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1. General information

All reagents and solvents were purchased from commercial sources and used as received. The
progress of the reaction was monitored by analytical TLC on silica gel G/GF 254 plates.
Reagent grade solvents were used for extraction and flash chromatography. Whereas HPLC
grade solvent were used for HPLC. The column chromatography was performed with silica
gel 230-400 mesh. NMR (*H and **C) spectra were recorded on a 400 MHz using TMS as an
internal standard and chemical shifts (6 ppm) (multiplicity, coupling constant (Hz),
integration). The abbreviations for multiplicity are as follows: s = singlet, d = doublet, t =
triplet, g = quartet, m = multiplet, dd = doublet of doublets. Melting points are uncorrected
were determined in capillary tubes on a hot stage melting point apparatus containing silicon
oil. High-resolution mass spectra (ESI-HRMS) were recorded on Agilent 6520 ESI-QTOP

mass spectrometer.. IR spectra were recorded using a FTIR spectrophotometer.

2. General procedure for the preparation of 11.

In a typical experiment, the aromatic aldehyde (1 mmol), secondary amine (1.2 mmol) and
SDS (20 mol%) were taken in water (2 mL) in a round-bottom flask and stirred at 80 °C
temperature for 4 min. A white turbid mixture was obtained and then 3-methyl-1-phenyl-5-
pyrazolinone (1 mmol) was added. The reaction mixture was stirred for 2 h until completion
of the reaction (monitored by TLC). After completion of the reaction, the mixture was
extracted with ethyl acetate, evaporated under vacuum to give the crude product which was
purified by silica gel (230-400 mesh) column chromatography (hexane—ethyl acetate) to

afford the corresponding product.



3-Methyl-1-phenyl-4-(phenyl(piperidin-1-yl)methyl)-1H-pyrazol-5-ol (11a).

Physical state: Creamy white solid; Yield: 91% (316.1 mg); Mp: 219-221 °C; 'H NMR
(400 MHz, DMSO-ds) & (ppm): 1.51 - 1.59 (m, 2 H), 1.59 - 1.68 (m, 4 H), 2.16 (s, 3 H),
2.99 (t, J = 5.6 Hz, 4 H), 4.62 (s, 1 H), 7.01 - 7.09 (m, 2 H), 7.17 - 7.22 (m, 1 H), 7.28 - 7.33
(m, 3 H), 7.38 (d, J = 7.36 Hz, 1 H), 7.93 - 7.96 (m, 3 H); *C NMR (100 MHz, DMSO-d¢) &
(ppm): 13.57, 22.09, 22.72, 35.38, 44.27, 102.44, 119.48, 123.27, 125.29, 127.80, 128.11,
128.68, 141.31, 146.29, 147.31, 157.75. ESIMS: m/z 348 (M+H)". IR (KBr): 3414, 3019,
2400, 1597, 1501, 1384, 1216, 1122, 770, 669 cm™; Elemental analysis calculated for
C2H25N30: C, 76.05; H, 7.25; N, 12.09%; found: C, 76.07; H, 7.26; N, 12.10%; HRMS
(ES): calculated for [M+H] 348.2076; found: 348.2068; HPLC analysis by using a
Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm);
t; = 11.96 min, t; = 13.81 min.

4-((4-chlorophenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11b).

Physical state: White solid; Yield: 92% (351.3 mg); Mp: 221-223 °C; 'H NMR (400 MHz,
DMSO-dg) & (ppm): 1.47 - 1.56 (m, 2 H), 1.56 - 1.65 (m, 4 H), 2.19 (s, 3 H), 2.95 (t, J = 5.5
Hz, 4 H), 4.66 (s, 1 H), 7.06 (t, J = 7.3 Hz, 1 H), 7.28 (d, J = 8.5 Hz, 1 H), 7.34 (1, J = 7.9
Hz, 3 H), 7.40 (d, J = 8.4 Hz, 1 H), 7.97 (d, J = 7.7 Hz, 3 H); *C NMR (100 MHz, DMSO-
deg) & (ppm): 13.52, 22.07, 22.69, 34.75, 44.25, 102.21, 119.56, 123.41, 128.01, 128.73,
129.70, 129.96, 141.25, 146.05, 146.22, 157.75. ESIMS: m/z 382 (M+H)". IR (KBr): 3395,
2927, 2430, 1590, 1485, 1382, 1216, 1116, 1084, 1034, 765, 692 cm™; Elemental analysis
calculated for CyH24CIN3O: C, 69.19; H, 6.33; N, 11.00%; found: C, 69.20; H, 6.32; N,
11.01%; HRMS (ES): calculated for [M+H] 382.1686; found: 382.1688; HPLC analysis by
using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C,
254 nm); t; = 11.94 min, t; = 13.78 min.

4-((2-Chlorophenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11c)

Physical state: White solid; Yield: 88% (336.0 mg); Mp: 203-205 °C; *H NMR (400 MHz,
DMSO-dg) & (ppm): 1.49 - 1.56 (m, 2 H), 1.58 - 1.65 (m, 4 H), 2.20 (s, 3 H), 2.97 (t, J = 5.5
Hz, 4 H), 5.05 (s, 1 H), 7.03 - 7.08 (m, 2 H), 7.30 - 7.35 (m, 4 H), 7.95 (dd, J = 8.6, 1.1 Hz, 3
H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.79, 22.07, 22.69, 32.74, 44.25, 101.86,
119.60, 123.44, 126.98, 127.25, 128.72, 129.16, 131.50, 141.17, 144.05, 146.08, 158.14.
ESIMS: m/z 382 (M+H)". IR (KBr): 3684, 3405, 3021, 2929, 2741, 2401, 1594, 1501,
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1428, 1382, 1215, 1119,758, 670 cm™; Elemental analysis calculated for C,,H,4CIN3O: C,
69.19; H, 6.33; N, 11.00%; found: C, 69.18; H, 6.32; N, 11.02%; HRMS (ES): calculated for
[M+H] 382.1686; found: 382.1684; HPLC analysis by using a Chiralpak 1A column
(hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm); t; = 11.93 min, t; =
13.76 min.

4-((2,4-Dichlorophenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11d)

Physical state: White solid; Yield: 84% (349.7 mg); Mp: 225-227 °C; 'H NMR (400 MHz,
DMSO-dg) & (ppm): 1.48 - 1.57 (m, 2 H), 1.57 - 1.67 (m, 4 H), 2.18 (s, 3 H), 2.98 (t, J = 5.1
Hz, 4 H), 4.98 (s, 1 H), 7.06 (t, J = 7.2 Hz, 1 H), 7.30 - 7.36 (m, 4 H), 7.93 (d, J = 7.9 Hz, 2
H), 8.10 (d, J = 8.5 Hz, 1 H); ®*C NMR (100 MHz, DMSO-ds) & (ppm): 13.69, 22.09,
22.72, 32.47, 44.28, 101.42, 119.60, 123.53, 127.05, 128.48, 128.74, 130.80, 132.41, 132.60,
141.07, 142.90, 145.99, 158.09. ESIMS: m/z 416 (M+H)*. IR (KBr): 3423, 3020, 2518,
1592, 1470, 1382, 1216, 1159, 1115, 1069, 1033, 763, 671 cm™ ; Elemental analysis
calculated for CyH23CIbN3O: C, 63.47; H, 5.57; N, 10.09%; found: C, 63.46; H, 5.57; N,
10.10%; HRMS (ES): calculated for [M+H] 416.1296; found: 416.1287; HPLC analysis by
using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C,
254 nm); t; = 11.90 min, t; = 13.73 min.

4-((4-Fluorophenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11e)

Physical state: pale white solid; Yield: 91% (332.5 mg); Mp: 218-220 °C; '"H NMR (400
MHz, DMSO-ds) & (ppm): 1.48 - 1.56 (m, 2 H), 1.57 - 1.67 (m, 4 H), 2.18 (s, 3 H), 2.97 (t, J
=5.4 Hz, 4 H), 4.64 (s, 1 H), 7.00 - 7.08 (m, 3 H), 7.30 - 7.35 (m, 3 H), 7.38 - 7.42 (m, 1 H),
7.96 (d, J = 8.5 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.52, 22.07, 22.69,
34.61, 44.25, 102.49, 114.52, 114.72, 119.53, 123.37, 128.71, 129.40, 129.47, 141.26,
146.20, 157.72. ESIMS: m/z 366 (M+H)". IR (KBr): 3685, 3418, 3021, 2933, 2859, 2740,
2513, 1594, 1501, 1421, 1216, 1118,769, 671 cm™; Elemental analysis calculated for
C2H24FN3O: C, 72.31; H, 6.62; N, 11.50%; found: C, 72.33; H, 6.60; N, 11.51%; HRMS
(ES): calculated for [M+H] 366.1981; found: 366.1971; HPLC analysis by using a
Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm);
t; = 11.92 min, t; = 13.82 min.



