 11g

VXR=-40Q
AB4311 CRICH 6919-30-5 o
TXR=100 FULLY AUTOMATED 1M
STIPE #1L2: 538034,T5K11 §/\©
X9 MASE JECURNCE: STIIM
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“POOR QUALITY ORIGINAL compouna 10n T

AG4281 CAICH 6919-30-8
VXR-400 FULLY AUTCNATED M4

STAPE FILE: G38034/0SK12 )\ j\
EXPY  PULSE SEGUENCE: STOIH ﬁ ﬁ
CATZ  08-13-36
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VXR-400 Compound 13l
AS5337 CAICH 6919-37-9
VXR=400 FULLY AUTOMATED iH 0, 0
STAPE FILE: 658042/DSK14 S,
EXPY PULST SEDUENCE: STOIK )ij ﬂ/\©
DATE 07-25-96
SOLYENT COCL3 .
FILE A83337 A
ACQUTSITION DEC. & ¥T
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Compound 10k
CRICH 6919-30-12 S
ALLSGICLY tH o
GSB6034/05K2L LFG /L JL /_@
£XP2  AULSE SEQUENCE: S0 i oW
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ar 4.573 o8 e
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141 ]
9t 0 PROCESSING
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VXR-400
Compound 13|
)

AS3338 CRICH 6918-37-11 9,0
VXR=400 FULLY AUTOMATED M S,
STAPE FILE: GS8042/08K14 N
EXP9  PULSE SEQUENCE: STDIM
DATE 07-35-98 |
SOLVENT cOCLY
FILE 165338
ACQUISITION  DEC. & VT
™ 1.700 oM 1.700
sw 8397.9 00 °
AT 4.573 DM NRN
Ne 54000 OLP 20
i 10.7 HOMO N -
(33 0
01 0 PROCESSING
b2 o € 1,063
10 #200.0 LA 0.300
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cr 120 MATH  F
TEMR 26.0 :
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Compound 11a

YXR-500

2
CRICH §919-30-2

1H SOL/CDCLI WAAMED APT H
0SX10/WS8014 AM

[1ﬂ7ﬁﬂﬁ TOATITINTIT Y TITDATINIITY [ 77 T /A

ANNCT CTTIIATT Y 'TTTW '

EXP4  PULSE SEQUEHCE: APTID

DATE 08-19-98

SOLVENT CDCLI
FILE 264309

ACQUISITION DEC. & VT

™ 13,000 DN 1.000

" 34965.0 DO -290.0 -

AT 0.915 DM YNY

NR 64000 Do 3

[ 7.5 OMF 10400

ry 21.8 DvP 3.0

01 1.000 HOMO N

b2 7.00€-3 .

10 2000.0 PROCESSING

NT B120 SE 0.318

cT 1642 LB 1.000

TEmR 29.0 FN 63538 N ’ "
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Compound 11b

A

220

1
200

SEARLE
QE-300 PLUS

30.003
1TJUNSB

019302, 003

GPERATIN 12G

ONE PULSE SEQUENCE

PULSE WIDTH - 15,36 USEC
- 34 DEGREES

L - #1920 MSEC

RECYCLE TIME = .00 sSEC

O OF AUQi e 20000

DATA SIIE = ey

LINE BAUADNG & 1.00 HZ

SPIN RATE - 25 Rr3

GASERVE .

