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Experimental details for compounds 7, 19-22, 26-29, 32-33, 35-39, 41-64.

N-benzyl-6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (7)

Synthesized from 2,4,6-trichloroquinazoline and benzylamine according to general
method A. Yield: 512 mg (54%). Mp 124.6-126.9°C; 'H NMR (CDCls) & (ppm) 7.44-
7.31 (m, 8H), 5.63 (s, 1H), 4.76 (d, J= 5.3 Hz, 2H), 3.89 (t, J= 5.0 Hz, 4H), 2.44, (t, J=
5.0 Hz, 4H), 2.31 (s, 3H); °C NMR (CDCl3) & (ppm) 158.90, 158.87, 150.74, 138.55,
132.83, 128.43, 127.55, 127.20, 126.96, 125.39, 120.65, 111.05, 54.96, 46.09, 44.91,
43.71; MS (ESI) m/z 368 (M+H)".

7-chloroquinazolin-2,4(1H,3H)-dione (19)

Prepared according to general method D from 2-amino-4-chlorobenzoic acid ( 4.25 g,
24.8 mmol) and urea ( 15.0 g, 248 mmol). Yield: 2.87 g (59%) of a beige powder. 'H-
NMR (DMSO-66) 6 (ppm) 11.40 (br s, 1H), 11.24 (br s, 1H), 7.86 (d, J= 8.4 Hz, 1H),
7.22-7.15 (m, 2H).

6-chloro-8-methylquinazolin-2,4(1H,3H)-dione (20)

Prepared according to general method D from 2-amino-3-methyl-5-chlorobenzoic acid
(4.0 g, 21.6 mmol) and urea (12.93 g, 216 mmol). Yield: 3.79 g (83%) of a yellow
powder. "H-NMR (DMSO-8) & (ppm) 7.60 (s, 1H), 7.44 (s, 1H), 2.28 (s, 3H).

6-fluoroquinazolin-2,4(1H,3H)-dione (21)

Prepared according to general method D from 2-amino-5-fluorobenzoic acid (1.0 g, 6.45
mmol) and urea (3.87 g, 64.5 mmol). Yield: 968 mg (83%) of a white solid. '"H.NMR
(DMSO0-66) 0 (ppm) 11.29 (br s, 2H), 7.59-7.47 (m, 2H), 7.20-7.14 (m, 1H).

5-methylquinazolin-2,4(1H,3H)-dione (22)

Prepared according to general method D from 2-amino-6-methylbenzoic acid (3.75 g,
24.8 mmol) and urea (248 g, mmol). Yield: 1.94 g (44%) of a white powder. 'H-NMR
(DMSO0-66) 0 (ppm) 11.02 (br s, 2H), 7.42 (t, J= 7.8 Hz, 1H), 6.98 (d, J= 8.1 Hz, 1H),
6.91 (d, J=7.4 Hz, 1H), 2.62 (s, 3H).
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2,4,6-trichloro-8-methylquinazoline (26)

Prepared according to general method E from 6-chloro-8-methylquinazolin-2,4(1H,3H)-
dione (1.00 g, 4.76 mmol). Yield: 414 mg (35%). "H-NMR (CDCl;) & (ppm); *C-NMR
(CDCl3) 6 (ppm) 8.01 (s, 1H), 7.72 (s, 1H), 2.69 (s, 3H); 162.83, 154.25, 150.12, 139.15,
136.48, 134.46, 122.88, 122.23, 17.13.

2,4-dichloro-6-fluoroquinazoline (27)
Prepared according to general method E from 6-fluoroquinazolin-2,4(1H,3H)-dione (500
mg, 3.01 mmol). Yield: 470 mg (72%). 'H-NMR (CDCl3) § (ppm) 7.97-69 (m, 3H).

2,4-dichloro-5-methylquinazoline (28)

Prepared according to general method E from 5-methylquinazolin-2,4(1H,3H)-dione (960
mg, 5.44 mmol). Yield: 1.07 g (90%). 'H-NMR (CDCls) & (ppm) 7.77-7.67 (m, 2H),
7.43-7.38 (m, 1H), 2.92 (s, 3H); "C-NMR (CDCl;) & (ppm) 162.89, 154.33, 153.94,
136.84, 135.08, 132.13, 126.73, 121.89, 24.83

2-(4-methylpiperazin-1-yl)quinazolin-4-amine (29)

Synthesized from 2,4,6-trichloroquinazoline and saturated ammonia in EtOH according
to general method A. After work-up the compound was purified by recrystallisation from
EtOAc. Yield 162 mg (55%) of beige crystals. Mp 181.6-183.3°C; '"H NMR (CDCls) &
7.57-7.43 (m, 3H), 7.10-7.02 (m, 1H), 5.31 (s, 1H), 3.89 (t, /= 5.1 Hz, 4H), 2.45 (t, J=5.1
Hz, 4H), 2.31 (s, 3H); ’C NMR (CDCl3) & (ppm) 161.45, 158.81, 152.58, 133.01,
125.78, 121.60, 121.02, 109.63, 55.02, 46.12, 43.65; MS (ESI) m/z 244 (M+H)".

4-(benzyloxy)-2-(4-methylpiperazin-1-yl)quinazoline (32)

Synthesized from 2,4,6-trichloroquinazoline and benzylamine according to general
method B. Yield 163 mg (32 %) of a yellow solid. Mp 88.0-89.0°C; '"H NMR (CDCl;) &
7.94 (dd, J= 0.9 Hz, J= 8.1 Hz, 1H), 7.61-7.06 (m, 8H), 5.52 (s, 2H), 3.94 (t, J= 5.0 Hz,
4H), 2.48 (t, J= 5.1 Hz, 4H), 2.33 (s, 3H); MS (ESI) m/z 335 (M+H)".

2-(4-methylpiperazin-1-yl)-N-phenylquinazolin-4-amine (33)
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Synthesized from 2,4,6-trichloroquinazoline and aniline according to general method A.
Yield 165 mg (34%) of a beige solid. Mp 135.3-138.7°C; '"H NMR (CDCls) & 7.68-7.51
(m, 4H), 7.47-7.24 (m, 3H), 7.14-7.07 (m, 2H), 3.91 (t, J= 4.9 Hz, 4H), 2.46 (t, J= 5.0
Hz, 4H), 2.31 (s, 3H); *C NMR (CDCl3) & (ppm) 158.49, 157.32, 152.65, 138.55,
132.75, 128.70, 126,19, 123.56, 121.32, 121.01, 120.27, 110.25, 55.01, 46.13, 43.82; MS
(ESI) m/z 320 (M+H)".

2-(4-methylpiperazin-1-yl)-N-phenethylquinazolin-4-amine (35)

Synthesized from 2,4-dichloroquinazoline and phenethylamine according to general
method A. Yield: 370 mg (71 %) of a yellow solid. Mp 92.5-95.2°C; '"H NMR (CDCl3) &
7.52-7.42 (m, 2H), 7.36-7.01 (m, 6H), 7.04-6.96 (m, 1H), 5.57 (m, 1H), 3.94 (t, J= 5.0
Hz, 4H), 3.82 (q, J= 7.0 Hz, 2H), 2.98 (t, J= 7.0 Hz, 2H), 2.48 (t, J= 5.1 Hz, 4H), 2.33
(s, 3H); °C NMR (CDCls) & (ppm) 159.50, 158.80, 151.99, 139.02, 132.32, 128.68,
128.56, 126.40, 125.76, 120.79, 120.33, 110.30, 55.07, 46.15, 43.71, 42.17, 35.18; MS
(ESI) m/z 348 (M+H)".

6-chloro-2-(4-methylpiperazin-1-yl)-N-phenylethylquinazolin-4-amine (36)
Synthesized from 2,4,6-trichloroquinazoline and phenethylamine according to general
method A. Yield 232 mg (71%). Mp 136.6-138.8°C; 'H NMR (CDCl3) & 7.38-7.19 (m,
8H), 5.42 (app br t, 1H), 3.94-3.89 (m, 4H), 3.80 (q, J= 6.9 Hz, 2 H), 2.97 (t, /= 7.1 Hz,
2H), 2.46 (t, J=5.1 Hz, 4H), 2.32 (s, 3H); °C NMR (CDCls) & (ppm) 158.80, 159.70,
150.70, 138.81, 132.80, 128.62, 128.60, 127.34, 126.48, 125.45, 119.86, 110.83, 54.99,
46.10, 43.62, 42.30, 35.10; MS (ESI) m/z 382 (M+H)".

6-chloro-N-isopropyl-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (37)

Synthesized from 2.,4,6-trichloroquinazoline and isopropylamine according to general
method A. Yield: 227 mg (83%). Mp 187.8-189.8°C; 'H-NMR (CDCl;) & (ppm) 7.42-
7.31 (m, 3H), 5.13 (d, J= 6.6 Hz, 1H), 4.39 (sp, J= 6.6 Hz, 1H), 3.88 (t, J= 4.9 Hz, 4H),
2.45 (t, J= 5.0 Hz, 4H), 2.31 (s, 3H), 1.29 (d, J= 6.5 Hz, 6H); '>°C NMR (CDCl3) & (ppm)
158.88, 157.98, 150.69, 132.63, 127.34, 125.31, 119.89, 110.82, 55.00, 46.12, 43.59,
42.68, 22.35; MS (ESI) m/z 320 (M+H)".
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6-chloro-N,N-dimethyl-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (38)
Synthesized from 2,4,6-trichloroquinazoline and N,N-dimethylamine according to general
method A. A solution of N,N-dimethylamine in EtOH (33%) was used and stirring was
continued for 24 hours. Yield: 301 mg (77%) of a yellow solid. Mp 89.8-92.8°C; 'H-
NMR (CDCls) 6 (ppm) 7.75-7.74 (m, 1H), 7.39-7.38 (m, 2H), 3.88 (t, J= 5.1 Hz, 4H),
3.23 (s, 6H), 2.45 (t, J= 5.1 Hz, 4H), 2.32 (s, 3H); *C NMR (CDCl5) & (ppm) 163.67,
158.14, 152.94, 132.32, 127.32, 124.69, 124.26, 112.08, 55.02, 46.16, 43.69, 41.54; MS
(ESI) m/z 306 (M+H)".

6-chloro-N-cyclohexyl-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (39)
Synthesized from 2,4,6-trichloroquinazoline and cyclohexylamine according to general
method A. Yield: 115 mg (36%). Mp 148.9-152.0°C; '"H-NMR (CDCl3) & (ppm) 7.41-
7.30 (m, 3H), 5.49 (m, 1H), 3.88 (t, J= 4,9 Hz, 4H), 3.37 (t, J= 6.1 Hz, 2H), 2.44 (t, J=
5.0 Hz, 4H), 2.30 (s, 3H), 1.79-1.63 (m, 6H), 1.25-0.95 (m, 5H); °C NMR (CDCl5) &
(ppm) 158.95, 158.88, 150.71, 132.68, 127.36, 125.33, 119.84, 110.88, 55.01, 47.30,
46.14, 43.62, 37.64, 31.04, 26.25, 25.26; MS (ESI) m/z 374 (M+H)".