4-((4-Methoxyphenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11f)

Physical state: White solid; Yield: 86% (324.6 mg); Mp: 223-225 °C; 'H NMR (400 MHz,
DMSO-dg) & (ppm): 1.49 - 1.55 (m, 2 H), 1.55 - 1.64 (m, 4 H), 2.18 (s, 3 H), 2.95 (t, J = 5.1
Hz, 4 H), 3.70 (s, 3 H), 4.61 (s, 1 H), 6.78 (d, J = 8.5 Hz, 1 H), 7.05 (t, J = 7.2 Hz, 1 H), 7.32
(9, J = 7.7 Hz, 5 H), 7.97 (d, J = 7.9 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) & (ppm):
13.55, 22.06, 22.69, 34.46, 44.26, 55.42, 102.81, 113.56, 119.54, 123.33, 128.69, 128.72,
139.30, 141.31, 146.30, 157.34, 157.69. ESIMS: m/z 378 (M+H)". IR (KBr): 3423, 3020,
2518, 1592, 1470, 1382, 1216, 1159, 1115, 763, 671 cm™; Elemental analysis calculated for
Ca3H27N3O2: C, 73.18; H, 7.21; N, 11.13%; found: C, 73.20; H, 7.18; N, 11.14%; HRMS
(ES): calculated for [M+H] 378.2181; found: 378.2175; HPLC analysis by using a
Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm);
t; = 11.12 min, t; = 13.96 min.

4-((3,4-Dimethoxyphenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol
(119)

Physical state: White solid; Yield: 88% (358.6 mg); Mp: 222-224 °C; *H NMR (400 MHz,
DMSO-dg) & (ppm): 1.49 - 1.56 (m, 2 H), 1.58 - 1.65 (m, 4 H), 2.20 (s, 3 H), 2.97 (t, J = 5.0
Hz, 4 H), 3.63 (s, 3 H), 3.73 (s, 3 H), 4.56 (s, 1 H), 6.87 (s, 1 H), 7.06 (t, J = 7.0 Hz, 2 H),
7.34 (t, J = 7.5 Hz, 3 H), 7.97 (d, J = 7.9 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) &
(ppm): 13.63, 22.08, 22.72, 36.10, 44.29, 56.23, 60.35, 102.54, 105.41, 119.66, 123.38,
128.71, 135.77, 141.26, 143.72, 146.31, 152.70, 157.60. ESIMS: m/z 408 (M+H)". IR
(KBr): 3407, 3018, 2927, 1597, 1500, 1456, 1385, 1216, 1118, 759, 668 cm™; Elemental
analysis calculated for Cy4H29N3Os: C, 70.74; H, 7.17; N, 10.31%; found: C, 70.72; H, 7.18;
N, 10.32%; HRMS (ES): calculated for [M+H] 408.2287; found: 408.2279; HPLC analysis
by using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 mli/min, T =
25°C, 254 nm); t; = 11.16 min, t; = 13.31 min.

4-((2,5-Dimethoxyphenyl)(piperidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol
(11h)

Physical state: White solid; Yield: 86% (350.4 mg); Mp: 221-223 °C; *H NMR (400 MHz,
DMSO-dg) & (ppm): 1.49 - 1.56 (m, 2 H), 1.56 - 1.67 (m, 4 H), 2.14 (s, 3 H), 2.97 (t, J = 5.4
Hz, 4 H), 3.65 (s, 3 H), 3.75 (s, 3 H), 5.04 (s, 1 H), 6.62 (dd, J = 8.8, 3.2 Hz, 1 H), 6.77 (d, J
=8.8Hz, 1 H), 7.02-7.06 (m, 1 H), 7.32 (t, J = 7.9 Hz, 2 H), 7.55 (d, J = 3.0 Hz, 1 H), 7.95



(d, J = 7.7 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.49, 22.10, 22.74, 28.23,
44.29, 55.52, 56.30, 102.40, 109.71, 111.28, 117.03, 119.49, 123.20, 128.68, 136.57, 141.36,
146.46, 150.24, 153.23, 158.19. ESIMS: m/z 408 (M+H)". IR (KBr): 3414, 3019, 2930,
1597, 1503, 1384, 1215, 1119, 669 cm™; Elemental analysis calculated for C,sHzoN3O3: C,
70.74; H, 7.17; N, 10.31%; found: C, 70.75; H, 7.15; N, 10.33%; HRMS (ES): calculated for
[M+H] 408.2287; found: 408.2273; HPLC analysis by using a Chiralpak [A column
(hexane/2-propanol = 80/20, flow rate 1.0 mli/min, T = 25°C, 254 nm); t; = 11.54 min, t; =
13.26 min.

3-Methyl-4-(naphthalen-1-yl(piperidin-1-yl)methyl)-1-phenyl-1H-pyrazol-5-ol (11i)

Physical state: Pale brown solid; Yield: 81% (321.9 mg); Mp: 194-196 °C; *H NMR (400
MHz, DMSO-ds) & (ppm): 1.48 - 1.55 (m, 2 H), 1.56 - 1.64 (m, 4 H), 2.27 (s, 3 H), 2.96 (t, J
= 4.8 Hz, 4 H), 5.38 (s, 1 H), 7.02 - 7.06 (m, 2 H), 7.28 - 7.33 (m, 3 H), 7.42 - 7.47 (m, 2 H),
7.68 - 7.78 (m, 2 H), 7.95 (dd, J = 8.6, 1.0 Hz, 3 H); *C NMR (100 MHz, DMSO-ds) &
(ppm): 13.86, 22.11, 22.74, 31.84, 44.27, 103.23, 119.47, 123.34, 124.59, 125.17, 125.79,
125.84, 125.87, 126.24, 126.72, 127.41, 128.69, 129.21, 129.51, 131.31, 134.06, 135.74,
137.26, 141.22, 14552, 158.44. ESIMS: m/z 398 (M+H)". IR (KBr): 3418, 3010,
2402,1596, 1578, 1503, 1422, 1385, 1215, 1125, 928, 769, 693 cm™; Elemental analysis
calculated for CaH27N3O: C, 78.56; H, 6.85; N, 10.57%; found: C, 78.53; H, 6.87; N,
10.55%; HRMS (ES): calculated for [M+H] 398.2232; found: 398.2226; HPLC analysis by
using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C,
254 nm); t; = 12.05 min, t; = 13.85 min.

3-Methyl-1-phenyl-4-(piperidin-1-yl(pyridin-4-yl)methyl)-1H-pyrazol-5-ol (11j)

Physical state: pale purple solid; Yield: 87% (303.1 mg); Mp: 207-209 °C; *H NMR (400
MHz, DMSO-ds) & (ppm): 1.49 - 1.56 (m, 2 H), 1.57 - 1.65 (m, 4 H), 2.19 (s, 3 H), 2.97 (t, J
=5.5Hz, 4 H), 4.63 (s, 1 H), 7.06 (tt, J = 7.3, 1.2 Hz, 1 H), 7.30 - 7.37 (m, 5 H), 7.96 (dd, J =
8.6, 1.0 Hz, 2 H), 8.40 (d, J = 4.7 Hz, 1 H); **C NMR (100 MHz, DMSO-ds) & (ppm):
13.47, 22.09, 22.72, 34.88, 44.26, 101.28, 119.60, 123.37, 123.51, 128.75, 141.16, 146.28,
149.48, 155.61, 157.82. ESIMS: m/z 349 (M+H)". IR (KBr): 3414, 3020, 2403, 1594, 1496,
1384, 1216, 1116, 1071, 1030, 764, 670 cm™; Elemental analysis calculated for Cz1H24N4O:
C, 72.39; H, 6.94; N, 16.08%; found: C, 72.40; H, 6.93; N, 16.09%; HRMS (ES): calculated



349.2028; found: 349.2021; HPLC analysis by using a Chiralpak 1A column (hexane/2-
propanol = 80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm); t; = 9.58 min, t, = 10.83 min.