FREQUENCY = 15, 430824 w2

SREC WIDTH= 20804 HI

QAN - &0 o

BECCUPLER. STANDARD-16 HODULATION
FREQUENCY = 4.000 Py

PrOwER - 24907 3000
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YXR-500

CRICH 8919-30-3
14 S0L/CD300 APT
DSKL10/NSE014 AM

EXP1  PULSE SEQUENCE: APT30
DATE  08§-20-96
SOLVENT  €D300

FILE 854333

ACQUISITION DEC. & VT
™ 13.000 DM 1.000
b1 34865.0 DO 1680.0
AT 0.915 DM TNY
NP €4000 DM s
(o] 7.5 DwF 10400
Pt 21.4 DHR 36.0
-1} 1.000 HOMO L]
B2 7.00€-3
To 2000.0 PROCESSING
HT 5120 SE 0.318
cr 5120 LB 1.000
TEMP 29.0 FN 65538
PN9O 10.9 MATH F
03 1.00€-3
DLp 0 DISPLAY
4] 19300 8P ~500.0
s 128 WP 31424.3
£ 4 V8 100
It H sC 0
IN N wC 320
or Y 13 50
ALOCK Y RFL 3205.5
ROF § 10.0 FRFP a
ROF2 0.0 TH 3
ALFA 0 INS 1.000

SPIN 25.0 oc

PLOT SCALE = 982.0%1 HZ/CM
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Compound 10d

SEARLE
QE~300 PLUS

30.005
17JUNSE

g0 cocd

GPERATOR: 12C

GHE PULSE SEQUENCE

PMULSE WIOTH S‘ll usEC

-
- OEGREES
" L A TIME = i3 20 WIEC
v RECYCLE TTMC o 10 sEe——
MO OF ACQS o 20006
ATA IZE = 32148
LIME BRGADHG = 1.48 HI
SEIN ATE = 2 wPs
GpsERve
FREQUENCY = 13.412138 Wit
SPEC WIDTH= 20080 HI
GAIN - &0 e

CECCUPLER. STAMOARD-13 MODULATION
FREJUENGY = 4.000 »y
POWER = 23007 2000

MLOT SCALE
S2e 04 HI/CM
4 ql0e PPM/CM
FROM 249
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i 4 420
4 32 .
5 & 11.%2
4 82 11N
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VXR-500

CRICH 8919-37-7
1M SOL/CDCL3 APT
DSL.10/%58017 AM

EXP4  PULSE SEOUENCE: APTID
OATE 07-26-96
SOLVENT CDCL3
FILE BEI338

ACQUISITION DEC. & VT

™ 13.000 DN 1.000

2 24985.0 DO -290.0

AT 0.915 DM YHY

Ne 84000 DM S

L] 7.5 DMF 10400

P 21.8 OHe 3.0

ot 1.000 HOMO N

02 7.00E-3

To 2000.0  PROCESSING

NT 10240 SE 0.318

cT 10240 LB 1.000

TEMP 29.0 FN £553§

PuR0 10.9 MATH F

03 1.00E-3

B 0 DISPLAY

F8 19300 SP ~500.0

L] 128 WP 314243

53 4 V8 140

(8 N SC ¢

N N L 320

pe Y 18 50

ALOCK Y RFL 2887.3

ROF§ 10.0 PFP [

ROF2 10.0 ™ 3

AMFA 0 INS 1.000
0 oc

SPIN 5.

PLOT SCALE = 982.01 HZ/CM
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Compound 12f

VXR-500

CRICH 6219-37-8 0 Q
ALL/CDCL3, APT

O5K§1.¥S6018. FH /\OJL

EXP1  PULSE SEQUENCE: ARTI0

DATE 07-30-96

SOLVENT  CDCLA
FILE BES427

ACOUISITION DEC. & VT

™ 13.000 DN 1.000 -
SV 34985.0 DO -290.9
AT 0.915 DM YNY
NP §4000 O s
Px 7.5 owF 10400
31 21.8 ODHP .0
-1} 1.000 HOMO N .
D2 7.006-3
0 2000.0  PROCESSING
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TEWP 29.0 N 65838 v 1 : | . i \
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CAICH 5913-30-3

1K SOL/COCLY APT

DSK10/¥S8014 AN

EXPI PURSE SEQUENCE: APTIC
DATE 06-19-96

SOLVENT CDCL]
FILE 8542142
ACQUISITION
™ 13.000
SH 34965.0
AT °.913
w» 64000
~ 7.5
ot 21.9
: 23 1.000
02 7.00E-3
To 2000.0
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TEwe 29.0
Pug0 10.9
D3 1.00€-3
oe o
Fa 19300
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s3 4
L N
™ L
oe Y
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Rory 10.0
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ALFA [}
5.0