7-chloro-N-methyl-2-(4-methylpiperazin-1-yl)-quinazolin-4-amine (41)

Prepared according to general method E from 2,4,7-trichloroquinazoline (300 mg, 1.28
mmol) and methylamine (0.23 ml, 40% w/w in water). Yield: 219 mg (59%). 'H-NMR
(CDCl3) & (ppm) 7.39 (d, J=2.0, 1H), 7.30 (d, J= 8.6 Hz, 1H), 6.93 (dd, J=2.1 Hz, J=8.6
Hz, 1H), 5.47 (br s, 1H), 3.91 (t, J= 5.0 Hz, 4H), 4.81 (d, J= 4.8 Hz, 3H), 2.44 (t, J= 5.1
Hz, 4H); "C-NMR (CDCl3) & (ppm) 159.98, 159.22, 153.02, 138.10, 124.81, 121.76,
121.08, 108.78, 55.03, 46.14, 43.58, 27.90.

5-methyl-N-methyl-2-(4-methylpiperazin-1-yl)-quinazolin-4-amine (42)

Prepared according to general method E from 2,4-dichloro-5-methylquinazoline (208 mg,
0.89 mmol) and methylamine (0.25 ml, 33% w/w in water). Yield: 196 mg (74%). 'H-
NMR (CDCl3) & (ppm) 7.29-7.27 (m, 2H), 6.75 (m, 1H), 5.82 (br s, 1H), 3.88 (t, J=4.5
Hz, 4H), 3.04 (d, J= 4.4 Hz, 3H), 2.69 (s, 3H), 2.45 (t, J= 4.3 Hz, 4H), 2.30 (s, 3H); "°C-
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NMR (CDCls) 6 (ppm) 161.80, 158.10, 153.82, 132.51, 131.33, 124.38, 124.28, 110.98,
55.09, 46.17, 43.63, 28.52, 23.96.

N-(4-aminobenzyl)-6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (43)
Synthesized from 2,4,6-trichloroquinazoline and 4-aminobenzylamine according to
general method A. Yield: 245 mg (74%) Mp 145.9-148.5°C; 'H-NMR (CDCl3) 6 (ppm)
7.37-7.32 (m, 3H), 7.15 (d, J= 8.4 Hz, 2H), 6.65 (d, J= 8.4 Hz, 2H), 5.47 (m, 1H), 4.60
(d, J=5.0 Hz, 2H), 3.91 (t, J=5.0 Hz, 4H), 2.45 (t, J= 5.0 Hz, 4H), 2.31 (s, 3H); °C NMR
(CDCl3) & (ppm) 158.53, 158.40, 150.34, 147.34, 132.21, 128.40, 126.68, 126.11, 123.71,
121.87,113.36, 111.11, 54.38, 45.67, 43.36, 43.09; MS (ESI) m/z 383 (M+H)".

6-chloro-N-(4-methoxybenzyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (44)
Synthesized from 2,4,6-trichloroquinazoline and 4-methoxybenzylalcohol according to
general method A. Yield: 202 mg (59%). "H-NMR (CDCl3) 6 (ppm) 7.35-7.19 (m, 5H),
6.82 (d, J= 7.7 Hz, 2H), 5.61 (m, 1H), 4.62 (d, J= 5.0 Hz, 2H), 3.86 (t, J= 4.5 Hz, 4H),
3.74 (s, 3H), 2.41 (t, J= 4.6 Hz, 4H), 2.27 (s, 3H); °C NMR (CDCL) & (ppm) 158.95,
158.73, 158.55, 150.67, 132.83, 130.20, 129.16, 127.25, 125.49, 120.02, 113.95, 110.74,
55.14, 54.92, 46.04, 44.64, 43.58; MS (ESI) m/z 398 (M+H)".

6-chloro-N-(4-fluorobenzyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (45)
Synthesized from 2.,4,6-trichloroquinazoline and 4-fluorobenzylamine according to
general method A. Purification was done by trituration with a small amount of ether.
Yield: 315 mg (95%). Mp 127.4-131.5°C; '"H-NMR (CDCl3) & (ppm); 7.40-7.19 (m, 5H),
7.01-6.92 (m, 2H), 5.68 (m, 1H), 4.67 (d, J= 5.4 Hz, 2H), 3.84 (t, J= 4.8 Hz, 4H), 2.39 (t,
J=15.1Hz, 4H), 2.27 (s, 3H) ; ’C NMR (CDCls) & (ppm) 164.44, 159.56, 158.68, 158.63,
150.65, 134.19, 134.13, 132.94, 129.40, 129.24, 127.20, 125.61, 120.21, 115.55, 115.12,
110.78, 54.87, 46.00, 44.34, 43.56; MS (ESI) m/z 386 (M+H)".

4-((6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-ylamino)methyl)benzonitrile
(46)
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Synthesized from 2.4,6-trichloroquinazoline and 4-cyanobenzylamine according to
general method A. Yield: 252 mg (75%). Mp 127.4-131.5°C; "H-NMR (CDCl3) & (ppm)
7.60 (d, J= 8.4 Hz, 2H), 7.47-7.35 (m, 5H), 5.85 (m, 1H), 4.82 (d, J= 5.7 Hz, 2H), 3.80 (t,
J=5.0 Hz, 4H), 2.38 (t, J= 5.0 Hz, 4H), 2.29 (s, 3H); >C NMR (CDCls) & (ppm) 158.63,
158.16, 150.36, 145.53, 132.50, 131.97, 127.87, 126.80, 123.94, 121.82, 118.70, 110.88,
109.13, 54.22, 45.60, 43.53, 43.04; MS (ESI) m/z 393 (M+H)".

6-chloro-N-(3,4-difluorobenzyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (47)
Synthesized from 2,4,6-trichloroquinazoline and 3,4-difluorobenzylamine according to
general method A. Yield: 294 mg (85%). Mp 127.4-131.5°C; "H-NMR (CDCls) & (ppm);
7.49 (d, J= 1.6 Hz, 1H), 7.44-7.33 (m, 2H), 7.19-7.03 (m, 3H), 5.97 (m, 1H), 4.68 (d, J=
5.6 Hz, 2H), 3.85 (t, J= 5.0 Hz, 4H), 2.43 (t, J= 5.0 Hz, 4H), 2.30 (s, 3H); °C NMR
(CDCl3) & (ppm) 158.59, 158.47, 150.71, 135.46, 133.12, 127.36, 125.78, 123.51, 123.43,
123.38, 123.31, 119.99, 117.41, 117.07, 116.69, 116.35, 110.57, 54.82, 45.98, 44.09,
44.06, 43.55; MS (ESI) m/z 404 (M+H)".

2-(6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-ylamino)ethanol (48)

Synthesized from 2,4,6-trichloroquinazoline and 2-aminoethanol according to general
method A. The compound was purified by recrystallisation from EtOAc. Yield: 207 mg
(75 %) of a white fluffy solid. Mp 188.7-190.3°C; 'H NMR (DMSO-8) & (ppm) 8.14 (d,
J=2.3 Hz, 1H), 7.48 (dd, J= 2.2 Hz, J= 8.9 Hz, 1H), 7.25 (d, /= 8.9 Hz, 1H), 4.76 (t, J=
5.4 Hz, 1H), 3.75 (app br s, 4H), 3.63-3.51 (m, 4H), 2.33 (t, J= 4.6 Hz, 4H), 2.19 (s, 3H);
BC NMR (DMSO-8) & (ppm) 159.94, 158.40, 132.18, 126.67, 123.67, 121.89, 111.09,
58.68, 54.36, 45.36, 43.15, 43.04; MS (ESI) m/z 322 (M+H)".

ethyl 2-(6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-ylamino)acetate (49)

Synthesized from 2,4,6-trichloroquinazoline and ethyl 2-aminoacetate according to
general method A. The compound was purified by recrystallisation from EtOAc.Yield:
150 mg (42%) of a white fluffy solid. Mp 108.5-109.7°C; 'H-NMR (DMSO- &) & (ppm)
8.65 (m, 1H), 8.12 (d, J= 2.3 Hz, 1H), 7.52 (dd, J= 2.3 Hz, J= 9.0 Hz, 1H), 7.27 (d, J=
9.0 Hz, 1H), 4.14-4.03 (m, 4H), 3.69 (m, 4H), 3.33-3.31 (m, 2H), 2.29 (m, 4H), 2.18 (s,
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3H), 1.16 (t, J= 7.1 Hz, 3H); °C NMR (DMSO- 3¢) & (ppm) 169.86, 158.83, 157.94,
150.26, 132.60, 126.80, 123.97, 121.86, 110.73, 60.04, 54.29, 45.62, 42.91, 13.91; MS
(ESI) m/z 364 (M+H)".

6-chloro-N-(furan-2-ylmethyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (50)
Synthesized from 2,4,6-trichloroquinazoline and furan-2-ylmethanamine according to
general method A. Yield: 270 mg (77 %) of a light brown solid. Mp 156.5-158.8°C; 'H-
NMR (CDCl3) & (ppm) 7.42-7.32 (m, 4H), 6.32 (d, J= 1.8 Hz, 1H), 6.27 (d, J= 1.8 Hz,
1H), 5.67 (m, 1H), 4.73 (d, J= 5.1 Hz, 2H), 3.90-3.88 (m, 4H), 2.45 (t, J= 4.9 Hz, 4H),
2.31 (s, 3H); °C NMR (CDCl3) & (ppm) 158.62, 158.41, 151.21, 150.79, 142.12, 132.95,
127.33, 125.54, 120.04, 110.71, 110.37, 107.61, 54.99, 46.13, 43.64, 38.04; MS (ESI)
m/z 358 (M+H)".

N-(furan-2-ylmethyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (51)

Prepared according to general method E from 2,4-dichloroquinazoline (200 mg, 1.01
mmol) and furfurylamine (89 pl, 1.01 mmol). Yield: 205 mg (63%). "H-NMR (CDCl3) o
(ppm) 7.52-7.39 (m, 3H), 7.35-7.34 (m, 1H), 7.05-6.97 (m, 1H), 5.75 (m, 1H), 4.74 (d, J=
5.2 Hz, 2H), 3.91 (t, J= 5.0 Hz, 4H), 2.45 (t, J= 5.0 Hz, 4H), 2.30 (s, 3H); "C-NMR
(CDCl3) & (ppm) 159.22, 158.58, 152.08, 151.59, 141.98, 132.47, 125.72, 120.86, 110.34,
110.19, 107.42, 55.02, 46.13, 43.68, 37.96.