3-Methyl-1-phenyl-4-(phenyl(pyrrolidin-1-yl)methyl)-1H-pyrazol-5-ol (11Kk)

Physical state: Pale brown solid; Yield: 90% (300.9 mg); Mp: 215-217 °C; 'H NMR (400
MHz, DMSO-ds) & (ppm): 1.77 - 1.83 (m, 4 H), 2.18 (s, 3 H), 3.02 - 3.10 (m, 4 H), 4.65 (s,
1 H), 7.03-7.09 (m, 2 H), 7.21 (t, J = 7.6 Hz, 1 H), 7.30 - 7.35 (m, 3 H), 7.41 (d, J = 7.6 Hz,
1 H), 7.95 - 7.98 (m, 3 H); *C NMR (100 MHz, DMSO-dg) & (ppm): 13.59, 24.07, 35.40,
45.39, 102.47, 119.54, 123.33, 125.32, 127.82, 128.14, 128.71, 141.33, 146.33, 147.30,
157.75. ESIMS: m/z 334 (M+H)". IR (KBr): 3409, 3019, 2400, 1597, 1501, 1384, 1251,
929, 759, 696 cm™; Elemental analysis calculated for C,1H23N3O: C, 75.65; H, 6.95; N,
12.60%; found: C, 75.66; H, 6.94; N, 12.62%; HRMS (ES): calculated for [M+H] 334.1919;
found: 334.1911; HPLC analysis by using a Chiralpak 1A column (hexane/2-propanol =
80/20, flow rate 1.0 ml/min, T = 25°C, 254 nm); t; = 10.32 min, t, = 12.20 min.

4-((2-Chlorophenyl)(pyrrolidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11I)

Physical state: Brown solid; Yield: 92% (338.4 mg); Mp: 195-197 °C; '"H NMR (400 MHz,
DMSO-dg) & (ppm): 1.73 - 1.82 (m, 4 H), 2.23 (s, 3 H), 3.04 (t, J = 6.7 Hz, 4 H), 5.09 (s, 1
H), 7.05 - 7.16 (m, 3 H), 7.34 (t, J = 7.8 Hz, 4 H), 7.98 (d, J = 8.1 Hz, 2 H); *C NMR (100
MHz, DMSO-dgs) & (ppm): 13.82, 24.09, 32.79, 45.35, 101.90, 119.66, 123.48, 126.98,
127.26, 128.74, 129.17, 131.53, 131.54, 141.20, 144.07, 146.13, 158.16. ESIMS: m/z 368
(M+H)". IR (KBr): 3410, 3019, 1598, 1501, 1384, 1215, 1121, 758, 694 cm™; Elemental
analysis calculated for C;1H2,CIN3O: C, 68.56; H, 6.03; N, 11.42%; found: C, 68.55; H,
6.01; N, 11.44%; HRMS (ES): calculated for [M+H] 368.1529; found: 368.1519; HPLC
analysis by using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min,
T =25°C, 254 nm); t; = 10.60 min, t; = 12.06 min.

4-((4-Methoxyphenyl)(pyrrolidin-1-yl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol
(11m)

Physical state: Brown solid; Yield: 88% (319.8 mg); Mp: 233-235 °C; ‘H NMR (400 MHz,
DMSO-dg) 6 (ppm): 1.78 - 1.85 (m, 4 H), 2.15 (s, 3 H), 3.05 - 3.11 (m, 4 H), 3.68 (s, 3 H),
458 (s, 1 H), 6.75 - 6.78 (m, 1 H), 7.01 - 7.06 (m, 1 H), 7.26 - 7.33 (m, 5 H), 7.95 (dd, J =
8.6, 1.0 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.56, 24.08, 34.46, 45.40,
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55.41, 102.77, 113.54, 119.47, 123.25, 128.68, 139.34, 141.34, 146.23, 157.31, 157.71.
ESIMS: m/z 364 (M+H)". IR (KBr): 3396, 2922, 2422, 1596, 1500, 1386, 1245, 1031, 769,
691 cm™; Elemental analysis calculated for CaHzsN3Oy: C, 72.70; H, 6.93; N, 11.56%;
found: C, 72.72; H, 6.91; N, 11.57%; HRMS (ES): calculated for [M+H] 364.2025; found:
364.2010; HPLC analysis by using a Chiralpak 1A column (hexane/2-propanol = 80/20,
flow rate 1.0 ml/min, T = 25°C, 254 nm); t; = 10.49 min, t, = 12.32 min.

3-Methyl-1-phenyl-4-(pyridin-4-yl(pyrrolidin-1-yl)methyl)-1H-pyrazol-5-ol (11n)

Physical state: Pale purple solid; Yield: 86% (287.6 mg); Mp: 208-210 °C; *H NMR (400
MHz, DMSO-ds) & (ppm): 1.78 - 1.84 (m, 4 H), 2.18 (s, 3 H), 3.04 - 3.11 (m, 4 H), 4.63 (s,
1 H), 7.04 - 7.08 (m, 1 H), 7.30 - 7.36 (m, 4 H), 7.95 (dd, J = 8.6, 1.0 Hz, 3 H), 8.39 (d, J =
5.8 Hz, 1 H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.49, 24.07, 34.88, 45.40, 101.27,
119.57, 123.35, 123.48, 128.74, 141.18, 146.25, 149.49, 155.59, 157.83. ESIMS: m/z 335
(M+H)*. IR (KBr): 3411, 3019, 1654, 1384, 1215, 1084, 769, 669 cm™; Elemental analysis
calculated for CyH2N4O: C, 71.83; H, 6.63; N, 16.75%; found: C, 71.84; H, 6.64; N,
16.74%; HRMS (ES): calculated for [M+H] 335.1872; found: 335.1855; HPLC analysis by
using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C,
254 nm); t; = 9.49 min, t; = 10.91 min.

4-((4-Fluorophenyl)(morpholino)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (110)

Physical state: Yellowish brown solid; Yield: 87% (319.6 mg); Mp: 186-188 °C; '"H NMR
(400 MHz, DMSO-dg) & (ppm): 2.22 (s, 3 H), 3.08 (t, J = 4.8 Hz, 4 H), 3.75 (t, J = 4.8 Hz, 4
H), 4.73 (s, 1 H), 7.02 - 7.13 (m, 3 H), 7.33 - 7.42 (m, 4 H), 7.93 (d, J = 8.0 Hz, 2 H); °C
NMR (100 MHz, DMSO-ds) & (ppm): 13.24, 34.30, 43.41, 63.81, 103.05, 114.65, 114.86,
119.86, 123.94, 128.86, 129.43, 129.50, 140.58, 142.32, 146.33, 157.71, 159.56, 161.95.
ESIMS: m/z 368 (M+H)". IR (KBr): 3422, 3062, 2921, 1490, 1381, 1212, 1162, 750 cm-1;
Elemental analysis calculated for C;H2FN3O2: C, 68.65; H, 6.04; N, 11.44%; found: C,
68.66; H, 6.03; N, 11.42%; HRMS (ES): calculated for [M+H] 368.1774; found: 368.1789;
HPLC analysis by using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0
ml/min, T = 25°C, 254 nm); t; = 12.35 min, t; = 14.22 min.



4-((Dimethylamino)(4-methoxyphenyl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11p)

Physical state: Red solid; Yield: 83% (280.0 mg); Mp: 123-125 °C; 'H NMR (400 MHz,
DMSO-dg) 6 (ppm): 2.17 (s, 3 H), 2.30 (s, 6 H), 3.87 (s, 3 H), 5.13 (s, 1L H), 7.10 (d, J = 8.9
Hz, 2 H), 7.17 (t, J = 7.3 Hz, 1 H), 7.39 — 7.45 (m, 2 H), 7.71 (s, 1 H), 7.92 (dd, J = 8.6 Hz,
1.0 Hz, 1 H), 8.68 (d, J = 8.9 Hz, 2 H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.56,
41.69, 56.15, 101.26, 114.77, 118.77, 124.22, 124.86, 126.64, 129.24, 137.29, 138.85,
148.46, 152.22, 162.30, 164.07. ESIMS: m/z 338 (M+H)". IR (KBr): 3411, 3015, 1589,
1557, 1501, 1432, 1378, 1318, 1264, 1219, 1176, 1147, 763 cm™; Elemental analysis
calculated for CyoH23N302: C, 71.19; H, 6.87; N, 12.45%; found: C, 71.21; H, 6.88; N,
12.44%; HRMS (ES): calculated for [M+H] 338.1868; found: 338.1889; HPLC analysis by
using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0 ml/min, T = 25°C,
254 nm); t; = 10.28 min, t; = 12.11 min.