SPIN
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PROCESSING
SE 0.318
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MATH F

DISPLAY
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oc
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VXR-500

CRICH 6919-30-9
14 SOL/CICLI APT
DSK10/WSE0LS AM

£XPL  PULSE SEQUENCE 4APTID
DATE  08-19-98

)‘uiu“@]

Compound 10h

r

SOLVENT CDCL3
FILE 364281

ACOUISITION DEC. & VT

™ 13.000 ON 1.000

L] 34985.0 00 -290.0 -
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N 84000 DM H

[ 7.5 oo 10400

L1 1.8 oW 8.0
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0 2000.0  PAOCESSING °
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(2] 19300 SP -500.0

L1 128w 31424.3

s avs 100

L N sc [

™ N we 320

oe ¥ 18 50

AOCK Y AFL 28880

AOFY 10.0 PFP [

ROF2 0.0 ™ 3

ALEA 0 INS 1.000

SPIN 2s.0 oC

PLOT SCALE = 982.01 HZ/CM

220 200

rr'llllll[II!lllllI]l[rl[llllllllllllll]llll

180

i 140 120

100

é IRANERARE LARRE RN llll]lllllllll[llllll
0

80

l||[llllllll|]|l
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l]lll\]!lllllIH]llllI

40

0 PPM

a



w1777 ACLHICALl CICHICAL SOCICLY  J. AllL UICHL SOC. vV 117 Fdgoao /a4 L1yl SUPPICIICHLAL FdgC 20

VXR-500

Compound 13l

CRICH 8913-37-9 o‘\sl,

0
1M SOL/COCL3 APT .
USK10/WS8017 AM Q ﬂ/\©

EXP3  PULSE SEQUENCE: APTXO
CATE 07-28-98
SOLVENT CDCL3
FiLe 383337

ACOUISITION DEC, & VT
™ 13.000 oW 1.000
™ 34988.0 0O -290.0 .
AT 0.915 OM ™y
- $4000 DMM ]
~ 7.9 ONF 10400
Pt 21.8 DHe 8.0
o1 1,000 HOMO L
o2 7.008-3
To 2000.0 PROCESSING .
NT 10240 SE 0.318
cr 10240 L8 1.00¢
TENR 22.0 83538 T
;m i:.; MATH F [Il]llll]lllllllll]Illllllll]lIl||l|ll]llllll]ll[ll‘lll |||l|llg‘li||lllilllil[l[lllllll|Illlllllllllll[ll\l][lll‘l|l|]llll|l
1.00€-:
o o OISPLAY 240 220 200 180 160 140 120 100 80 60 40 20 PPM 0
8 19300 SP -500.9
s 120 we 31424.3
ss 4 vs 100
<8 L] sc [}
b} L] e 320
oe Y 1s 50
ALOCK Y AL 20073
ROFY 10.0 Rep [}
ROF2 0.0 TH i
ALFA Q INS 1.000
SPIN 23.0 oc

PLOT SCALE = 982.01 HZ/CM



Y1777 ANCLICAll CICHICAL SOCICLY  J. AllL UHCHL S0OC. V117 Fdgoso /a4 L1yl SUPPICIHICILAL FdgC £/

VXR-500

CRICH 6919-30-%
1H S0L/COCLY APT
DSX10/WSK084 AN

pe

EXPY PULSE SEQUENCE: APT30

Compound 11]j

OATE  08-19-96
SOLYENT CDCL3
FLE 854282
ACOUTSITION OEC. & VT
™ 13.000 DN 1.000 -
™ 34965.0 0O -290.9
AT 0.918 DM YNY -
e 84000 DM - .
~ 7.5 Dw 10400
Pt 2.8 oHe 3.0
01 1.000 HOMO N
02 7.00€-3
o 2000.0  PROCESSING B
NT 3120 s& 0.318
cT 1483 LS 1.000
TEMR 29.0 FN 83538
g“ ;:" HATH F laa s Run R RRRN lIll[llllIllIl[llll]lIl||lllléllll||lll|lIl]lllllllll'Illllllli|ll|ll
1.00E-3
S o DISPLAY 240 220 200 180 i60 1490 120 100 80 80 40 20 PPM
s 18300 s# ~500.0
as 128 wP 31424.3
33 4 VS 100
I N s ]
N N W 320
oe Y Is %0
ALOCK Y AFL 2047.3
ROF¢ 10.0 RArp 9
ROF2 0.0 TH 3
ALFA e INS $.000
[+