6-fluoro-N-(furan-2-ylmethyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-amine (52)
Prepared according to general method E from 2,4-dichloro-6-fluoroquinazoline (200 mg,
0.92 mmol) and furfurylamine (80 pl, 0.92 mmol).Yield: 225 mg (72%). "H-NMR
(CDClI3) 6 (ppm) 7.45-7.20 (m, 3H), 7.09 (dd, J= 8.9 Hz, J= 2.7 Hz, 1H), 6.34-6.26 (m,
2H), 5.55 (m, 1H), 4.74 (d, J= 5.2 Hz, 2H), 3.89 (t, J=5.0 Hz, 4H), 2.46 (t, J= 5.1 Hz,
4H), 2.32 (s, 3H); >C-NMR (CDCls) & (ppm) 159.33, 158.90, 158.82, 158.42, 154.53,
151.30, 149.04, 142.10, 127.85, 127.70, 121.91, 121.43, 110.36, 109.81, 109.65, 107.56,
105.24, 104.79, 55.00, 46.14, 43.71, 38.06.
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6-chloro-8-methyl-N-(furan-2-ylmethyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-
amine (53)

Prepared according to general method E from 2,4,6-trichloro-8-methylquinazoline (200
mg, 0.81 mmol) and furfurylamine (72 pl, 0.81 mmol). Yield: 244 mg (82%). 'H-NMR
(CDCl3) 6 (ppm) 7.35 (s, 1H), 7.29-7.22 (m, 3H), 6.31-6.25 (m, 2H), 5.56 (m, 1H), 4.72
(d, J= 5.2 Hz, 2H), 3.92 (t, J= 4.83 Hz, 4H), 2.48-2.43 (m, 7H), 2.32 (s, 3H); >C-NMR
(CDCl3) & (ppm) 158.86, 157.84, 151.46, 149.66, 142.02, 136.26, 132.51, 124.91, 117.39,
110.35, 110.05, 107.47, 54.93, 46.07, 43.54, 38.09, 17.34.

6-chloro-N-(furan-3-ylmethyl)2-(4-methylpiperazin-1-yl)quinazolin-4-amine (54)
Synthesized from 2,4,6-trichloroquinazoline and furan-3-ylmethanamine according to
general method A. Yield: 174 mg (87%). Mp 133.5-138.5°C; 'H-NMR (CDCl3) & (ppm)
7.42-7.31 (m, 5H), 6.41 (s, 1H), 5.53 (m, 1H), 4.57 (d, J= 5.2 Hz, 2H), 3.90 (t, J=5.0 Hz,
4H), 2.44 (t, J= 5.0 Hz, 4H), 2.30 (s, 3H); °C NMR (CDCl3) & (ppm) 158.68, 158.57,
150.73, 143.44, 140.26, 132.93, 127.36, 125.56, 122.07, 119.95, 110.69, 110.29, 54.96,
46.08, 43.59, 35.95; MS (ESI) m/z 358 (M+H)".

6-chloro-2-(4-methylpiperazin-1-yl)-N-(thiophen-2-ylmethyl)quinazolin-4-amine
(35)

Synthesized from 2,4,6-trichloroquinazoline and thiophen-2-ylmethanamine according to
general method A. Yield: 246 mg (77%). Mp 153.8-155.7°C; "H-NMR (CDCl3) 6 (ppm)
7.43-7.33 (m, 3H), 7.20 (d, J= 1.2 Hz, 1H), 7.04-6.93 (m, 2H), 5.66 (m, 1H), 4.92 (d, 5.4
Hz, 2H), 3.94 (t, J= 5.0 Hz, 4H), 2.46 (1, J= 5.1 Hz, 4H), 2.32 (s, 3H); °C NMR (CDCl3)
O (ppm) 158.55, 158.27, 150.84, 140.84, 132.97, 127.35, 126.55, 126.13, 125.53, 125.33,
119.97, 110.62, 55.01, 46.13, 43.67, 39.77; MS (ESI) m/z 374 (M+H)".

6-chloro-(4-methylpiperazin-1-yl)-N-(thiophen-3-ylmethyl)quinazolin-4-amine (56)

Synthesized from 2,4,6-trichloroquinazoline and thiophen-3-ylmethanamine according to
general method A. Yield: 211 mg (66%). Mp 144.0-146.0°C; "H-NMR (CDCls) 6 (ppm)
7.43-7.23 (m, 5H), 7.09 (d, J= 5.0 Hz, 1H), 5.59 (m, 1H), 4.75 (d, J= 5.3 Hz, 2H), 3.90
(t, J= 5.0 Hz, 4H), 2.45 (t, J= 5.0 Hz, 4H), 2.31 (s, 3H); *C NMR (CDCl5) & (ppm)
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158.68, 158.54, 150.73, 138.97, 132.95, 127.33, 126.40, 125.61, 122.50, 120.01, 54.93,
46.04, 43.57, 40.26; MS (ESI) m/z 424 (M+H)".

6-chloro-2-(4-methylpiperazin-1-yl)-N-(2-(thiophen-2-yl)ethyl)quinazolin-4-amine
(57)

Synthesized from 2,4,6-trichloroquinazoline and 2-(thiophen-2-yl)ethanamine according
to general method A. Yield: 246 mg (77%) of a brown oil. "H-NMR (CDCl5) & (ppm)
7.42-7.32 (m, 3H), 7.17 (d, J= 4.0 Hz, 1H), 6.95 (t, J= 4.3 Hz, 1H), 6.83 (d, J= 3.1 Hz,
1H), 5.55 (m, 1H), 3.93-3.77 (m, 6H), 3.19 (t, J= 6.7 Hz, 2H), 2.46 (t, J= 5.0 Hz, 4H),
2.32 (s, 3H); °C NMR (CDCls) & (ppm) 158.76, 158.62, 150.76, 141.18, 132.87, 127.37,
127.01, 125.49, 125.27, 123.96, 119.89, 110.82, 55.01, 46.14, 43.65, 42.50, 29.18; MS
(ESI) m/z 388 (M+H)".

6-chloro-N-((5-methylfuran-2-yl)methyl)-2-(4-methylpiperazin-1-yl)quinazolin-4-
amine (58)

Synthesized from 2,4,6-trichloroquinazoline and (5-methylfuran-2-yl)methanamine
according to general method A. Yield: 330 mg (100%). Mp 109.2-114.7°C; 'H-NMR
(CDClI3) & (ppm) 7.41-7.32 (m, 3H), 6.15 (d, J=2.9 Hz, 1H), 5.90 (m, 1H), 5.60 (m, 1H),
4.66 (d, J= 5.0 Hz, 2H), 3.91 (t, J= 5.0 Hz, 4H), 2.45 (t, J= 5.0 Hz, 4H), 2.31 (s, 3H),
2.26 (s, 3H); °C NMR (CDCls) & (ppm) 158.66, 158.40, 151.94, 150.73, 149.26, 132.89,
127.27, 125.50, 120.13, 110.80, 108.60, 106.20, 54.98, 46.09, 43.62, 38.16, 13.44; MS
(ESI) m/z 372 (M+H)".

6-chloro-2-(4-methylpiperazin-1-yl)-N-((4-methylthiophen-2-yl)methyl)quinazolin-4-
amine (59)

Synthesized from 2,4,6-trichloroquinazoline and (4-methylthiophen-2-yl)methanamine
according to general method A. Yield: 238 mg (71%). Mp 126.4-127.8°C; 'H-NMR
(CDCl3) 6 (ppm) 7.44-7.33 (m, 3H), 6.83 (s, 1H), 6.78-6.77 (m, 1H), 5.70 (m, 1H), 5.40
(d, J=5.4 Hz, 2H), 3.93 (t, /= 5.1 Hz, 4H), 2.46 (t, /= 5.1 Hz, 4H), 2.32 (s, 3H), 2.21 (s,
3H); *C NMR (CDCls) & (ppm) 158.61, 158.31, 150.84, 140.61, 137.28, 132.96, 128.52,
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127.24, 125.54, 120.39, 120.05, 110.69, 55.03, 46.14, 43.69, 39.93, 15.52; MS (ESI) m/z
388 (M+H)".

6-chloro-2-(4-methylpiperazin-1-yl)-NV-((3-methylthiophen-2-yl)methyl)quinazolin-4-
amine (60)

Synthesized from 2,4,6-trichloroquinazoline and (3-methylthiophen-2-yl)methanamine
according to general method A. Yield: 257 mg (77%). Mp 172.8-174.4°C; 'H-NMR
(CDCl3) 6 (ppm) 7.39-7.29 (m, 3H), 7.15 (d, J= 5.1 Hz, 1H), 6.78 (d, J= 5.1 Hz, 1H),
5.23 (m, 1H), 4.79 (d, J= 5.0 Hz, 2H), 3.90 (t, J= 5.0 Hz, 4H), 2.43 (t, J= 5.0 Hz, 4H),
2.28 (s, 3H), 2.21 (s, 3H); °C NMR (CDCl3) & (ppm) 158.63, 158.28, 150.79, 135.20,
133.38, 132.95, 129.97, 127.34, 125.53, 123.56, 120.00, 110.65, 55.02, 46.13, 43.67,
37.79, 13.63; MS (ESI) m/z 388 (M+H)".

6-chloro-N-((5-methyl-1,2,4-oxadiazol-3-yl)methyl)-2-(4-methylpiperazin-1-
yl)quinazolin-4-amine (61)

Synthesized from  2.4,6-trichloroquinazoline and  (3-methyl-1,2,4-oxadiazol-5-
yl)methanamine according to general method A. Yield: 55 mg (17%). "H-NMR (CDCls)
o (ppm) 7.47 (d, J=1.1 Hz, 1H), 7.40-7.26 (m, 2H), 6.53 (m, 1H), 4.86 (d, J= 5.4 Hz, 2H),
3.81 (t, J= 4.9 Hz, 4H), 2.43 (t, J= 5.1 Hz, 4H), 2.38 (s, 3H), 2.31 (s, 3H); °C NMR
(CDCl3) & (ppm) 176.65, 166.99, 158.30, 158.09, 150.81, 133.29, 127.36, 125.78,
120.11, 110.33, 54.85, 46.07, 43.54, 37.41, 11.36; MS (ESI) m/z 374 (M+H)".

6-chloro-(4-methylpiperazin-1-yl)-N-(thiazol-2-ylmethyl)quinazolin-4-amine (62)
Synthesized from 2,4,6-trichloroquinazoline and thiazol-2-ylmethanamine according to
general method A. Yield: 215 mg (67%). Mp 186.5-187.4 °C; "H-NMR (CDCls) & (ppm)
7.72 (d, J=3.3 Hz, 1H), 7.49-7.33 (m, 3H), 7.27 (d, J=3.4 Hz, 1H), 6.31 (m, 1H), 5.06 (d,
J= 5.5 Hz, 2H), 3.90 (t, J= 5.0 Hz, 4H), 2.44 ( J= 5.1 Hz, 4H), 2.31 (s, 3H); °C NMR
(CDCl3) & (ppm) 167.36, 158.36, 150.84, 141.96, 133.18, 127.35, 125.76, 120.22, 119.45,
110.64, 54.95, 46.07, 43.61, 42.41, 30.80; MS (ESI) m/z 375 (M+H)".