4-((Dibutylamino)(phenyl)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11q)

Physical state: Pale white solid; Yield: 82% (321.0 mg); Mp: 141-143 °C; '"H NMR (400
MHz, DMSO-ds) & (ppm): 0.89 (t, J = 7.3 Hz, 6 H), 1.31 (dq, J = 14.9, 7.4 Hz, 4 H), 1.50 -
1.59 (m, 4 H), 2.17 (s, 3 H), 2.84(t, J = 7.9 Hz, 4 H), 4.64 (s, 1 H), 7.02 - 7.09 (m, 2 H), 7.18
-7.22 (m, 1 H), 7.29 - 7.34 (m, 3 H), 7.39 (d, J = 7.4 Hz, 1 H), 7.95 (dd, J = 8.6, 1.0 Hz, 3
H); *C NMR (100 MHz, DMSO-ds) & (ppm): 13.54, 13.93, 19.74, 28.03, 35.36, 46.98,
102.49, 119.52, 123.33, 125.31, 127.80, 128.12, 128.70, 129.33, 141.26, 146.32, 147.23,
157.75. ESIMS: m/z 392 (M+H)". IR (KBr): 3407, 3016, 2924, 1594, 1392, 1213, 1164,
754 cm™; Elemental analysis calculated for CsHasNzO: C, 76.69; H, 8.50; N, 10.73%;
found: C, 76.71; H, 8.48; N, 10.74%; HRMS (ES): calculated for [M+H] 392.2702; found:
392.2707; HPLC analysis by using a Chiralpak 1A column (hexane/2-propanol = 80/20,
flow rate 1.0 ml/min, T = 25°C, 254 nm); t; = 12.47 min, t, = 14.37 min.

4-((2-Chlorophenyl)(dibutylamino)methyl)-3-methyl-1-phenyl-1H-pyrazol-5-ol (11r)

Physical state: Brown solid; Yield: 83% (353.5 mg); Mp: 138-140 °C; ‘H NMR (400 MHz,
DMSO-dg) & (ppm): 0.89 (t, J = 7.3 Hz, 6 H), 1.30 (dq, J = 14.9, 7.3 Hz, 4 H), 1.47 - 1.57
(m, 4 H), 2.23 (s, 3 H), 2.82 (t, J = 7.8 Hz, 4 H), 5.09 (s, 1 H), 7.06 - 7.16 (m, 2 H), 7.32 -
7.37 (m, 4 H), 7.95 - 7.97 (m, 2 H), 8.16 (dd, J = 7.8, 1.2 Hz, 1 H); *C NMR (100 MHz,
DMSO-ds) & (ppm): 13.67, 13.90, 19.70, 28.01, 32.73, 47.05, 102.06, 119.75, 123.66,
127.00, 127.34, 128.77, 129.23, 131.45, 131.60, 140.92, 143.74, 146.16, 158.14. ESIMS:
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m/z 426 (M+H)". IR (KBr): 3406, 3019, 2963, 1596, 1499, 1384, 1216, 1115, 762, 669 cm™;
Elemental analysis calculated for C,sH3,CIN3O: C, 70.49; H, 7.57; N, 9.86%; found: C,
70.51; H, 7.54; N, 9.87%; HRMS (ES): calculated for [M+H] 426.2312; found: 426.2333;
HPLC analysis by using a Chiralpak 1A column (hexane/2-propanol = 80/20, flow rate 1.0
ml/min, T = 25°C, 254 nm); t; = 12.25 min, t; = 14.12 min.

4,4'-(Phenylmethylene)bis(3-methyl-1-phenyl-1H-pyrazol-5-ol) (12)

Physical state: White solid; Mp: 170-172 °C; *H NMR (400 MHz, DMSO-ds) 6 (ppm):
2.33 (s, 6 H), 4.97 (s, 1 H), 7.18 (dg, J = 8.4, 4.1 Hz, 1 H), 7.23 - 7.30 (m, 6 H), 7.45 (t, J =
7.8 Hz, 4 H), 7.72 (d, J = 7.9 Hz, 4 H), 12.47 (5., 1 H); 14.02 (5., 1 H); *C NMR (100 MHz,
DMSO-dg) & (ppm): 11.60, 33.14, 120.51, 125.53, 125.86, 127.14, 128.10, 128.88, 137.32,
142.25, 146.27; ESIMS: m/z 437 (M+H)". IR (KBr): 3361, 2927, 1625, 1574, 1286, 1189,
1126, 1027, 792 cm™; Elemental analysis calculated for C27H24N402: C, 74.29; H, 5.54; N,
12.84. Found: C, 74.32; H, 5.56; N, 12.86; HRMS (ES): calculated for [M+H] 437.1967,
found: 436.1946.
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SHMR-MK-8
Current Data Parameters
NAME 23-9-13AN
EXPN
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130924
ime 2.

INSTRUM s|

PROBHD 5 mm PABBO BB/
PULPROG 2930
SOLVENT
NS

DS

5!
DMSO
8

0
SWH 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720

= CHANNEL f1
400.1?29712 MHz

SFO1
NU(

1
P1 12.35 usec
PLW1 14.00000000 W

F2- Processlng parameters

S 65536

SF 400.1605000 MHz
DW EM

0.30 Hz
1.00

SSB
LB
GB
PC

2.0 85

'H Spectra of

——157.75
_—147.31
TT—146.29
—141.31
128.68
128.11
127.80
125.29
123.27
T~119.48
102.44
——4a4.27
——35.38
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22,09

—13.57

<
X

SHMR-MK-8
Current Data Parameters
NAME  26-9-13 AN 13c
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130027

2318
1
mm PABBO BB/
2

Time.
INSTRUM
PROBHD 5
PULPROG

JANNEL f1 =====
00.6304903 MHz
13C
8.20 usec
70.59999847 W

CHANNEL f2 =====:
400.1621006 MHz
NUC2 H
CPDPRG[2  waltz16

PD2 90.00 usec:
PLW2
PLW12
PLW13
F2 - Processing parameters
s a7k

14 w
026361999 W
021353000 W

GB
PC

wow
SSB
8

1006204380 MHz
En

1.00Hz
140

T T T
170 110 100 70

3C Spectra of
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SHMR-MK-5
Current Data Parameters
NAME 23-9-13FN
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130923
Time 16.55
INSTRUM spect
PROBHD 5 mm PABBO BB/
!FU PROG 2930
SOLVENT DMSO
NS 8
DS 0
SWH 9615.385 Hz
1 12.35 usec
PLW1 14.00000000 W
F2 - Processing parameters
SI 655?‘6”
SF 400.1605000 MHz
Wbw EM
SSB
LB 0.30 Hz
GB
PC 1.00
T T T T T T T T T T T T T T T T T T
85 8.0 75 7.0 6.5 6.0 55 5.0 4.0 35 3.0 25 20 1.5 1.0 05 0.0 ppm
rgj ﬁrﬁ‘;ﬁE@ rg\ @ rgrg
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'H Spectra of 11b
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SHMR-MK-5
Current Data Parameters
NAME  25-9-13AN 13¢
EXPNO lﬁ;
F2 - Acquisition Parameters
130927
Time X
Wethun %
PROBHD 5 mm PABBO BB/
:gLPROG Pg30
et “ouso
Ng 1024
Swi 2 461 Hz
FIDRES 0.366798 Hz
AQ .3631488 sec.
RG 201.48
ow 20.800 usec.
DE 6.50 usec
T ook
D1 2.00000000 sec
Bl o Ga00000 sec
Al &
casesnas CHANNEL 1 zeea
SFO1 100.6304993 MHz
Nuct 13C
P1 8.20 usec
PLW1 70.59990847 W
caseseas CHANNEL 2 zees
§758 ™ Gnegioos e
‘CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 14.00000000
PLWI12 0.26361999 W
PLWIS 03783000 w
£2 - rocessingparametes
8 1odsaotmomme
‘wow EM
ss8 0
LB 1.00 Hz
& o
PC 140
o) i . N |
T T T T T T T T T T T T T T T T T T !
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11b
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SHMR-MK-4
Current Data Parameters
NAME 23-9-13FN
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130923
Time X
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

65536
SOLVENT DMSO
NS 8

S|
NuCt
P1
PLW1

0
9615.385 Hz
0.146719 Hz
3.4078720 sec
31.99
52.000 usec
6.50 usec
300.0 K
1.000010000 sec

CHANNEL f1 =:
400.1629712 MHz

1H
12.35 usec
14.00000000 W

F2- Processingeparamelers
SI 655

SF
wbw

SSB

LB
GB
PC

400.1605000 MHz
EM

0.30 Hz
1.00

9.0 85

0.5 0.0 ppm

'H Spectra of 1lc

——158.14
——146.08
——144.05
—141.17
A 131.50
/120,16
Z£-128.72
127.25
126.98
12344
T~-119.60
101.86
.25

X
N

—32.74

_—22.69
T~—22.07

—13.79

SHMR-MK-4
Current Data Parameters
NAME  25-9-13AN 13¢
EXPNO 940
PROCNO 1
F2.- Acquisition Parameters
Date_ 20130027