SPIN 25.0

PLOT SCALE = 982.0% HZ/CM



~ 4440 LA IVAEL idlviivdl JVMIVLY  Je 23808 AddELL V. 4+ 42 L Udgvy TV AT LAyl JUppiviiiviital L ugvy <Y

VXR-500

Compound 10k

(0]
CRICH 6919-30-12 JL
IH SOL/COCLA APT a N
03K10/¥S8014 AN
EXP7  PLSE SEQUENCE. APTI)
DATE 06-18-36

SOLVENT CDCLI
FILE 884279

ACGUISITION DEC. & VT

™ 13.000 ON 1.000
£ 34965.0 0O -290.0
AT 0.913 OM ™Y -
- 64000 DMM 3
Py 7.8 DMF 10400
L3 21.8 DHR 3s.0
ot 1.000 HOMO N
02 7.008-3
10 2000.0  PAOCESSING .
NT 7880 SE 0.318
cr 7880 LB 1,000
THe 9.0 M £5536 T T
;;" 10;:.: HATH F llllllll]lllllllll]lll\ TVTT]TTTT llll[llll'llll[lll\l IRRB ERRR Illl[lllllllll‘ll[llllll]lllllllll lllllllll]llllllllllllli‘
o o OISPLAY 240 220 200 180 160 140 120 100 a0 60 40 20 PPM [+
2] 19300 SP -%00.0
[ 120 we 31424.2
4] 4 vs 100
L L} sC o
™ L] wc 320
om Y s 50
AOCK Y AFL 2087.5
AOFY 10.0 AFP []
AOFZ 10.6 TH 3
ALFA o INS t.000
SPIN FL N I

f

A ]

PLOT SCALE = 982.01 HZ/CM



LUl aT 4Ll

g A U vVl L dgy &4

=g 4 4L 3l Wil ollwiiilvill VW o 431, il WV ¥y 417
Compound 13l
0o |
CAICH 6919-37~13 \fs'fo '
1M SOL/COCLY apT \N/-—Q
O3K10/$8017 aM
EXP2 PULSE SEoUENCE: aPTIg
DATE 07-26-96
SOLVENT cocLa
*ILE assaas
ACQUISITION  0gC. g vr
™ 13.000 ON 1.000
™ 34983.0 DO ~280.0 -
AT 0.915 Du ™Y
N 64000 DMM
P 7.5 0w 10400
» 21.8 O .0
01 1.000 HOWO M
02 7.008-3
To 2000.0  PROCESSING -
HT 10240 SE 0.318
cr 10240 8 1.000 I
TEN" 3.0 PN 5838 L
::” ‘.0;:;: MATH F ll\‘lllll|]|lll||||I‘l|l]l|lll‘ll ‘Illll‘l!lllllllll[ll' ll]llll’lll‘lllll'|]l"l|l]lllll||]l{llll! lllllllllll‘ll]‘l‘l[llr‘rl—'—
e o DIseLaY 240 220 200 180 160 140 120 10 0 60 40 20PPM g
4 ] 19300 sP ~500.0
as 120 wp 31424.3
38 4 vs 100
s N sc ]
mn N wC o
oe Y pi 4 30
MoK v L 2eer.s
RoFy 19.0 e 0
Rorg 10.0 ™ 3
ALFA Q INS 1.000
eI 30 e )
PLOT SCALE = 982.01% HZ/CM
*