6-chloro-(4-methylpiperazin-1-yl)-N-(thiazol-5-ylmethyl)quinazolin-4-amine (63)
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Synthesized from 2,4,6-trichloroquinazoline and thiazol-5-ylmethanamine according to
general method A. Yield: 217 mg (67%). Mp 226.3-228.6°C; "H-NMR (CDCl3) 6 (ppm)
8.79 (d, J=2.0 Hz, 1H), 7.47 (d, J=1.9 Hz, 1H), 7.41-7.24 (m, 3H), 6.33 (m, 1H), 4.89 (d,
J=5.2 Hz, 2H), 3.89 (t, J= 5.0 Hz, 4H), 2.4 (t, J= 5.1 Hz, 4H), 2.31 (s, 3H); *C NMR
(CDCl3) & (ppm) 158.65, 158.57, 153.87, 153.17, 150.70, 132.88, 127.24, 125.52, 120.26,
114.92, 110.81, 54.99, 46.13, 43.63, 40.91; MS (ESI) m/z 375 (M+H)".

N-(benzo[b]thiophen-2-ylmethyl)-6-chloro-2-(4-methylpiperazin-1-yl)quinazolin-4-
amine (64)

Synthesized from 2,4,6-trichloroquinazoline and benzo[b]thiophen-2-ylmethanamine
according to general method A. The compound was purified by recrystallisation from
EtOAc. Yield: 62 mg (17%). Mp 193-9-194.4°C; '"H-NMR (CDCls) & (ppm) 7.77-7.67
(m, 2H), 7.44-7.26 (m, 6H), 5.78 (m, 1H), 5.00 (d, J= 5.4 Hz, 2H), 3.93 (t, J= 5.0 Hz,
4H), 2.45 (t, J= 5.0 Hz, 4H), 2.31 (s, 3H); °C NMR (CDCl3) & (ppm) 158.56, 158.42,
150.91, 141.96, 139.73, 139.17, 133.10, 127.40, 125.68, 124.28, 124.21, 123.15, 122.36,
122.21, 120.02, 110.63, 54.99, 46.11, 43.71, 40.63; MS (ESI) m/z 374 (M+H)".
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Purity data for compounds 5, 7, 11 and 29-64 as determined by LCMS.

Table 1: Purity and retention times of the synthesised compounds determined by
analytical HPLC-MS.

Cmpd Nr Con- Retention Purity’ Cmpd Nr Con- Retention Purity”

dition® time dition® time

(min) (min)
VUF10249 5§ I 7.82 98%  VUFI10553 46 I 13.07 100%
VUF10329 7 11 8.26 9%  VUF10556 47 1 13.90 98%
VUF10331 11 I 7.99 98%  VUF10455 48 I 10.76 98%
VUF10147 29 1 9.71 100% VUF10456 49 1 12.15 98%
VUF10351 30 1 10.95 99%  VUF10457 50 I 12.97 99%
VUF10327 31 1 14.12 100% VUF10501 51 1 11.81 100%
VUF10328 32 1 14.34 99%  VUFI10500 52 I 12.29 99%
VUF10247 33 1 12.45 99%  VUF10502 53 1 14.71 99%
VUF10246 34 1 12.43 99% VUF10499 54 I 12.93 99%
VUF10332 35 11 8.02 97% VUF10497 55 1 13.37 98%
VUF10453 36 1 14.10 99%  VUF10507 56 I 14.45 99%
VUF10452 37 1 13.22 9%  VUF10498 57 1 13.86 98%
VUF10350 38 1 12.96 99%  VUFI10503 58 I 13.48 98%
VUF10508 39 1 15.22 100% VUF10516 59 1 13.88 98%
VUF10349 40 1 11.78 100% VUF10515 60 I 13.85 99%
VUF10458 41 1 11.82 99% VUF10511 61 1 11.58 100%
VUF10459 42 1 11.17 100% VUF10520 62 I 11.79 99%
VUF10509 43 1 12.20 98% VUF10559 63 1 11.86 99%
VUF10505 44 1 13.45 99% VUFI10510 64 I 13.37 99%
VUF10513 45 1 13.68 100%

* The conditions can be found in the experimental section of the main article; ® The
purities were calculated as the percentage peak area of the analyzed compound by UV
detection at 254 nm.
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Purity data for compounds 66-81 as determined by LCMS.

Table 2: Purity, retention times and mass of the synthesised compounds determined by
analytical HPLC-MS.

Cmpd Con- Retention  Purity’ M+H"

dition®  time (min) (m/z)
66 i 1.59 97% 318
67 11 1.78 95% 306
68 i 1.78 99% 320
69 11 1.71 97% 306
70 i 1.51 96% 278
71 111 1.52 99% 278
72 i 1.52 96% 292
73¢ 1 13.50 97% 318
74 i 1.82 92% 360
75 111 1.72 96% 332
76 1 11.00 100% 292
77 111 1.80 97% 318
78 i 1.61 98% 320
79 11 1.60 98% 320
80 11 1.57 96% 306
81 11 1.75 97% 375

* The conditions can be found in the experimental section of the main article; ® The
purities were calculated as the percentage peak area of the analyzed compound by UV
detection at 254 nm; ¢ Compound 73 corresponds to compound VUF10552 of the given
LCMS tracings.
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LCMS tracings for the compounds in Table 1 (S13) and Compound
72.
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==== Shimadzu LCMSsolution Analysis Report ====

6/8/2007 16:18:57 1/1

Acquired by : Admin
Sample Name X N
Sample ID t
Vail # 132 ﬁ) NN L
Injection Volume :5uL L~ 10 A
Data File Name : VUF10249 20 min grad l.Icd
Method File Name : grad_positivemode 20min.lcm
Batch File Name :128030701.Icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 6/4/2007 9:32:03 PM
Data Processed : 6/4/2007 9:52:08 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10249 20 min grad Lled
uv
- 8
150000 =
100000+
50000-
9 e
L 4% =
2% X o =
0 : : : 1Det.A Chl
T T T T v
0.0 25 5.0 7.5 10.0 125 15.0 175
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# | Ret. Time Area Height Area % Height %
7.369) 5703 315 0.208 0.486)
2 7.822 2685819 138823 97.984 94.675
3 31 22693 3775 28 2250
4 54; 16825 2600] 14 1.550
74 133 302 41 0.180
3 878 188] 199 43 119
7 295! 823 328 67 196]
3 9.696 2713 344 .099 205
9 16.320] 1472 234 .054 39|
10 16.401| 1720 334 .063 0.199
Tota] I 2741091 16775 100.00 100.000]

Intéri 0,000)

229,

i .

00838150729 24380 044890458,9 597.8 6675/735.9815
100 200 300 400 500 600 700 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF 10249 20 min grad l.lcd

S16



6/12/2007 15:53:35 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name : | wn”
Sample ID i
Vail # (34 o é‘/ TN\,—J
Injection Volume :5uL Y,
Data File Name : VUF10329 20 min grad l.led (L
Method File Name : grad_positivemode 20min.lcm H N
Batch File Name : 28030701.Icb O
Report File Name : DefaultLCMS.lcr
Data Acquired : 6/6/2007 5:35:46 AM
Data Processed : 6/6/2007 5:55:49 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10329 20 min grad Llcd
uv —
:?!
50000~
25000+
| & §
n an =
y ! T T J T ¥ T ¥ ¥ T ¥ T T E ’%‘“\ 1Det5 Gl
0.0 23 5.0 7.5 10.0 125 15.0 175 )
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peakd# Ret. Time Area Height Area % Height% |
1 793 623 94 0.091 0.145
2 264 678350 63984 98.812 98.21
3 024 3085 381 0.449) 0.5
4 1157 2509 409 0.366] 0.628
5 10251 1935 244 0.282 0.374
Total 686502 65112 100.000) 100.000

Intéx100,000)
L ———

C:\Documents and Settings\DATA FAR\RogierVUF 10329 20 min grad l.icd
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6/8/2007 16:17:23 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin T@/

Sample Name : LY

Sample ID : \ 0 (o) i ‘
" . ~N

Vail # 131 e

Injection Volume :5uL (@7

Data File Name : VUF10331 20 min grad l.lcd OM
Method File Name : grad_positivemode 20min.lcm
Batch File Name :28030701.lcb
Report File Name : DefaultLCMS.lcr
Data Acquired : 6/6/2007 4:28:59 AM
Data Processed : 6/7/2007 3:12:12 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10331 20 min grad Lled
\s
*¥ 15000+ z
&
=
10000
5000
‘ : . : 1Det.A Chl
0.0 25 50 75 100 125 15.0 175 )
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# | Ret. Time Area | Height [ Area% Height %4‘
7.988] 112117 14458 97.588 97.588
881 5@{ 66 .437 0.445
722 1688 183 469 1.235
10.248] 581] 108| .505 0.732
Tota| | 114883 14815| 100.000] 100.000|
Intér10,000)

Y o e— E——

60.0 .
o.;?ﬁf?-q ‘ 12219 | . 3419 143304850 675852466865 7554 |
) 600 700 m

100 200 300 400 500

C:\Documents and Settings\DATA FAR\Rogier\VUF10331 20 min grad |.lcd
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5/16/2007 15:19:43 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin

(N
: N TN\/J
g1uL E)Ior/\/

: VUF10147 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm NHL
:28030701.Icb

: DefaultLCMS.lcr

: 5/16/2007 8:07:44 AM

: 5/16/2007 9:16:06 AM

7

Y

1Det.A Chl

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10147 30 min grad ILlcd
uv
q =
=
150000+ o
125000 >
100000
75000
50000
25000+ 7
] =3 2l
a8
al ~ oo
T T J ! !
0.0 2.5 550 715 16.0 li.S 15‘.0 17‘.5 26.0 22.5 25.0 27‘.5
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peald? Ret. Time Area [ Height Area % Height %
1 7.558 2382 233 0.224 0.147
2 8.565) 1557 187 0.146| 0.118
3 9.713 1060164| 158292 99.630 99.735)
Total 1064102 158713 100.000] 100.000)

Inte10,000)

1.2
1.0}
0.4
0.5

025

0.0!

15.8 6 81 7 #

19285.8200 : 388!