433
INSTRUM
PROBHD 5 mm PABBO BB/
PULPROG pG30
™
SOLVENT
NS
SWH
FIDRES
AQ 1363
RG
ow
€ 300.0 K
o1t
00
=zzzazzz CHANNEL 1 zx=x
SFO1  100.6304993 MHz
NUCT 13C
Pl 8.20 usec
PLW1 7050009847 W
szzzzzzz CHANNEL f2 sz=x
SFO2  400.1621006 MHz
Nucz H
CPOPRG[2  waltz16
PCPD2 90.00 usec
14.00000000
0.26361999 W
021353000 W

w2

PLW12

PLW13

F2 - Processing parameters

st 278

SF 100.6204380 MHz
EM

sSB

L8 1.00Hz

[
PC 140

T T T T
140 130 120 110 100 70 50

30

0 ppm

13C Spectra of 11c
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SHMR-MK-7

Current Data Parameters
NAME 23-9-13AN

EXPNO

PROCNO 1

F2 - Acquisition Parameters

Date_ 20130924

Time 232

INSTRUM spect

PROBHD 5 mm PABBO BB/

?ULPROG 2930

SOLVENT DMSO

NS 8

DS

SWH 9615.385 Hz

FIDRES 0.146719 Hz

AQ 3.4078720 sec

RG 31.99

bw 52.000 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO 1

= CHANNEL f1

SFO1 400J6'§97|2 MHz
1

P 12.35 usec
PLW1 14.00000000 W

F2- Processlngeparamelers
| 655

SF 400.1605000 MHz

Wbw EM

SSi 0

LB o 0.30 Hz

PC 1.00

90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 ppm
By R e I
Slai bl R R = @ o &le
P oororgTaumno o
8 8§35838K3I303 S ] 5 Ng g
2 29888888 K2 5 < o da ©
. EIEao2gdasar 2 3 g Q8 ¢
SHMR-MK-7
Current Data Parameters
NAME  26-9-13 AN 13¢c
Exeno 5
PROCNO 1
F2 - Acquisition Parametert
Date_ 20130927
2235
PROBHD. § mm PAGBO BE
:IL’ILPROG 2gpg30
SOLVENT OMSO
NS 720
24038.481 Wz
FIDRES 0.366798 Hz.
13631488 300
.48
50
PLW13 0.21353000 W
;zmvmw parameters
SF 100.6204380 MHz.
Wow i
i 100Hz
s
PC 140
"
|
T T T T T T T T r r T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C Spectra of 11d
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SHMR-MK-6
Current Data Parameters
NAME 23-9-13AN
EXPNO 910
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130924
Time 21

INSTRUM _ ~spect
PROBHD 5 mm PABBO BB/
PULPROG 2930

bl
SOLVENT DMSO
NS 8

DS 0

SWH 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720 sec
RG 31.99

[ 52.000 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

P1
PLW1 14.00000000 W

F2 - Processing parameters

si 6553

SF_ 400.1605000 MHz
w EM

SSB 0
LB 0.30 Hz
GB

| PC 1.00

T T T T T T T T T T T T T T T T T

T T
9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 4.0 3.5 3.0 25 2.0 15 1.0 0.5 0.0 ppm

B EBe A kR

'H Spectra of 1le
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SHMR-MK-6
Current Data Parameters
NAME  26-9-13 AN 13c
EXPNO 10
PROCNO 1
F2 - Acquisition Parameter
Bate " J01%0037
Time 2151
INST 5
PROBHD_5 mm PABBO BI
PULPROG pg30
™ ©
SOLVENT —__ DMSO
.
24038.461 Hz
FIDRES 0366798 Hz
13631488 sec
201.
CHANNEL 2
SFO2  400.1621006 MHz
Nuc2 H
CPOPRGR  waltz16
PCPD2 90.00 usec
PLW2 14
PLWI2 026361990 W
PLWI3 021353000 W
F2 - Processing parameter:
st 2780
SF 1006204380 MHz
w EM
ss8
8 1.00 Hz
GB
PC 140
T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 0 ppm

13C Spectra of 11le
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SHMR-MK-3
Current Data Parameters
NAME 23-9-13FN
EXPNO
PROCNO 1
F2 - Acqui
Date_ 1
Time 16.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 293

5!
SOLVENT DMSO
NS 8

SWH 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720

sec
R 1.

bow 52.000 usec
DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec
TDO 1

= CHANNEL 1 =:
SFO1 400.1629712 MHz

1
P1 12.35 usec
PLW1 14.00000000 W
F2- Processlng parameters
Sl 65536
SF. 400.1605000 MHz
WDwW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T T T T T T T T T T T T T T T T T

9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 . . 15
T H H B ke
- o

e

'H Spectra of 11f

_—157.69
T~157.34
——146.30
—141.31
——139.30

128.72

128.69
——123.33
——119.54
——113.56
——102.81

—55.42
44,
34,
_—22.69
22,06
—13.55

<

SHMR-MK-3
Current Data Parameters.
NAME 25-9-13AN 13c
EXPNO 930
PROCNO 1
F2 - Acquisition Parameters
Date. 213027
INSTRUM
PROBHD 5 mm PABBO BB/
PULPROG ___2gpg30

SOLVENT DMSO
NS

ssssszsz CHANNEL 1 s=sze
SFOT  100.6304993 MHz
NUCT 13C

Pi 8.20 usec

PLW1 7059999847 W

zszsszzz CHANNEL 2 ==zss
SFO2  400.1621006 MHz

1400000000 W
PLW12 026361999 W
PLWI3 021353000 W

T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11f
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SHMR-MK-2
Current Data Parameters
NAME 23-9-13FN
EXPNO 950
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130923
Time 16.44
INSTRUM spect
PROBHD 5 mm PABBO BB/

TD 65536
SOLVENT DMSO
NS 8

DS 0

SWH 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720 sec
RG 31.99

bw 52.000 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

== CHANNEL f1
SFO1 400.1629712 MHz
Nuc1 1H

P1 12.35 usec

PLW1 14.00000000 W

F2 - Processing parameters
| 555g6pa

S

SF. 400.1605000 MHz
WD! EM

SSB

LB 0.30 Hz

GB 0

PC 1.00

T T T T T T T T T T T T

T T
75 6.0 55 5.0 4.5 4.0 35 3.0 25 2.0 15 1.0 0.5 0.0 ppm

ST §e e

'H Spectra of 11g

——157.6067
——152.7040

——146.3159
——143.7214

——141.2685
—135.7757
——128.7146
~——123.3829
——119.6613
——105.4117
——102.5477

——60.3501
——56.2327
——44.2901
——36.1099

_—22.7289
22,0882

——13.6302

SHMR-MK-21
Gurront Data Paamoters
NAME 'SHMR-MK-21

o
F2.- Accuision Parameters
Date_ 20140711
Time. 1
Wetow '3
PROBHD 5 mm PABBO BB/
:lI,ILPNOG Pg30
SOLVENT DMSO
NS 512
oS
SWH 24038.461
FIDRE -
gy
RG

o1
D11 '0.03000000 sec
00

z=szzzzs CHANNEL 1 ==zz:
SFOT  100.6304993 MHz
NUC1 13C

P1 9.00 usec
PLWI  61.09999847 W

z=szzzzz CHANNEL f2 ==z=:
SFO2  400.1621006 MHz
NU H
CPDPRG[2  waltz16
PCPD2 90.00

PLW2  13.10000038 W
PLWi2 026705000 W
PLWI3 021630999 W

PITT | WY KR TNy
WINATRPIrTY e

T T T T T T T T T T T

T T T T T
160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 0 ppm

13C Spectra of 11g
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6.6065
5.0389
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——3.6550

Current Data Parameters
NAME 23-9-13FN

EXPNO 940
PROCNO 1

<
!

SHMR-MK1

F2 - Acquisition Parameters
Date_ 20130923

Time 16.40

INSTRUM spect
PROBHD 5 mm PABBO BB/

D 65536
SOLVENT DMSO
NS 8

DS 0

SWH 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720 sec
R 31.99

bw 52.000 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

CHANNEL 1 =:
SFO1 400.1629712 MHz
NUC1 1H

P1 12.35 usec
PLW1 14.00000000 W

F2 - Processing parameters
SI 65586”

SF 400.1605000 MHz
wbw EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

T T T T T T T T T T T T T T T T T T

T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 20 15 1.0 0.5 0.0 ppm

(L 8

'H Spectra of 11h
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SHMR-MK-1
Current Data Parameters
e Dga paramoness
EXPNO 910
oo
F2 - Acquisition Parameters
ey
WStRum ‘”.Sm
:m:xge.'imm ’ABBO BB/
™ 65538
SOLVENT DMSO
RVET ok
DS 4
S\ 24038.461 Hz

e
s
o
).800
e
.0 K.
2030008 s0c
O.W' sec
CHANNEL 11 s=sss
100.6304993 MHz
13C
20 usec
R w
B
T
1H
waltz16
N4N\l0cw
S W
L
viors
108200 ue
EM
1.00 Hz
- ‘ : ‘ ‘ - : . : ‘ - ‘ ‘ ‘ ‘ - : . :
170 160 150 140 130 120 110 100 90 8 70 60 50 40 30 20 10 0 ppm

13C Spectra of 11h
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SHMR-MK-9
Current Data Parameters
NAME 23-9-13AN
EXPNO
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130924

Time 240
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG

el

SOLVENT DMSO
NS 8

DS 0

SWI 9615.385 Hz
FIDRES 0.146719 Hz
AQ 3.4078720 sec
R 31.99

bw 52.000 usec
DE 6.50 usec
TE 300.0 K

D1 1.00000000 sec
TDO 1

= = CHANNEL f1
SFO1 400.1629712 MHz
NuC1 1H

P1 12.35 usec
PLW1 14.00000000 W

F2- Procassinngammetsrs
655.