vil/Z bdguTro/7 L1yl ouppiviliviitdl dgv OV

20-JUN-1996 09:53:12
GDS6219-_047— PAGE
GDS-S-6219-C~_ 330 _

17770 Alllvlivdll Lllviiival DUvVIvLy - J. Al ULV OV,

f

Compound 11a

1,2 T 107689
1 o320 68F  sdomitter CAW 4 sampies |22
10 mple Codafs) 64 H‘H’W'é L -9to1
VT Column Type Zorbéx | Zor ooy Rw €%
Column # F\u’ ikl A / LAS _em 1d_b mm
0.g1l Motile Pha\se Holhy 'h)| 100/0-25 WS, mo/c,_sw\‘; M‘—ﬂNIH ,
Fiow mijmia Pres psi Det.&_nm
nj 10 Conc. Chspd X cmjmin AUFS _0O-]
. 0.5 Pump LAz 67 2 gec | 14 Det LA GL% inj_N)4
h Anaiyst . . Date L
r_OJ— WD sl 6-0\-6¢,
~ 0.4 2 /@ L.c /214
0.2
a3 I
0.0 . .
Bt bhobg bt ¢
_O. 2 — . . L 1 :
0 ) 10 15 20 29 30
INST.:308 RUN:2573 MINUTES
Txveere~sr THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSIQON ****x*xx:
INST.NO. 309 INJECTION ID NO. 2579 INJ TIME: 19-JUN-96 11:57:16
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 138
METHOD COMMENT: ~ 30~
METHCD NAME: MD1 SAMPLE ID:
PX START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA %
: 4.34 4.43 4.58 0.0014547 0.0001515 0.09
2 5.01 5.17 5.32 0.0012973 0.0001555 0.10
3 6.04 6.19 6.43 0.0073185 0.0009307 0.57
4 11.75 12.05 12.32 1.1258751 0.1589018 7.78
S 12.32 12.34 12.70 0.0079%867 0.0012621 0.78
& 13.63 13.75 14.11 0.0005741 0.0000834 0.05
7 16.91 17.07 17.34 0.0028264 0.0004028 0.25
g 17.55 17.75 13.07 0.0044249 0.0006205 0.38
Report Process Time 20-JUN-1996 09:53:12, Report Based on Cursor Editing
Integration parameters in use for this lnjection:
TIME VALUE TYPEZ -- TIME VALUE TYPE -- TIME VALUE TYPE
0.00C0 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 psS 2.1500 0.0000 LT



17770 Alllvlivdll Lllviiival DUvVIvLy - J. Al ULV OV,

VOLTS

OlS"

\

vil/s bdguTro/7 L1yl oupplviiviitdl agvy J 1

Compound 11b

20-JUN-1996 10:22:19

0

P

GDS6219-_ng 2. PAGE
GDS-5-6219-C-_35)

g

1 bide et 4

bt

fi i

t

-Q.53
0

10

15

MINUTES

20

29

30

INST.:209 RUN:2600

*exwxxx~ THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ***%xx*:

INST.NO. 309 INJECTION ID NO. 2600 INJ TIME: 20-JUN-96 04:15:21
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 159
METHOD COMMENT : “30-2
METHOD NAME: MD1 SAMPLE ID:
PX START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA %
1 4.34 4.43 4.53 0.0003747 0.0000347 0.02
2 5.11 5.39 5.83 1.3198301 0.2249061 97.94
3 5.83 5.90 6.26 0.0059262 0.0010017 0.44
4 6.26 6.44 6.70 0.0018232 0.0003199 0.14 .
5 6.85 6.98 7.31 0.0007962 0.0001271 0.06
6 7.79 7.94 8.11 0.0023431 0.0003091 0.13
7 8.12 8.34 8.50 0.0013389 0.0002078 0.09
8 9.18 9.33 9.49 0.0007618 0.0000988 0.04
3 9.83 9.95 10.18 0.0005743 0.0000925 0.04
1 10.88 11.03 11.24 0.0007375 0.0001121 0.05
11 12.80 13.04 13.30 0.0145632 0.0021708 0.95
12 14.96 15.11 15.25 0.0005376 0.0000769 0.03
13 15.72 15.85 16.32 0.0002969 0.0000596 0.03
14 19.75 19.87 20.06 0.0010278 0.0001292 0.06



w1777 ACLICAll CICHICAL SOCICLY  J. AllL UICHL SOC. vV 117 Fdgoao /a4 L1yl SUPPICIICHLAL FdgC 54