L U LR | T o i
100 150 200 250 300 350 400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10147 30 min grad IL.lcd
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Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired

Shimadzu LCMSsolution Analysis Report

5/16/2007 14:18:16 1/ 1

: Admin

: (v

: 68 ,\/7/'\’\)

:5ul /oj/g 3 0
: VUF10351 30 min grad Il.lcd )\ \/V

: grad_positivemode 30min 1.8ml_min.lcm [ N

: 28030701.Icb H,

: DefaultLCMS.lcr
: 5/16/2007 2:12:43 AM

Data Processed : 5/16/2007 2:42:46 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10351 30 min grad ILlcd
uVv
] 2
100000+ %
2
75000+
50000
25000-] o
k S
2
0 : : : : : ‘IDet.A Chl
' T T T T T T
0.0 %5 5.0 7.5 10.0 12.5 15.0 175 20.0 225 25.0 275 .
min
1 Det.A Chl /254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height | Area% Height% |
1 10.946 614020 106122] 98.964| 99.133
2 13.903 6427 928 1.036) 0.867
Total 620447 107049 100.000 100.000
Intgr.10,000)
[T 2 S SR

4.9,

N ¥

220.9:

. 9 600.7 657.6 70 7755

5

0. ¥
100

.ww L B
150 200 250 300

fur
350 400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10351 30 min grad Il.lcd
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==== Shimadzu LCMSsolution Analysis Report

5/16/2007 15:17:21 1/1

Acquired by : Admin

Sample Name x (//?, 7
Sample ID i

Vail # 177 N Y N

Injection Volume :5uL l: O 3 ‘

Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: VUF10327 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:28030701.Icb

: DefaultLCMS.lcr

: 5/16/2007 6:30:51 AM

: 5/16/2007 2:29:21 PM

&

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10327 30 min grad ILIcd
uv
8
15000 <
|
10000-]
5000+
1N = e o
TS v ©
AR o & i
1 jepeiain} =
s T T T T T wr T T T T T ‘Ipct.chl
0.0 2.5 5.0 1.5 100 125 15.0 175 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# [ Ret Time Area Height Area % Height %
1.345 264 43 0.187 0.245
1.808] 378 61 0.268 0.344
2.321 202 34 0.143 0.191
4 2.952] 309 25 0219 0.144
E 3.483 259 36 0.184 .205
6 4.122 139192 17367 98.714 98.629
7 7.339 401 43 0.285 .241
Tota 141006 17609 100.000] 100.000]

Intefx10,000)

6.9 270 4159 7295189 (5768 6336 7025 7775)

0.6 f f 5 i [ IR EER ) J ) URa |
150 200 250 300 350 400 450 500 550 600 650 700 750 miz

100

C:\Documents and Settings\DATA FAR\Rogier\VUF10327 30 min grad Il.lcd
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5/16/2007 15:18:29 1/1

Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name i ~
Sample ID i U~
Vail # :78 Nj/ W)
Injection Volume 15 ul ] O | Ow 32
Data File Name : VUF10328 30 min grad Il.lcd
Method File Name : grad_positivemode 30min 1.8ml_min.lcm o
Batch File Name : 28030701.Icb o ¢
Report File Name : DefaultLCMS.ler
Data Acquired : 5/16/2007 7:03:05 AM
Data Processed : 5/16/2007 7:33:10 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10328 30 min grad ILlcd
uv
1 g
100000+ <
75000
500001
25000
3 g |
b h o
o : : < : L‘ : : : 1Det.A Chl
0.0 25 5.0 7.5 10.0 125 15.0 175 20.0 225 25.0 275 )
1 Det.A Chl/254nm o
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height% |
1 6.421 1554 39 0.172 0.082
2 12.066 11365 158 1.261 1.452
3 14343 888163 10720 98.566) 98.466)
Total_ 901082 10887 100.000) 160.000)
Intefx10,000)
| ! 335.2

i376.2! 3 : i | § ‘
: 3 ; 5,1,540.0580.0.625.9. 682 &717.7 763,
f’ 4134921, 4961 w‘oo P.0.925.9. 6828177 7636

f
350 400 450 500 55 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10328 30 min grad Il.lcd
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==== Shimadzu LCMSsolution Analysis Repo

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: VUF10247 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:128030701.Icb

: DefaultLCMS.ler

: 5/16/2007 8:40:01 AM

: 5/16/2007 9:10:06 AM

5/16/2007 09:13:251/1

: Admin A,
: AN
;gzuL @/O N 3 3

Y

HH\@

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10247 30 min grad ILlcd
uv
]
125000 o
100000+
75000+
50000
25000+
] 2 2
P )
o v -
: : : . : ' 1Det.A Chl
- e . T |l . T
0.0 2.5 5.0 7.5 10.0 12).5 15.0 175 200 225 25.0 27.5
min
I Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 10.295 1165 163 0.11 0.124]
2 12.451 995367, 130850 99.20 99.204|
E] 13.082] 6802 886/ 0.67 0.672
Total 1003334 131900 100.000 100.000|
Intéx10,000)
BB
29
B R e LR BRI
| e S AR S M e oo e
17 170.2410.9262.930819 361abo'y 4819 838 | 69773
100 150 200 250 300 350 400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10247 30 min grad Il.icd
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5/16/2007 15:21:44 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

’
Acquired by : Admin b/\’\/
Sample Name -
Sample ID i W ,\)‘) 3
Vail # 183 L O [») H
Injection Volume :5uL

Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired

: VUF10246 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:28030701.Icb

: DefaultLCMS.lcr

: 5/16/2007 9:12:20 AM

o

Data Processed : 5/16/2007 9:42:25 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10246 30 min grad ILlcd
uVv
125000 a
b
a
100000+
75000+
50000
25000+ . -
28 L 3
== ]
. " : 1Det.A Chl
v T 1 T T T T T T : e "
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5 25.0 27.5
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area i Height Area % Height %
1 .480) 41931 6. .43 0.516)
2 400 2013] 195 .209] 0.158)
3 430 9575171 122342 99.170 99.127
4 .812] 1803 246 .187 0.199
Total 965527| 123420| 100.000] 100.000)

469 2089 12769
04 32089 2o
100 150 200 250 300 350

1375.41

400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10246 30 min grad Il.lcd
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Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

Shimadzu LCMSsolution Analysis Repo

6/12/2007 15:55:47 1/1

: Admin
10 (o ”VY"I’?JV/ 35
S5uL l\l@v
: VUF10332 20 min grad l.lcd
HN \/\@j

: grad_positivemode 20min.lcm
:28030701.Icb

: DefaultLCMS.Icr

1 6/5/2007 8:40:50 PM

1 6/5/2007 9:00:54 PM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10332 20 min grad Lled
uv
[=3
S
1 ©0
75000+
50000
25000+
© S
g & 3
N ~ S o e
T T T T T T T [HIDeALEAL
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area% Height %
1 7.19 7297 684 .673 0.766)
2 . 1049313 85134 96.811 95.417
3 .04 8420 881 777 0.988
4 .67t 2233 345 .206] 0.387
5 .814 4931 687 455 0.770
6 10.524] 11687 1492 078 1.672
Total 1083881 89223 100.000] 100.000|
Intéxl,000,000)
257
i 34@ ; : :
£008359| || P44.291.1 3623 : : i 5
0.\.w‘|rr||[vvvv‘\\\ i ¥
100 200 300 400 500 600 700 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10332 20 min grad l.lcd
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==== Shimadzu LCMSsolution Analysis Report

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

5/16/2007 14:16:56 1/ 1

SAdmin N

: ki Y

= vl

;g7uL OAT 3 é

: VUF10453 30 min grad ll.lcd

: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultLCMS.lIcr

: 5/16/2007 1:40:29 AM

: 5/16/2007 2:10:31 AM

/w\/\@)

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10453 30 min grad ILlcd
uv
"
g
] o
50000
25000
o 0
% 8
o
o = = Ji
T T L) T T T T T T T T T ! 1DeLA Chl
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Pealc# Ret. Tim Area Height Area % Height %
1 317, 217 41 0.057 .066]
2 .640 545 104 0.14 .169)
3 .575 2717 384 0.71 .623
4 4.095 379031 61064 99.09 99.142|
Total 382510 61592 100.000 100.000

Inte®10,000)
24 : i

0.

611.844.9 1725 85
600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10453 30 min grad Il.lcd
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Shimadzu LCMSsolution Analysis Report

5/16/2007 14:15:26 1/ 1

Acquired by : Admin
Sample Name : i/?‘/ -
Sample ID
Vail # 66 N TN""
Injection Volume :5uL Ojo Ay 3—9'
Data File Name : VUF10452 30 min grad Il.lcd \r
Method File Name : grad_positivemode 30min 1.8ml_min.lcm 2
Batch File Name : 28030701.Icb Hw
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/16/2007 1:08:14 AM
Data Processed : 5/16/2007 1:38:17 AM
<Chromatogram>
Chromatogram
C:\Documents and Seitings\DATA FAR\Rogier\VUF10452 30 min grad ILlcd
" 00000+ -~
1 ]
75000
50000
25000
9
| il
b ‘ : ; —— ‘ 1DetA Chl
0.0 25 5.0 1.5 10.0 125 15.0 175 20.0 225 25.0 27.5 )
1 Det.A Chl/254nm e
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Ar Height Area % Height %
11.887) eazzso‘ — 143 : 0.209 = 0.0148
12.555 2250 369 0.376 0383
13221 594128 95879 99.414 994#
Total 597627| 96392] 100.000] 100.000]

Intefx10,000)

4mm10 63878726 7186 {7758
0

750 m/z

550 600 650 70

C:\Documents and Settings\DATA FAR\Rogier\VUF10452 30 min grad Il.lcd
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5/16/2007 13:20:51 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name i
Sample ID i l/>v 4
Vail # 165 A
Injection Volume :5ul O T \/' S C?
Data File Name : VUF10350 30 min grad Il.Icd ,l\ \1,'\1
Method File Name : grad_positivemode 30min 1.8ml_min.lem (& N
Batch File Name : 28030701.icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/16/2007 12:36:00 AM
Data Processed : 5/16/2007 1:06:03 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10350 30 min grad IL.led
4
' 3
x
o
75000-
50000
25000
Mmmn
. - o
| T % T T T T T - 1 : ‘1Det.A Chl
0.0 25 5.0 75 10.0 125 15.0 175 20.0 95 25.0 275 )
1 Det.A Chl/254nm -
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height% |
i 2.964 538328 88491 99.354) 99.555
2 74 2464 296 0.455 0.333
3 8.013 1039 99 0.192 0.111
Total 541830) 83886 100.000) 100.000

100.0 | i ! { : i : ! i
0.45-140.9839 2400 1| 3478791 4434709 | 530.%74,608 e
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10350 30 min grad Il.lcd
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5/23/2007 12:37:051/1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin

135

AN
5uL (o) D\r v
: VUF10508 30 min grad Il.icd
: grad_positivemode 30min 1.8mi_min.lcm m—/ /

39

: 28030701.Icb

: DefaultLCMS.lcr

: 5/22/2007 7:24:46 PM
: 5/22/2007 7:54:53 PM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10508 30 min grad ILlcd
uVv
=
N

200004 -

15000

10000-

5000

s : : : 1DetA Chl
T T T ¥ T T T ¥ T T
0.0 25 5.0 15 10.0 125 15.0 175 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 15.217 301391 22690 100.000| 100.000|
Total 301391 22690 100.000| 100.000)

Intéx100,000
3.‘57@““:" ok )

0 T
100 150 200 250 300 350

41 ) 7778
400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10508 30 min grad Il.lcd
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5/16/2007 14:27:43 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin [/)V -