SF 400.1605000 MHz

WDwW EM

D!
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T T T T T T T T T T T T T T T

9.5 9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 X 20 15 1.0 0.5 0.0 ppm
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SHMR-MK-9
Current Data Parameters.
NAME  26-5-13 AN 13¢
EXPNO 940
PROCNO 1
F2 - Acquisition Paramete
Date_ 201
001
INSTRUM
PROBHD_5 mm PABBO B
PULPROG " 2930
SOLVENT —_ DMSO
NS 0
0s 3
24038.461 Hz
FIDRES 0.
AQ 13631488 sec
RG 1.48
ow 20,800 usec
DE 6,50 usec
TE 3000 K
o1 sec
D11 0.03000000 sec
0 1
CHANNEL f1 ==
100.6304993 MH
8.20 usec
7059999847 W
CHANNEL f2 ==
400:1621008 MK
pnc(z‘ puanzte
026361999 W
PLW13 021353000 W
£2 - Processing parameter
SF 1006204380 MHz
viow M
ss8
8 100Hz
G
PC 140
| } A A
]
T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 40 30 20 10 0 ppm

3C Spectra of 11i
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SHMR-MK-10
Current Data Parameters
NAME 23-9-13AN
EXPN¢
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130924
Time 243
INSTRUM spect
PROBHD 5 mm PABBO BB/
P G 293

T

SOLVENT DMSO

NS 8

DS 0

SWH 9615.385 Hz

FIDRES 0.146719 Hz

AQ 3.4078720 sec

RG 31.99

bw 52.000 usec

DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec

TDO 1
CHANNEL f

S
Nuct
P1
PLW1

400.1629712 M
H

12.35 usec
14.00000000 W

F2 .- Processing parameters
| 655:
400.1605000 MHz
EM

0.30 Hz
1.00

T
6.5 3.5 1.0 0.5 0.0 ppm

'H Spectra of 11j

——157.82
——155.61

——149.48
——146.28
—141.16
——128.75

123.51

<

123.37
——119.60
101.28

——44.26
——34.88
_—2272
22,09

—13.47

SHMR-MK-10
Current Data Parameters
NAME  26-9-13 AN 13¢
EXPNO 950

1

F2 - Acquisition Parameten

Date_ 130028

Time: Y

INSTRUM

PROBHD_5 mm PABBO BE

PULPROG " 2pg30

SOLVENT DMSO

NS 700

)
SWH  24038.46
FIDRES

AQ 1.363

026361999 W
021353000 W

meter:

PLWI3

F2 - Processi

T T T T T
150 140 130 120 110

13C Spectra of 11j
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SHMR-MK-11
Current Data Parameters
NAME 20-9-13AN

EXPNO 940
PROCNO 1

F2 - Acquisition Parameters
Date_ 20130921

Time 8.51
INSTRUM spect
PROBHD 5 mm PABBO BB/

PUI 29

TD 65536
SOLVENT DMSO
NS 16

DS 2

SWH 8012.820 Hz
AQ 4.0894465 sec

T T
3.08 306 3.04 ppm 1.82 1.80 ppm

P1 12.35 usec

PLW1 14.00000000 W
F2 - Processing parameters
Sl 555&6"a

F 400.1605000 MHz
Wbw EM
SSB
LB 0.30 Hz
GB

1.00
T T T T T T T T T T T T T T T T T T T
9.0 85 8.0 75 7.0 6.5 6.0 5.5 5.0 5 4.0 3 25 20 15 1.0 05 0.0 ppm

Y E Y

'H Spectra of 11k

2 833 rrawms 3 s s 5 &
~ NO = DO~ WOD o 2 . e 9
B &S¥3 g8nsss g g 3§ 3 2
B 3$z SEnNEE g ¢ 8 1 d
SHMR-MK-11
Current Data Parameters
S g
EXPNO 910
PROCNO
£ it s
Date. 20130925
B o
INSTRUM
T 055%
SOLVENT DMSO
NS 700
oS 4
S\ 24038.461 Hz
FIDRES 0.366798 Hz
1.3631488 sec.
o
ow 20.800 usec
B
TE 300.0 K
Ll
on o 9 sec
SFO1 100.6304993 MHz
BE e
P1 8.20 usec
i e
———
400. mf'moa MHz
CPOPRG[2  waltz16
.00 usec
g
PLW12 026361999 W
PLWI3  0.21353000 W
F2 - Processing parameters
sl 52788
SF 100.6204380 MHz.
wow EM
e
GB 0
PC 140
I
170 160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11k

21




238883928 2852
gEBSREI5EE BE2E
8583857258 RRER
NNNNNNNNNN -

7.0724
7.0542
——5.0887
3.0547
3.0379
3.0211

/
\
S
<

SHMR-MK-13
Current Data Parameters
NAME 20-9-13AN
EXPN
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130921
Time 9.00
INSTRUM S|
PROBHD 5 mm PABBO BB/

ROG 293

T
SOLVENT DMSO
NS 16

DS 2

SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 31.99

bw 62.400 usec
DE 6.50 usec

TE 300.0 K

D1 1.00000000 sec
TDO 1

= CHANNEL f1 =====
SFO1 400.1629712 MHz
NuC1 1H

P1 12.35 usec
PLW1 14.00000000 W
glz - Processing parameters
SF 400.1605000 MHz
WDW EM

D!
SSB
LB 0.30 Hz
GB 0
PC 1.00

85 8.0 75 70 6.5 6.0 55 5.0 4.5 4.0 3.

'H Spectra of 11l

——158.16
——146.13
—144.07
——141.20
131.54
131.53
12917
128.74
127.26
126.98
123.48
119.66
101.90
——45.35
——32.79

/
§
~

——24.09
—13.82

SHMR-MK-13
Current Data Parameters.
NAME  24-9-13 FN 13c
EXPNO 930
PROCNO 1

F2 - Acquisition Parameters
%‘"f\m 20130925
INSTRUM
PROBHD_5 mm PABBO BB/
PULPROG ___2gpg30

552

536
SOLVENT ~_omsO

=z= CHANNEL f1 ==z
100.6304993 MHz

NUCT
P1 8.20 usec
PLWI 7050999847 W

zzzzzzzz CHANNEL 2 z=zze

SFO2  400.1621006 MHz
waltz16

90.00 usec

1, w
PLW12 026361999 W
PLW13 021353000 W
£2- Processing parameters

SF 100.6204380 MHz

Wow e

SSB 0
LB

0

1.00 Hz
a8
PC 140

T T T T T
170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11l
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6.7589
6.7542
~——4.5788
——3.6864
3.0916
0850
3.0806
3.0739
0676
3.0630
3.0562

;