20-JUN-1996 09:56:36
GDS6219-_042 PAGE

GDS-S-6219-C-_3< 2

Compound 10c

1.5 1
5. 0
1.01
. .
g OIS"
\
0.0 — * Py ” >
ih LN Y’
-0.5 ' ‘ . ; ,
0 5) 10 . 19 20 25 20
MINUTES

N
9]

INST.:388 RUN:Z2281

¥ywwwxxe= THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ** %%k

INST.NO. 309 INJECTION ID NO. 2581 INJ TIME: 19-JUN-96 13:30:46
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 140
METHOD COMMENT: -30-3
METHCD NAME: MD1 SAMPLE ID:
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT 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 7.83
3 11.78 11.77 12.54 0.0163504 0.0031525 1.37
4 12.83 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
Report ?Process Time 20-JUN-1996 09:56:36, Report Based on Cursor Editing
Integration parameters in use for this injection:
TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.000C0C 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
0.000¢C 0.0300 PpsS 2.1500 0.0000 LT



w1770 Alllviivdll Llvliiival oOUvVIvLy J. Al ULV DUV V1L L 7 T dguTo /7 Lyl ouppliviiviitdl dage D0

20-JUN-1996 10:01:10
GDS6219-__ 042 PAGE

GDS-5-6219-C~-__353

g

Compound 10d

o

EJLP{

BN

OlS"

VOLTS

AL

Hobb bt M '

-0.5 . , .
15 20 23 30
MINUTES

0 5 10
RUN: 2584

- -
. 200
N

tecscsrr THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ***%%%:

INST.NO. 309 INJECTION ID NO. 2584 INJ TIME: 18-JUN-96 15:51:03
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 143
METHOD COMMENT: _ 30*/1'#
MEZTHOD NAME: MD1 SAMPLE ID:
PX START CREST END PEAK PEAK AREA
N TIM= TIME TIME HEIGHT AREA %
1 5.65 5.79 5.93 0.0007551 0.0000942 0.04
2 7.21 7.69 8.11 1.3201969 0.2288113 8.57
3 8.11 8.48 9.46 0.0027781 0.002109s6 0.91
4 10.13 10.32 10.54 0.0058619 0.0008196 0.35
5 11.49 11.63 11.76 0.0012332 0.0001579 0.07
6 12.49 12.59 12.80 0.0005205 0.0000670 0.03
7 19.59 19.70 20.17 0.0002895 0.0000734 0.03
Report Process Time 20-JUN-1996 10:01:10, Report Based on Cursor Editing
Integration parameters in use for this injection:
TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.C000 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



~ 420 LA IVAELT idlviivdl JVAMIVLY e 23R AL V. Y 23S

Compound 13e

4+ Uupvy T 4yl Juppiviiiviitl L iy S 7

9-AUG-1996 08:16:39

GDS6219-

112  PAGE

GDS-S-6219D-__ | 0

0.8 1
1 o, .0
\S\
0,61 )ij N
014"
[Vp]
e
-
C
p-2
012"
5 e .
0.0+ M Y H
_0.2 ' ~ - ' ' :
0 5 1o . 1S 20 25 3
MINUTES