: M~N
JOCMREEET
:5uL

i VlLJjF10349 30 min grad Il.led w’ UN

: grad_positivemode 30min 1.8mi_min.lcm
:28030701.Icb

: DefaultLCMS.lcr

: 5/16/2007 5:58:37 AM

: 5/16/2007 6:28:40 AM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10349 30 min grad ILlcd
uv
100000 3
L]
75000
50000~
25000~
g
= U
Y 1Det.A Chl
i T ': L T T T T T T T T
0.0 2.5 5.0 15 10.0 125 15.0 175 20.0 225 25.0 275 .
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
il 10.447 580/ 255 0.385 0.263
2 11.784) 666877 96842 99.615 99.737|
Total 669456 97097 100.000| 100.000|
I
4.8
3.5
3.8
2.
2.8
1.5~
1.6---
Ly R e S s s S
o 177.9.. 2349 | 5338600 ' 4poosesg 5218 | 6036 6565 70553747734 ]

100 150 200 250 300 350 ’ 400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF 10349 30 min grad Il.icd
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5/16/2007 14:19:48 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin #
Sample Name - Lt

Sample ID 3 ’
Vail # 69 @ ~0 gj L} |
Injection Volume :5uL =L

Data File Name : VUF 10458 30 min grad Il.lcd |

Method File Name : grad_positivemode 30min 1.8ml_min.lcm N xa
Batch File Name :28030701.Icb OH3
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/16/2007 2:45:01 AM
Data Processed : 5/16/2007 3:15:04 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10458 30 min grad ILled
uv
)
=
100000~
50000-
(=3 -+
& s
= &
0 : : : : : : ; : 1Det.A Chl
: - . — —
0.0 25 5.0 %3 10.0 125 15.0 175 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peaki# Ret. Tim Area Height Area % Height %
1 0.380) 1267 183 0.143 130
3 1.815 880176 140313 99.492 §9.549
3 3.014 3229 452 0.365 32_1‘
Total 884671 140949) 100.000] 100.000)

Inte10,000)

R I L-

00, | i i oo b
1739, 20708 200 | 4209 498m35b  edesosommas 7a74 00
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10458 30 min grad Il.lcd
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5/16/2007 14:20:58 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin /\ &
Sample Name :
Sample ID . \(N\,J
Vail # 171 (») (_1 Z
Injection Volume :5uL
Data File Name : VUF10459 30 min grad Il.lcd CHs  NHCHs
Method File Name : grad_positivemode 30min 1.8ml_min.lcm ’
Batch File Name :28030701.Icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/16/2007 3:17:16 AM
Data Processed : 5/16/2007 3:47:21 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10459 30 min grad ILlcd
\
) g
200000+ Sl
150000
100000+
500004
&
] 1N
& R — : ‘ B— — 1Det.A Chl
0.0 25 5.0 75 10.0 125 15.0 175 20.0 22.5 25.0 275 )
1 Det.A Chl/254nm -
PeakTable
Detector A Chl 254nm
Peakd# Ret. Time Area Height Area % Height% |
9.948 2535 403 0.186 0.182
2 10.128 764 237 0.129 0.107
3 11.174 1358759 220912 99.685 99.73{
[ Tota] 1363057, 221552| 100.000] 100.000)

Intefx10,000)

13p@§9|21¢§?|i‘||3130 379184.9450.94

100 150 200 250 300 350 400 450 500 550 600 650 700 750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10459 30 min grad Il.lcd
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5/23/2007 12:41:44 1 /1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin A
Sample Name H { \d
Sample ID : _ N (,[ 3
Vail # 139 0
Injection Volume :5uL ! O nr v
Data File Name : VUF10509 30 min grad Il.lcd @ < '
Method File Name : grad_positivemode 30min 1.8ml_min.lcm
Batch File Name : 28030701.Icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/22/2007 9:33:58 PM
Data Processed : 5/22/2007 10:04:01 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10509 30 min grad ILled
\Y
Y 50000- 3
2
a
40000-]
30000
20000
10000+ j
1 ¥H 8 58§
o sEg n B
i T T T T T T T T " *IDetax Cht
0.0 25 5.0 75 10.0 125 15.0 175 20.0 225 250 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 10.47 367 60 .076 0.121
2 0.92 507 84 104 0.170
3 .15 6403 518 319 1.049)
4 924 279 39 057 0.079)
5 .196] 473488 48258] 97.572 97.746)
6 229 94 129 0.194] 0.261
7 4.811 1262 122 0.260 0.247)
8 5,980 2 32 0.055 0.
9 6.974] 1757 129 0.362 0.
Tota] I 485270] 49371 100.000] 100.0
Intg100,000)

24t

P — S 2

Lo 221012788 said aaruaq)
0.§12286.9__ 221.0:278.1 3310 3474241 147

100 150 200 250 300 350 400 450 500 550 600 650 700 ‘ 750 ‘m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10509 30 min grad fl.lcd
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5/16/2007 12:36:53 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Injection Volume
Data File Name

Acquired by : Admin
Sample Name : 1/,}_. i
Sample 1D : N
Vail # 55 5 g} Y (.'lf
:5uL N H
@ Y ~0lte

Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: VUF10505 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:28030701.Icb

: DefaultLCMS.lcr

: 5/15/2007 7:45:29 PM

: 5/15/2007 8:15:34 PM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10505 30 min grad ILlcd
uVv
o
1 <
24
100000+ -
75000
50000
25000
7 . g o =
] 8 ad 9 5
] g dgy = 5
0
hd . = . ' ‘ ~ ‘1Det.A Chl
— : ——— T
0.0 2.5 5.0 7.5 10.0 125 15.0 17.5 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time | Area | Height Area% | Height%
1 11327 2179] 2 0.335 0.356
2 12.388 1290 45 0.198 0.125]
3 12.96: 1730 240 0.266 0.207
4 13.45' 642010 114462 98.747| 98.919
5 14.55 717, 301 0.264 0.260;
6 17.674] 228| 154 0.189] 0.133
Tota] 650155 115713] 100.000] 100.000}

Intefx10,000)

‘f‘39|‘47505131‘,,5‘79@0705,5‘3.9 7668

100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10505 30 min grad Il.lcd
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5/23/2007 10:25:18 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired

: 28030701.Icb
: DefaultLCMS.lcr
: 5/22/2007 11:10:52 PM

: Admin

:42 N N‘/}v’
150l 0 s ™

: VUF10513 30 min grad Il.lcd O

: grad_positivemode 30min 1.8ml_min.lcm

O

Us

Data Processed : 5/22/2007 11:40:56 PM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10513 30 min grad ILlcd
40000 =
8
o
1 2
30000+ I
|
20000+
100001
<+
g
] o )
0 : : : : : 1Det.A Chl
—_— T A T
0.0 25 5.0 7.5 10.0 125 15.0 17.5 20.0 22.5 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area [ Height Arca % Height% |
1 12.634 1145| 93 0.269 0.244
2 13.682 424614 38002 99.7&{ 99.75
Total 425759 38095 100.000 100.00
Intéxt00,000)

‘ 3
bl ; 0 14 79,4634 : Q‘
0 600 650 700 750 m/z

: ) ) .3 492
100 150 200 250 300 350 400 450 500 55

C:\Documents and Settings\DATA FAR\Rogier\VUF10513 30 min grad Il.lcd
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Shimadzu LCMSsolution Analysis Report

5/23/2007 12:44:01 1/ 1

Acquired by : Admin ‘/R’/ é
Sample Name i
Sample ID : N N q
Vail # 138 Oon RN
Injection Volume :5ul @\/ -
Data File Name : VUF10553 30 min grad Il.lcd o’ 1 Q
Method File Name : grad_positivemode 30min 1.8ml_min.lcm KN~
Batch File Name :28030701.Icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/22/2007 9:01:36 PM
Data Processed : 5/22/2007 9:31:40 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10553 30 min grad ILlcd
uv
300004 S
25000
20000
150004
100004
50001
0 O o0 0o
&P &7
= o<
o Sg 8%
T T T T T T T ) T T T 1DeeA G
0.0 25 5.0 75 10.0 125 150 175 20.0 225 25.0 27.5 )
1 DetA Chl/254nm e
PeakTable
Detector A Chl 254nm
Peald# | Ret. Time Arca Height Area % Height %
i 833 228 33 0.071 0.107
2 2.620 351 34 0.109 0.110
3 .065 321962 30688 99.635 99.547
4 3.958 438 51 0.136 0.167
5 14.538 161 21 0.05 0.069
Tota] 323140] 30828 100.000) 100.000
1tgr1 00,000,

0: T
100 150

2091270,

200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10553 30 min grad Il.lcd
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9/8/2008 14:53:49 1 /1

Shimadzu LCMSsolution Analysis Report

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name

: Admin

; Noen
134 Q/Q:\:?I\T [Ir_
:5ul

o

: VUF10556 30 min grad ll.lcd

47

Method File Name : grad_positivemode 30min 1.8mi_min.lcm i
Batch File Name : 28030701.lcb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/22/2007 6:52:30 PM
Data Processed : 5/22/2007 7:22:35 PM
<Chromatogram>
Chromatogram
D:\DATAVFAR\filesforbackup3\Rogier\VUF10556 30 min grad I.lcd
uv
40000- o
Sy
o
30000-
20000
10000-|
g & 3
N o = =
y g T T T T T T T T T T Ty Det.A Chl
0.0 25 5.0 7.5 10.0 125 15.0 175 20.0 225 25.0 278
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area [ Height Area % Height% |
9.424 5764| 60 1.33 1.514
1.645 1710 0 0.39 0.520)
3.902] 421638 3867, 97.80 97.476
4 4.810) 1983] 9: 0.460 0.490)
Total 431094 39673 100.000] 100.000)
Intefx100,000)
;SRR [

S e I 4044+ oo o e S —

4204 4% 3 EA

4250 4500 4750

375.0

400.0 500.0miz

D:\DATAVFARfilesforbackup3\Rogier'VUF 10556 30 min grad Il.lcd
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5/16/2007 14:22:07 1 /1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name

: Admin

s e
(72 VgV )

:5ul L_O O
: VUF10455 30 min grad Il.lcd UL/
: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultLCMS.lcr

43

HN\/\OH

Data Acquired
Data Processed

: 5/16/2007 3:49:34 AM
: 5/16/2007 4:19:36 AM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10455 30 min grad ILlcd
uv
1 B
100000+ =
750004
50000+
25000
]
" 2L
. i . : : , P —. S— 1Det.A Chl
0.0 2.5 5.0 75 10.0 12.5 15.0 175 20.0 225 25.0 215
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Arca % Height %
1 9.928 1528 234 0.246 0.222
2 10.757 618220 105032 99.754 99.778
Total 619748 105261 100.00¢ 100.000
Intem1

0,000)

0.
100

150 200 250 300 350 400 450 500 550 600 650 700 ‘750 m/z

C:\Documents and Settings\DATA FAR\Rogier\VUF10455 30 min grad Il.lcd
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Acquired by
Sampie Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

Shimadzu LCMSsolution Analysis Report

5/16/2007 14:24:30 1/ 1

: Admin

|
- 74 @:ﬁ“ 0
A\

:S5uL

: VUF10456 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultL.CMS.Icr

: 5/16/2007 4:54:06 AM

: 5/16/2007 5:24:11 AM

*J

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10456 30 min grad ILIlcd
uv
50000-] 5
o
40000+
30000+
20000
10000
] @ §
] = ts
0 =
T e T —
00 25 50 75 100 125 150 175 200 225 250 215
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area% | Height%
1 11.153 1388 130 0.428] 0.260]
2 12.147 316542 49228 97.728] 98.194
3 12.586 5971 775 1.843] 1.546]
Total 323901 50133 100.000{ 100.000!