SHMR-MK-12
Current Data Parameters
NAMI 20-9-13AN
EXPNO
JOCNO 1
F2 - Acquisition Parameters
Date_ 20130921

ime 8.55
INSTRUM S|
PROBHD 5 mm PABBO BB/
PULPROG 2930

T
SOLVENT . DMSO
NS 6
DS 2
SWH 8012.820 Hz
FIDRES 0.12266 Hz
AQ 40834465 sec
RG e
bW 62.400 usec
DE 6.50 usec
TE 3000 K
D1 1.00000000 sec
00 1
= CHANNEL f1
SFOT  400.1629712 MHz
NuC1 1H
Pi 12.35 usec
PLW1  14.00000000 W
F2 - Processing parameters
si 65530
SF 400.1605000 MHz
WD\ EM
ssB
B 030 Hz
GB
PC 1.00
‘ ‘ ‘ : : : : : ‘ ‘ ‘ ‘ : : : : : ‘ :
85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 ppm
N Wl 1= | b = = B
~No o~ @ N = -
B S oo S S o & 3 g ¢ 8 2
G5 ¢ 8 g 82 ¢ g b b 3 = -
B g 28 § 82 ¢ e g g s L
SHMR-MK-12
Current Data Parameters
iy
EXPNO 920
%o
F2.- Acquishion Parameters
Date_ 20130925
WStRUM  ypoct
PROGHD 5 mm PABEO B8/
_;mnl.PRoG Pg30
SOLVENT DMSO
NS 5:2
2uckn 61 e
FIDRES 0.366798
SORES | ooy
RG 201.48
ow 20.800 usec
DE 6.50 usec
P e
D1 2.00000000 sec
$“ OW sec
-
o e
NuC1 13C
P1 8.20 usec
Pwi  rosssirw
=sszszms CHANNEL 12 sz==
o e e
Nuc2
CPDPRG[2 waltz16
PCPD2 90.00 usec
PLW2 144
Piwe  05mecaow
PLW13 0.21353000 W
£2 - Procossing parametors
100.6204380 MHz
0
B0 oo
GB ]
80 e
) N |
; ! T ; ! T ; ; T ; : : : T : : - T
170 160 150 140 130 120 110 100 9 8 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11m
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SHMR-MK-14
Current Data Parameters
NAME 20-9-13AN
EXPNO
PROCNO
F2 - Acquisition Parameters
Date_ 20130921
Time .
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
D 65536
SOLVENT DMSO
NS 16
DS
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 58.68
bw 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
Sl 400.1629712 M
NuC1 1
P1 12.35 usec
PLW1 14.00000000 W
F2- Processingeparameters
S 655!
SF 400.1605000 MHz
Wbw EM
SSB
LB 0.30 Hz
GB
PC 1.00
T T T T T T T T T T T T T T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 25 20 15 1.0 0.5 00 ppm
r:j @ rgw (gj @ rgw ﬁ @
- ) <l |- - B @l e
28 382 esn 5 s 3 5 3
NB 98 ¢ % BB = L ? Q <
LY ¥ T SRR S w0 s = ©
irT Ive T T
SHMR-MK-14
Current Data Parameters
NAME  24-9-13 FN 13c
EXPNO 940
PROCN 1
B
Time 625
INSTRUM
PROBHD_§ mm PABBO BB/
PULPROG pg30
SOLVENT _ DMSO
NS
H
waltz16
90.00 usoc
Wi2 026361999 W
PLWI3 021353000 W
F2 - Processing parameters
st 327
SF 1006204380 MHz
wow EM
ss8
8 1.00 Hz
GB
PC 140
|
T T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

13C Spectra of 11n
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7.9378
7.9178
7.4124
7.3976
7.3912
7.3791
7.3601

5—7.1205
7.1021
7.0739
7.0516
7.0294
4.7262
3.7580

< 3.7462
3.7339
3.0903

< 3.0781
3.0662

——22220

-7.3399

/

SHMR-MK-18
Current Data Parameters
NAMI 20-9-13AN
EXPNO 0
PROCNO 1
F2 - Acquisition Parameters
Date_ 20130921
Time .23
INSTRUM spect
PROBHD 5 mm PABBO BB/
TULPHDG
SOLVENT DMSO
NS 126
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec

31.99
oW 62.400 usec
DE 6.50 usec

300.0 K
D1 LOOO(!:)DOO sec
CHANNEL f1
SFO1 400.1629712 M|
NUC1 1H
P1 12.35 usec
PLW1 14.00000000 W

F2 - Processing parameters
T T T T SI 65ng

3.75 ppm 3.08 ppm §F 10071603000 MHz
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

T
9.0 85 8.0 75 7.0 6.5 6.0 55 5.0 4.5 4.0 35 3.0 25 20 15 1.0 0.5 0.0 ppm

'H Spectra of 110

wor- 298 28283888 0

L1 Q08 RERRAFIQ0 e > £ 3 <
N oag DIRVD O T T © @« - 2 N
ere 2T QEC¥CCC e 2 e 3 b4

SHMR-MK-18

Current Data Parameters
NAME  24-5-13 AN 13¢
EXPNO 920
PROCNO 1

F2- Acquisition Parameters
Date_ 20130925

Timo 1743

INSTRUM

PROBHD_§ mm PABBO BB/
PULPROG Pg30
SOLVENT " DMSO

NS

SFO1
NUCT

P1 8.20 usec
PLW1  70.59099847 W

zzzzzzzz CHANNEL 1 z=zz=
100.6304993 MHz
13C

ssssszsz CHANNEL f2 ssszs
SFO2  400.1621006 MHz

waltz16
PCPD2 90.00 usec

I AL ] '

T T T T T T T
180 170 160 150 140 130 120 110 100 920 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 110
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——5.1389
3.8741
——2.3023

—21727

SHMR-MK-15
Current Data Parameters
NAME  20-9-13AN
EXPNO 980
PROCNO 1
F2 - Acquisition Parameters
Date. 20130921
Time. X
INSTRUM
PROBHD_§ mm PABBO BB/
PULPROG 230
™ 65536
SOLVENT DMSO
NS ®
WH 8012.820 Hz
FIDRES  0.122266 Hz
AQ 4 sec
RG 65.65
ow 62.400 usec
DE 6.50 usec
TE 300.0 K
o1 1.00000000 soc
T 1
s=szzszs CHANNEL 1 ss=sssss
SFOT  400.1629712 MHz
NUC1 H
P1 12.35 usoc
PLWI  14.00000000 W
F2 - Processing parameters.
si ‘o553
S 400.1605043 MHz
wow EM
sS8
8 030Kz
G8 0
PC 1.00
T T T T T T T T T T T T T T T T T T T
9.0 85 8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 25 20 15 1.0 0.5 0.0 ppm
A 8RR £ 5 53
o el leillelal - t 063
58 §¢ 88 JIIEYRK & 0 2 @
g o @ 35 LESIS T = prd @ ?
©© 0 g ® dNANTE = o 8 = ©
- - - e rrrre o - - -
SHMR-MK-15
Current Data Parameters
NAME  24-9-13 FN 13¢
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date 20130924
Time. 16.46
INSTRUM
PROBHD _§ mm PABBO BE
PULPROG ___29pg30
™ 65536
SOLVENT DMSO
NS 512
0s 4
SWH  24038.461 Hz
FIDRES 0366798 Hz
AQ 1.3631488 soc
RG 1.48
ow 20.800 usec:
DE 6.50 usec
TE 300.0 K
D1 200000000 sec
D11 0.03000000 soc
0 1
szzmszzz CHANNEL f1 s==:
SFO1  100.6304993 MHz
NUCT 13C
Pi 8.20 usec
PLW1 7050999847 W
=zzzszzz CHANNEL f2 s==:
SFO2  400.1621006 MHz
NUC2 H
CPDPRG[2  waltz16
PCPD2 90.00 usec:
PLW2 14 w
PLW12 026361999 W
PLW13 021353000 W
£2- Processing parameters
SF 100.6204380 MHz
Wow EM
SSB 0
B 100 Hz
GB 0
PC 140
J " " | "
T T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11p
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SHMR-MK-17
Current Data Parameters
NAME 20-9-13AN
EXPNO 1000
PROCNO 1
F2 - Acquisition Parameters
Date_ 130921
Time .
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
5
SOLVENT DMSO
Ng 16
WH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG .68
bw 62.400 usec
DE 6.50 usec
TE .0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1 ====z
SFO1 400.1629712 M|
NuCt 1H
P1 12.35 usec
PLW1 14.00000000 W
F2 - Processing parameters
y J 4 : §F 40065:2%5000 MH:
. z
1.6 15 14 1.3 ppm w EM
SSB 0
LB 0.30 Hz
GB
PC 1.00
T T T T T T T T T T T T T T T T T T T T T
90 85 80 75 70 65 60 55 50 45 4.0 35 3.0 25 2.0 15 1.0 05 00 -05 ppm
F”ﬁ ﬁﬁaﬁi @ rﬁw @ rgw M rﬁ]
o3| vlolelai =] < 2 < <! ©
©0 AN E YeNgE2Y @
~ W 8 OR-3®H0n < « T
E NS - gS@nwao & 8 & 8 R 83
© ¥ T dddqqar =3 @ 8 8 S oo
- SR E FEFEFEFEFEFE s B s FF
SHMR-MK-17
Current Data Parameters.
NAME  24-5-13 AN 13¢
EXPNO 910
ROCNO
F2 - Acquisition Parameters
Dat
Tme 52
PROGHD. & mm PABEO B8
PULPROG " 2
SOLVENT ~_ DMSO
NS 00
0s 4
SWH 24038461 Hz
FIDRES ° 0.366798 Hz
AQ 13631488 soc
RG 201.48
ow 20800 usec
DE 650
TE 300.0 K
D1 2.00000000
DIt 003000000 sec
00 1
ssmszzzz CHANNEL 1 sz
SFOT  100.6304993 MHz
NUC1 13C
P 8.20 usec
PLWI  70.50999847 W
ssmmszzz CHANNEL 12 ===
SFO2  400.1621008 MHz
ez H
CPOPRG[2  waltz16
PCPD2 90.00 usec
PLW2 1,
PLWI2 026361999 W
PLWIS 021
£2 - Processing porameters
SF 1006204380 MHz
WD) En
ssB 0
8 300Hz
GB o
PC 140
. | o e " - PRV Wt Mm
¥ dy ¥ hy Ll s ¥ Y v J e it d
T T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11q
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8338238035 E558888588 §32238388500583
EERERQaANANaaaarrrrrey NI INOANNR R R
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7.0822
7.0638
——5.0893
2.8382
2.8190
27992