INST.: 308

RUN: 2731

*#x*%*x*%%* THTS REPORT WAS WRITTEN

DURING AN INTERACTIVE GRAPZICS

SESS:ON * ko hhok k%

INST.NO. 309 INJECTION ID NO. 2791 INJ TIME: 07-AUG-96 22:50:05
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 350
METHOD COMMENT: — -
METHOD NAME: MD SAMPLE ID:éq\q 37 7
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT 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 11.78 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 0.075208¢6 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
0.00C0 0.0500 PS 0.0000 0.0000 NS 0.0000Q 0.0000 SR
0.0000 1.0000 PwW 0.0000 2.0000 spP 0.Q0000 2.0000 SN
0.0000 0.0200 PS 3.5000 0.0000 LT



vil/Z bdguTo/7 L1yl oupplviiviitdl agvy JJ

JI-AUG-1Y96 U8:14:01
GDS6219-__\Y\2- PAGE

GDS-S-6219D-_ (0w

17770 Alllvlivdll Lllviiival DUvVIvLy - J. Al ULV OV,

Compound 12f

VOLTS

O.Z..

0.0 b b $4 ¢y b

-0.2 ' - - . , .
0 5 1o 15 20 25 30
INST.:3CS RUN:2783 MINUTES

*#*%xkkx*x THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SZSSION *****x*

INST.NO. 308 INJECTION ID NO. 2785 INJ TIME: 07-AUG-96 18:48:32
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 344 _
METHOD COMMENT : - .
METHOD NAME: MD SAMPLE ID: Gq\q 37-%
PK START CREST END PEAK . PEAK AREA
NO TIME TIME TIME HEIGHT AREA %
1 4.49 4.79 5.08 0.0026696 0.0004309 0.20
2 95.54 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 injection:

TIME VALUE TYPE -- TIME VALUE TYPE -- TIME VALUE TYPE
0.0000 0.0500 PsS 0.0000 0.0000 NS 0.0000 0.0000 SR
0.0000 1.0000 PW 0.0000 2.0000 sPp 0.0000 2.0000 SN
0.0000 0.0200 PS 3.5000 0.0000 LT



N 1770 Alllviivdll Llvliiival OUvVIGLY J. Al ULIVIHL DUV V1L T dgbTo /77 Lyl ouppiviliviitdl dgv DU

4U~JUN-L1Y96 L1U:UZ:58
GDS6219-_e¢4 3 PAGE

0.871
0

el e

014"

VOLTS

OaZ"

Q.04 T b ti

-Q. 2 - , , , , .
0 5 10 - 15 20 25 30
RUN: 2585 MINUTES

w

INST.: 3208

*¥wwwxxv THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION Rk Ak

INST.NO. 3089 INJECTION ID NO. 2585 INJ TIME: 19-JUN-S6 16:37:49
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 144
METHOD COMMENT: -3 o—S~
METHOD NAME: MD1 SAMPLE ID:
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA %
1 4.39 4.54 4.74 0.0033312 0.0003338 0.32
2 5.15 5.31 5.55 0.0040143 0.0004589 0.43
3 7.53 7.69 7.92 0.0017701 0.0002487 0.24
4 11.08 11.43 12.49 0.7310832 0.1038322 98.14
5 19.86 20.18 20.44 0.0046256 0.0009251 0.87

Report Process Time 20-JUN-1996 10:02:58, 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 PwW 0.0000 2.0000 sp 0.0000 2.0000 sN
0.0000 0.0300 Pps 2.1500 0.0000 LT



w1777 Alivlivall Cliviiiival QUUIULy Joo A ol vuUe. vV 117 r‘agcbro = rlyuu ouppwuwut‘al r‘agc D7
- MW A I LV VO LT

GDS6219-_042 pagEe
Compound 10h GDS-5-6219-C-_330)

On 04 T

)\Eiﬁ/@

O-OZ T -

0.0371

VOLTS

0101 1

Q.00 4

0 5 10 15 20 25 30
INST.:30S% RUN: 2530 - MINUTES

*evev<=x THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION **%%%x

INST.NO. 305 INJECTION ID NO. 2590 INJ TIME: 19-JUN-96 20:31:36
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 1489
METHOD COMMENT: ,_30/ g
METHOD NAME: MD1 SAMPLE ID:
PX START CREST END PEAK PEAK AREA
X0 TIME TIME TIME HEIGHT 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