‘IDet.A Chl

C:\Documents and Settings\DATA FAR\Rogier\VUF 10456 30 min grad il.lcd
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Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

Shimadzu LCMSsolution Analysis Repo

5/16/2007 12:41:37 1/1

: Admin

f -

559L N\,.,j SO
:5u

: VUF10457 30 min grad ll.lcd

: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultLCMS.Icr

: 5/15/2007 9:54:35 PM

: 5/15/2007 10:24:40 PM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10457 30 min grad ILlcd
uv
=
S
o
50000+
25000
@00
&3
. =g
- : . : : : ‘ : . 1Det.A Chl
T T
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# | Ret. Time Area Height Area % Height %
.600 1130 202 0311 0.306
.808] 2326 302 0.639 0458
.266| 2163 377 0.594 0.571
4 .967 358204 65083 98.456| 98.666)
Tota] 363822 65963 100.000 100.000

Intef®10,000)

395@2894750517 8 669, ,
150 200 250 300 350 400 450 500 550 600 €50 700 750 miz

171829 202 9246 9 3029 il
100

C:\Documents and Settings\DATA FAR\Rogie\VUF10457 30 min grad Il.lcd

S40



5/16/2007 12:40:16 1/1

Shimadzu LCMSsolution Analysis Report ====

e

Acquired by : Admin

Sample Name 3 N

Sample ID 5 7 N T "‘)

Vail # :58 PO | OA 5 ‘;
Injection Volume :5ul -

Data File Name : VUF10501 30 min grad Il.lcd NH

Method File Name

: grad_positivemode 30min 1.8ml_min.lcm

Batch File Name : 28030701.lcb ~°
Report File Name : DefaultLCMS.lcr O {
Data Acquired : 5/15/2007 9:22:16 PM ~/
Data Processed : 5/15/2007 9:52:20 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10501 30 min grad ILlcd
9Y25000- =
] 2
100000 -
75000
50000
25000-]
g
o] 1N
g U T T T o T T T T T T s e
0.0 25 5.0 75 10.0 125 15.0 175 200 225 25.0 275
min
1 Det.A Chl /254nm
PeakTable
Detector A Chl 254nm
Peaki Ret. Time Area Height Area % Height %
1 11.059) 2915 497 0.453] 0417
2 11.805 6383 118644 99.545 99.583
Tot: 6412 119141 100.000] 100.000)
Intefx10,000)
Rt R F <2 S0
B A S ]
5 SO S
28- f
16
100.0¢ ; :
0.d 186.9 g 9. s
350 400

100 150 200 250 300 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10501 30 min grad Il.lcd

S41



5/16/2007 14:26:11 1/1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin Vavd

Sample Name i ™

\S/ample D Y N A S 2
ail # 175 ; i

Injection Volume :5ul _ ’1\0 \O(N o

Data File Name : VUF10500 30 min grad Il.lcd (.

Method File Name : grad_positivemode 30min 1.8ml_min.lcm M~ O

Batch File Name
Report File Name
Data Acquired
Data Processed

: 28030701.Icb

: DefaultLCMS.Icr

: 5/16/2007 5:26:23 AM
: 5/16/2007 5:56:26 AM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10500 30 min grad ILled
uVv
b
150000+ 3
100000+ ‘
50000
3 g
—— w
0 : : : ‘L : : : 1Det.A Chl
; . —— T T T -
0.0 2.5 50 7.5 10.0 125 15.0 17,5 20.0 22.5 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Arca Height Area % Height %
1 1.321 2534 315 0.235 0.195
2 1.563 2974] 475 0.275 0.294
3 2.293 1072430 160501 99.294 99.343
4 5.429 2123 271 0.197 0.168
Tota} 1080060 161562 100.000 100.000]
lry@ﬂ 0,000)
[X: EEET —— | SN e o
L e
4.0
3.6----
R e Tus, v
B
100.0 H : :
150,994.0 24202849 | 9832 4 1 97018 17

100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10500 30 min grad Il.lcd

S42



5/16/2007 14:23:23 1 /1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin U/\ e
Sample Name e w3 \j
Sample ID : N
Vail # 173 )O g\f S3
Injection Volume :5uL i /L \/\/ o]
Data File Name : VUF10502 30 min grad Il.lcd W
Method File Name : grad_positivemode 30min 1.8ml_min.lcm HAMN )
Batch File Name :28030701.Icb
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/16/2007 4:21:49 AM
Data Processed : 5/16/2007 4:51:52 AM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10502 30 min grad ILlcd
\
v o
75000-| =
ot
500001
25000
2=
o <9
" 230
T T LI IO i T T T I | T | - T AREALHI
0.0 25 5.0 7.5 10.0 125 15.0 175 20.0 225 25.0 27.5 )
1 Det.A Chl/254nm -
PeakTable
Detector A Chl 254nm
Peak# | Ret. Time Area Height Area% Height %
3.256 1015 108 0.185 0.140
4.081 1925 278 0.351 0362
4712 545040 76537 99.464] 99.498]
Tota] 547980 76923 100.000) 100.000)
Intefx10,000) ‘
Y SN U SO SUUOOR - X TSN

28

65, 9,0l ), 401,1439.0 48595259 576, 7702,
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10502 30 min grad Il.lcd
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==== Shimadzu LCMSsolution Analysis Report

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

5/16/2007 13:16:46 1 /1

: Admin
o A\ -

; N
162 N Ar/\_,/
:5uL Olo

: VUF10499 30 min grad Il.lcd w- ©
: grad_positivemode 30min 1.8mi_min.lcm MN \/@J

:128030701.Icb

: DefaultLCMS.lcr

: 5/15/2007 10:59:10 PM
: 5/15/2007 11:29:14 PM

L

‘1Det.A Chl

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10499 30 min grad ILlcd
uv
] S
40000 d
30000+
20000+
10000+
L =
L s
[
1 T T T =T ¥
00 25 50 75 00 125 150 175 200 25 250 215
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 12,932, 238079 42648 99.354] 99.298
2 13.511 255 58 0.106 0.136
3 13.706| 371 88 0.155 0.205
4 13.861 923 155 0.385 0.362
To 239628 42950] 100.000] 100.000)

Intg10,000)

0.4 1

100

150 200 250 300 350 400 450 500

96958628 |
550 600 650 700 750 miz

3991 485 4oz

C:\Documents and Settings\DATA FAR\Rogier\VUF 10499 30 min grad Il.lcd



5/22/2007 15:37:01 1/1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin /

Sample Name i @

Sample ID : -/N‘[/ S S
Vail # 133 O | On

Injection Volume :5ul w? s

Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: VUF10497 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultLCMS.lcr

: 5/22/2007 1:16:03 PM

: 5/22/2007 1:46:09 PM

HN\/(?/‘]

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10497 30 min grad IL.led
uv
=
b
g
75000+
50000
25000
8 8 g
p =g =
T T T T T T T T T et dan
0.0 25 5.0 74 10.0 125 15.0 17.5 20.0 225 250 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 .135] 3038 321 .302! 0.351
2 962 3213 87 .320)] 0.204
3 2.257 2133 90| .212 0.208
4 2.820) 1315 32 .131 0.144
) 2.969) 2165 215 0.215 0.235
6 3.367 988070 90056 98.337 98.449
Z 14.665 4844 374 0.482 0.409
Total 1004778 91474 100.000] 100.000]

ntefr

415

T I A S I A
odetabmag 2049 3169 | 4151 47015180

100 150 200 250 300 350 400 450 500 550 606 650 760 750 ﬁtlz

5790726531 7

C:\Documents and Settings\DATA FAR\Rogier\VUF 10497 30 min grad Il.lcd
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==== Shimadzu LCMSsolution Analysis Report

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin

152 Ny N
:8uL J\O O/V

: VUF10507 30 min grad ll.lcd -

: grad_positivemode 30min 1.8ml_min.lcm @ @ﬂ'\)

:28030701.Icb

: DefaultLCMS.lcr

: 5/15/2007 6:08:36 PM
: 5/15/2007 6:38:41 PM

5/16/2007 12:33:08 1/ 1

56

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10507 30 min grad ILlcd
uVv
4 0
12500 3
=
10000+
7500+
5000+
2500
=
o8
0 - JiS
T T T T T L A T T e .o
0.0 25 5.0 75 10.0 12.5 15.0 17.5 20.0 22.5 250 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peald? Ret. Time | Area Height Area% | Height%
1 3.257 13 39 0.287/ 0.305
2 3.498 86 32 0.251] 0.247
3 4.448 73803 12801 99.462! 99.448
Total [ 74203 12872 100.000; 100.000|
Intdn1 0,000)

0.5

0.25--

0.08¢

679 i294.9 , ae 842 546?15119 69.9 | 63@1 87%675;68;5

¥ u Y NN

100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10507 30 min grad |l.lcd
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Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin

: grad_positivemode 30min 1.8ml_min.lcm
: 28030701.Icb

: DefaultLCMS.lcr

: 5/15/2007 11:31:26 PM

: 5/16/2007 12:01:31 AM

Shimadzu LCMSsolution Analysis Report

5/16/2007 13:18:121/1

. j/l\\) '3

163 NNt

15Ul )\o 19) 7/ S ?’