§

SHMR-MK-16
Current Data Parameters
NAME 20-9-13AN
EXPNO
PROCNO 1

F2 - Acquisition Parameters
%ale_ 201 %21

ime
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 529
SOLVENT DMSO
NS 16
DS
SWH 8012.820 Hz
FIDRES  0.122266 Hz
AQ 4.0894465 sec

1.99
bw 62.400 usec
DE 6.50 usec
TE 300.0 K
D1 1.00000000 sec
TD 1

= = CHANNEL f1 ====
SFO1 100.1629712 MHz
NuC1

P1 12.35 usec
PLW1 14.00000000 W

T T T F2- Processlng parameters
SI 65536
1.35 1.30 ppm SF_ 400.1605000 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

1.0 0.5 0.0 ppm

'H Spectra of 11r

- exageQNISge 8
ot rhRa@gakhaQan 2 e s R 85
3 CHS rr BN GBOD o ~ o N o
TITOONNNNN = =] ~ o @ o ©o
- rFrEEEEE - - < ® & - -
SHMR-MK-16
Current Data Parameters
NAME  24-9-13FN 13¢
EXPNO 960
PROCNO 1
F2- Acquisition Parameters
to. 20130924
Timo. 17.19
INSTRUM
PROBHD 5 mm PABBO BB/
PULPROG ___2gpg30
SOLVENT DMSO
NS 512
DS 4
S\ 24038.461 Hz
FIDRES 0366798 Hz
AQ 1.3631488 soc
RG 201.48
ow 20.800
DE 6.50 usec
TE 300.0 K
D1 2.00000000 sec
DIi 003000000 sec
mssszzsz CHANNEL 1 s=sze
SFOT  100.6304993 MHz
NUCT
Pi 8.20 usec
PLW1 7059999847 W
zsssszsz CHANNEL 2 ==sss
SFO2  400.1621006 MHz
UC2 H
CPDPRG[2  waltz16
P02 90.00
PLW2 14 w
PLW12 026361999 W
PLWI3 021353000 W
F2 - Processing parameters
si 2788
SF 100.6204380 MHz
Wow EM
SSB 0
e 1.00 Hz
GB o
PC 140
" J -
T T T T T T T T T T T T T T T T T T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm

3C Spectra of 11r
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14.0172
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5 RiggacEagesss
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7.1655
7.1552
——4.9648

(=

——2.3299

SHMR-MK-X

Current Data Parameters
NAME  Dimer 1H
EXPNO
PROCNO 1
F2 - Acquisition
Bate " Z5140704
Time. 17.19
INSTRUM s,
PROBHD_5mm
PULPROG
65536

ABBO BB/
2630

™

SOLVENT ~  DMSO

NS 8

0
SWH 9615.385 Hz
FIDRES _ 0.146719 Hz
AQ 3.4078720 sec

P1 85
PLW1 1310000038 W
F2 - Processing parameters

A W l
i S S S S S e o=
e TR es 8
'H Spectra of 12
3§ 3 353890 . :
R\ | |
SHMR-MK-X1

Current Data Parameters

NAME  DIMER 13C

EXPNO

PROCNO 1

F2 - Acquisition Parameters
20140708

ime 2027

INSTRUM 5y

PROBHD 5 mm PABBO BB/
ROG pg30

PULPI

™

SOLVENT DMSO

NS 512

0s )

S\ 24038.461 Hz

FIDRES 0366798 Hz
3631488 sec
201

9.00 usec
PLW1  61.09999847 W

z=sz=zzz CHANNEL 12 ===z
SFO2  400.1621006 MHz
NUC2 H
CPDPRG[2  waltz16

02 90.00 usec
PLW2  13.10000038 W
PLW12 026705000 W
PLW13 021630099 W
F2 - Processing tors

si
SF 100.6204883 MHz
wow EM

sSB 0

8 3.00Hz
GB 0

PC 140

T T
130 120 110 100 90 80 70 60 50 40

10 0 ppm

3C Spectra of 12
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mV

1 g 2 (
. S o
150 - n: nc |
| |
100 )
| |
1 ‘ ‘f !
50+ |‘ | '
1 1 \
i 5 = S
0 5 10 15 20 30 35
min
PeakTable
Peak# | Ret. Time Area Area %
1 11.966 4372527 48.87
2 13.810 4574979 51.13
Total 8947506 100.00
HPLC Parameter of 1la
mV
150
100
4
1
50- i
N
0 T 1 i
L | LI RS LR TR T T w1
0 5 10 15 20 30 35
min
PeakTable
Peak# Ret. Time Area Area %
1 11.946 4255585 48.86
2 13.781 4453816 51.14
Tota 8709401 100.00

HPLC Parameter of 11b
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mV
)
150, &
| Ak :
| |
100 / I‘
50: g 1 1 ' |
i 6 T |
0 Tj " \¢
T . ] T 4 0 T ' T T T T ( T T T T ‘ T T ™ r T T ] T 1 3 T 3
0 5 10 15 20 25 30 35
min
PeakTable
Peak# Ret. Time Area Area %
1 11.932 4242369 49.03
2 13.767 4409380 50.97
Total 8651749 100.00
HPLC Parameter of 11c
mV
. (=) —
1 ﬂ% &
—_ o
400 = F'
300
200
100
0 i AL N ‘FJ * ¢
1 I T T T l T T I T T T T I T T T I
0 5 10 15 20 25
min
»PeakTable
 Peak# Ret. Time Area Area %
1 11.909 10954928 49.92
2] 13731 10990332 50.08
Total 21945260 100.00

HPLC Parameter of 11d

31




mV
s o
4 o o
150 = |2 "
E a
1 1
100 |
50:1 '\
] &
r
=7 T ] I T T T T ] T T 1 T " T I T T T T
0 5 10 15 20 25 30 35
min
PeakTable Eose— o ——
_ Peak# | Ret.Time & Area | Area%
1 11.92 3707726 49.04
2 13.82 3852501 50.96
Total 7560227 100.00
HPLC Parameter of 1le
mV
= < (2]
1000 " =
750
500
250
i A | {
i T T
T T ¥ I T T T I T T T T I T T T l T T
0 5 10 15 20 25
min
PeakTable B
. Peak# Ret. Time Area Area %
. 1 - 11,124 37270846 49.75
2 13.969 37649805 50.25
Total 74920651 100.00

HPLC Parameter of 11f
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mV
2 o
] = =
750:
{
500-]
250
0 —¥ ¥ g
I s 3 s T " T T T 3 5 j ]
0 3 10 15 20
min
Pea!(Tibrle._ e
. Peak# | Ret.Time | Area Area %
111169, 2423288 48.34
2] C 13313 2589915 51.66
Total 5013203 100.00
HPLC Parameter of 119
mV
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 Peak# Ret. Time Area Area %
R 11276304 49.06
3 213263 11707639 50.94
_ Total 22983943 100.00
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 Peak# | Ret. Time Area Area %
- }__ 9581 8319341 48.31
2010839 8901680 51.69
. Total 17221021 100.00
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~ Total 17677376 100.00
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1 10.601 10885563 50.38
-2 12.064 10723018 49.62
| Total 21608581 100.00
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2 12328 5320244 51.19
Total 1 10393848 100.00
HPLC Parameter of 11m
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I 9499 4375706, 47.39
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Total ) 9234105,  100.00]
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1| 12.358 4669923 50.17
2] 14.221 4528037 48.64
316083 110934 1.19
Total 9308894 100.00
HPLC Parameter of 110
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‘ ] 10281 7349212 49.11
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Total 14964840 100.00
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‘ 1 12.474 11959342 49.61
2 14.373 11949010 49.57
| 3 15.808 196989 0.82
~ Total 24105341 100.00
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L1 12.255] 33775475 49.87
B 14.124 33948214 50.13
Total 67723689 100.00
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