Report 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 pPw 0.0000 2.0000 sp 0.0000 2.0000 sy
0.0000 0.0300 Ps 2.1500 0.0000 LT



Y1777 ANCLHICAll CHICHICAL SOCICLY  J. AllL UICHL SOC. vV 117 Fdgoso /a4 L1yl SUPPICIHICHLAL Fdgc 506

FTHAVUITLIIV VO L% 4T

GDS6219-_112-  page -
GDS-S-62138D-
Compound 13l
' |
.20 r o, 0 |
S\ /\©

0.191

Ol 10 T
w2
|._
-
(o]
-

Ol OS T

- N
t¢ tede Nt by
Q.00 +
-0.C32 : . , , ,
C 2 1Q 13 20 23 30
INST.:30S RUN:2786 MINUTES

***kxkk%kk*x THTS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION ******%*

INST.NO. 309 INJECTION ID NO. 2786 INJ TIME: 07-AUG-96 19:29:26
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 345
METHOD COMMENT: _ _
METHOD NAME: MD SAMPLE ID: 6 q \ q 37 q
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT AREA %
1 4.66 4.76 5.25 0.0002275 0.0000443 0.20
2 10.84 10.99 11.23 0.0008439 0.0001162 0.52
3 11.60 11.79 12.02 0.0020398 0.0002717 1.22
4 13.33 13.43 13.59 0.0002024 0.0000232 0.10
5 13.99 14.28 14.83 0.1627684 0.0217879 7.66
6 15.83 15.98 16.18 0.0003938 0.0000669 0.30
9-AUG-1996 08:14:25, Report Based on Reintegration

Report Process Time :
Integration parameters in use for this injection:

VALUE TYPE -- TIME VALUE TYPE

TIME VALUE TYPE -- TIME

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



w1770 Alllviivdll Llliiival OUvVIGLY J. Al ULIVIHL DUV VI L7 TdgbTo /77 Lyl ouppiviliviitdl dgv 07

L oW e T ek !

Compound 11] GDS6219-_04% PAGE

GDS-5-6219-C- 3§3
O|4T 0
! N’_Q
0.3 1

0.24 ‘

VOLTS

P3O, ey b

Q.01 bt H tt

A
— T
-

H

—
- &
——

0 5 10 15 20 25 30
INST.: 202 RUN; 2331 MINUTES

«vvewres THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION *****x*»

INST.NO. 309 INJECTION ID NO. 2591 INJ TIME: 19-JUN-96 21:18:22
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 150
METHOD COMMENT : _
METHOD NAME: MD1 SAMPLE ID: 30/51‘
PK START CREST END PEAK PEAK AREA
NO TIME TIME TIME HEIGHT 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 PpS 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



w1777 ACLHICAll CICHICAL SOCICLY  J. AllL UICHL SOC. vV 117 Fdgoao /a4 L1yl SUpPPICIICHLAL FdgC aU

LUTUUNTLIIU LUilJidl
GDS6219-_ 041 PAGE

d 10k
Compoun GDS-S-6219-C~

o /J\ﬁjiN’ﬂ_<C::>

0.037

Ol 02 T

VOLTS

.01 4

Q. 00 1

-0. 01

(9}
at

0 | 15 20 25 30
33 RUN: 2537 MINUTES

~

V-t
()

N

ui

*eeerc-c THIS REPORT WAS WRITTEN DURING AN INTERACTIVE GRAPHICS SESSION **¥**#%x-

INST.NO. 308 INJECTION ID NO. 2597 INJ TIME: 20-JUN-96 01:55:05
USER ID: DESA INGRAD RUN ID: *MD -CYCLE: 156
METHCD COMMENT: - 33 v\
METHOD NAME: MD1 SAMPLE ID:
PX START CREST END PEAK PEAK AREA
N0 TIME TIME TIME HEIGHT 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
3.0000 1.0000 PW 0.0000 2.0000 sp 0.0000 2.0000 SN
0.0000 0.0300 Ps 2.1500 0.0000 LT :