: VUF10498 30 min grad |l.lcd @ g s
NG

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10498 30 min grad Il.led
uwv
75000+ 5
]
50000+
25000+
>~ =y
23 3
— e win
o = == -
J T T T T T T T T 3
0.0 2.5 50 75 10.0 12.5 15.0 17.5 20.0 221 5 25.0 27‘45
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Pealc# Ret. Time Area Height Area % Height %
1 11.457 896 57 0.428 .482]
2 441 1186 28 0.268] .172
3 .684| 178 96! 0.266 .264
4 .136] 600 467 1.038] .630]
5 3.857] 432505 72649 97.645 98.102
6 5.044] 1344| 226 0.303 0.305
i 5.344) 229 34 0.052 0.045
Total 442936 74054 100.000] 100.000

629

19332 29.1 4
i

0.4~
100

150 200 250 300 356 400 450 500 550 600 650 700 750 m/z

‘1Det.A Chl

C:\Documents and Settings\DATA FAR\Rogier\VUF10498 30 min grad Il.lcd
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5/16/2007 12:42:44 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name = \/k,/
Sample ID ;
Vail # : 61 /"'j/\' o S 8
Injection Volume :5uL /j]o Og 6
Data File Name : VUF10503 30 min grad Il.lcd W’ \\’ o
Method File Name : grad_positivemode 30min 1.8ml_min.lcm N ;
Batch File Name : 28030701.Icb
Report File Name : DefaultLCMS.Icr
Data Acquired : 5/15/2007 10:26:53 PM
Data Processed : 5/15/2007 10:56:57 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10503 30 min grad Il.led
uv
3
mooooj s
75000
50000
25000
gs
1 =]
0’ T i T T T T T T T T T |l petAcH1
0.0 2.5 5.0 7.5 10.0 125 15.0 175 20.0 25 250 27.5 )
1 DetA Chl/254nm .
PeakTable
Detector A Chl 254nm
Peak# | Ret.Time |  Area |  Height Area% | Height% |
1 263 2561 439 0425 419
2 .076] 5649 38 0.938 841
3 2.384 1452 7 0241 162
4 2.969 1787 9 0.297 189
5 484 591044 10318 98.100 98.389)
[ Tota | 602493 104873 100.000) 100.000)
Intefx10,000)

101.0;
144

0912778 3378

.{ g t i u I
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10503 30 min grad Il.lcd
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5/16/2007 12:38:49 1/ 1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

: Admin (\ ~

NYN \.ﬁ 5\3
: 57 /COI?/N

:8uL @ 3

: VUF10516 30 min grad Il.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:128030701.Icb

: DefaultLCMS.Icr

: 5/15/2007 8:50:00 PM

: 5/15/2007 9:20:04 PM

HN\ce

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10516 30 min grad ILlcd
uv
£
2
75000+
50000
25000
o
g E gl 8
& ~ o o L 2]
: T 1) T LI T T T T T T T e 2ie s
0.0 25 5.0 75 10.0 12.5 15.0 175 20.0 225 250 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peakd# Ret. Time Area Height Area % Height %
1 7.619 5510 438 .9838] 0.457
2 9.413 2620 464 .470] 0.483
3 12.739 1901 283 .341 0.295]
4 13.876 544308] 94212 97.588| 98.207]
5 15.322 3425] 535 0.614] 0.557
Total i 557764 95932 100.000] 100.000|
Intér10,000)
P | 388i1
S At S
49
. o
24
14 S
100. ] i
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y : 281 8.6344
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C:\Documents and Settings\DATA FAR\Rogier\VUF10516 30 min grad Il.Icd
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5/16/2007 12:37:511/1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name i
Sample ID : N 6
Vail # : 56 N ,5\) O
Injection Volume :5uL oY o Y
Data File Name : VUF10515 30 min grad ILlcd ~., N
Method File Name : grad_positivemode 30min 1.8mi_min.lcm W H S
Batch File Name : 28030701.Icb N ) }1
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/15/2007 8:17:45 PM Cy, M
Data Processed : 5/15/2007 8:47:48 PM 3
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10515 30 min grad ILlcd
\
: ] Q
100000 *
75000
50000+
25000
w0 v
2 = b=,
N s S| =
j — — : : : : 1Det.A Chl
0.0 25 5.0 75 10.0 12.5 15.0 175 20.0 925 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Pealc# Ret. Time Area Height Area % Height %
9.418 320 445 0.374 041
2 12.334 725 272 0.278 0.25
12705 792 250 0.289 0.231]
4 13.853] 612298 106955 98.742 98.825
3 15215 962 306 0.316] 0283
Tof 620096 108227 100.000] 100.000]
Inte(x10,000)

0.t

[ BRSNS S

8429. 4533 .0) 5836012 B 9 739
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C:\Documents and Settings\DATA FAR\Rogier\VUF10515 30 min grad Il.icd
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Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired
Data Processed

Shimadzu LCMSsolution Analysis Report

5/16/2007 13:19:24 1/1

: Admin

: -

. I n” {)
g4uL NYM\"' !

10 Ony
w

0—N,
hv \J\Q,)\

: VUF10511 30 min grad Il.lcd

: grad_positivemode 30min 1.8mi_min.lcm
: 28030701.Icb

: DefaultLCMS.lcr

: 5/16/2007 12:03:44 AM

: 5/16/2007 12:33:48 AM

<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10511 30 min grad ILicd
uv
500004 E
40000+
30000
20000
10000
0~ L
T T T T i T | . - , 1Det.A Chl
0.0 2.5 5.0 i} 10.0 12.5 15.0 175 20.0 225 25.0 275 .
1 Det.A Chl/254nm -
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area % Height %
1 11.578 283211 51541 100.000] 100.000)
Total 283211 51541 100.000] 100.000]
Intefx10,000)
P 3741 |
24 . I S—
1Y SR, FUDURDN USROS W ,,,,,,,,,,,
1;‘ .................................. ,,,,,,,,,,,
o R N S - —— A N
- Xo1 S N S U A I S U N S SR AN N
0.4 147.8829 2479 9169 | | 413.450475.0519.0 575.9. 633864 89724 67636
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10511 30 min grad Hl.lcd
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5/23/2007 10:29:31 1 /1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin

Sample Name 4 6 L

Sample ID

Vail # : 40 N‘l’/\@ -

Injection Volume :5uL
Data File Name : VUF10520 30 min grad [l.lcd }%\/
Method File Name : grad_positivemode 30min 1.8ml_min.lcm (-L S 6\
Batch File Name : 28030701.1cb HN \/\N
Report File Name : DefaultLCMS.lIcr
Data Acquired : 5/22/2007 10:06:15 PM
Data Processed : 5/22/2007 10:36:20 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10520 30 min grad ILlcd
4
* %
=

30000- -

20000 |

10000 \

o
L,

‘1Det.A Chl

T T T
0.0 25 50 75 100 125 150 175 200 | 225 250 275
1 DetA Chl/254nm

PeakTable
Detector A Chl 254nm
Peakd# Ret. Time Area Height Area% | Height%
1 10.954 2232 241 0.638] 0.665
2 11.787 347394 35929 99.36% 99.335)
Tota] 349626 36169 100.000| 100.000

€100,000)

273.9318.0 : i :
o ‘ | 4180 5040 E718049 fens | 7328675 )
100 150 200 250 300 350 400 450 500 550 600 650 700 750 miz

C:\Documents and Settings\DATA FAR\Rogier\VUF10520 30 min grad Il.icd
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==== Shimadzu LCMSsolution Analysis Report

Acquired by
Sample Name
Sample ID

Vail #

Injection Volume
Data File Name
Method File Name
Batch File Name
Report File Name
Data Acquired

5/16/2007 12:30:22 1 /1

: Admin
i /\ -

_/j/ ‘,/N\J
HN\Q%?

151

:8uL

: VUF10559 30 min grad ll.lcd

: grad_positivemode 30min 1.8ml_min.lcm
:28030701.Icb

: DefaultLCMS.lcr

: 5/15/2007 5:36:20 PM

63

Data Processed : 5/15/2007 6:06:22 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10559 30 min grad ILled
uv
=
2
150004 =
10000
5000
s
0_
. . . _—
00 25 50 75 00 125 150 175 200 | 225 250 215
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peakh Ret. Tim Area Height Area% | Height%
T 11.358 405 101 0.483 .608
2 1.857 82662 16500 98.702] 93.889
3 2.849] 235 32 0.281 191
4 3.529 447 52 0.534 313
Total I 83748] 16685 100.000) 100.000)

Intefx10,000)

100
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4&1146715130 i

L

1Det.A Chl

C:\Documents and Settings\DATA FAR\Rogier\VUF 10559 30 min grad Il.lcd
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5/16/2007 12:34:251 /1

==== Shimadzu LCMSsolution Analysis Report ====

Acquired by : Admin
Sample Name : ‘/\N -

Sample ID PN g({

Vail # 53

Injection Volume :5uL 0 loun

Data File Name : VUF10510 30 min grad Il.lcd @ 5
Lelo)

Method File Name : grad_positivemode 30min 1.8ml_min.lcm N
Batch File Name : 28030701.Ich H
Report File Name : DefaultLCMS.lcr
Data Acquired : 5/15/2007 6:40:55 PM
Data Processed : 5/15/2007 7:11:00 PM
<Chromatogram>
Chromatogram
C:\Documents and Settings\DATA FAR\Rogier\VUF10510 30 min grad ILlcd
v
000004
75000
50000
250004
% |
=
T T L E T T T T TA.F T T T TRt
0.0 25 5.0 75 10.0 125 150 175 20.0 225 25.0 27.5
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
Peak# Ret. Time Area Height Area% | Height%
i 1.922] 3460) 567 .639] 0.575
2 2.224 1914 277 354 0.281
3 3.366] 535920 97678 99.007] 99.144]
Total “‘ 541294| 98522, 100.000) 100.000]
Intefx10,000)
T SO N
4.4 oo
3.4
2.6
L SRR S S PSRN ROSOROS S
100. P N S
é (1749, 24392808189 | 414.9 [ 4958 5500797 2 5 748,
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C:\Documents and Settings\DATA FAR\Rogier\VUF10510 30 min grad Il.lcd
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LCMS tracing for compound 73 (Table 2, S14):

==== Shimadzu LCMSsolution Analysis Repo

9/11/2008 17:07:57 1 / 1

Acquired by : Admin
Sample Name : VUF10552
Sample ID : ESI positive ion mode
Vail # 131
Injection Volume : 20 uL
Data File Name : VUF10552_110909.lcd
Method File Name : grad_positivemode 30min 2.0ml_min.lcm
Batch File Name §
Report File Name : DefaultLCMS.Icr
Data Acquired 1 9/11/2008 1:22:32 PM
Data Processed : 9/11/2008 1:52:35 PM
<Chromatogram>
Chromatogram
VUF10552 D:ADATA\FAR\Rogier\VUF10552_110909.1cd
uv
N
&
150000 @
125000
100000
75000
50000
250001
50007 nexy 5 8
o O o o =
1 EEE
0
B T T T T T T LU e o e e T 1Det A Chl
0.0 2.5 5.0 7.5 10.0 125 15.0 175 20.0 225 25.0 275
min
1 Det.A Chl/254nm
PeakTable
Detector A Chl 254nm
| Peak# Ret. Time Area Height Area % Height % |
[ 1 10.935 4558 481 0.237, 0.297
2 11.608] 5190 710 0.269 0.439
3 12.224] 5672 658 0.294 0.407]
4 12.736 21425 889 1.112 0.550)
5 13.499 1868191 157284 96.981 97.238
[ 15934 1733 247 0.090 0.153
7 17.186 19583 1483 1.017 0917
Tota 1926352| 161753 100.000 —100.000]

Int¢r100,000)

£

100.0: : L ; ] | .‘ f | |
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D:\DATA\FAR\Rogier\VUF10552_110909.lcd
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