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' Part 1: Design, synthesis and biflogical evaluation of novel 5,7-disubstituted pyra-
zolo[1,5-a]pyrimidine derivativ
Tian, Ye; Du, Deping; Rai, Diwakar; +6 ottlirs - Bioorganic and Medicinal Chemistry, 2014, vol. 22, # 7, p. 2052 - 2059
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= A
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73.2% With sodium In ethanol T=80 °C; D=5 h;

Experimental Procedure \/

Experimental Procedure

ethyl malonate (22mmol, 1.1equiv) were
dded to a freshly made solution of sodium
metal (40mmol, 2equiv) in ethanol (60mL).
The mixture was heated to 80°C and stirred
for 5h. After the reaction, the solution was
cooled to room temperature and filtered. The
obtained solid was washed with ethanol and
dissolved in water (30mL). Then the solution
was acidified to pH 1~2 using concentrated
HCl in an ice-bath. The precipitate was fil-
tered, washed with water and dried to give
light yellow powder ( 2, yield 73.2percent,
EI-MS: 152.2 [M+H], 174.3 [M+Na]) that was
directly used in next step.
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93.5% With CggH7aN4O1¢Tiz dihydrogen peroxide In water; ethyl acetate at 0°C; for 24h; Reagent/catalyst;

Experimental Procedure A | Show Reference «

2.2. Standard procedure for small-scale catalytic sulfoxidation

General procedure: Sulfide (OMS or LPS, 100 mol) and the Ti-salalen catalyst{1.1 mol) were dissolved in
the solvent (typically: EtOAc, 6.0 mL)the mixture was thermostatted at desired temperature (typically 0
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General procedure: Sulfide (OMS or LPS, 100 mol) and the Ti-salalen catalyst{1.1 mol) were dissolved in
the solvent (typically: EtOAe, 6.0 mL),the mixture was thermostatted at desired temperature (typically 0
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Yield Conditions

93.5% With CagHzzMN4O10Tiz dihydrogen peroxide In water; ethyl acetate at 0°C for 24h;

Reagent/catalyst
Experimental Procedure Hide Reference A
Reference

genii P; Bryliakov, Konstantin P. - Catalysis Today, 2017, vol. 279

@ Show details >

2.2. Standard procedure for small-scale catalytic sulfoxidation

General procedure: Sulfide (OMS or LPS, 100 mol) and the Ti-salalen catalyst{1.1 mol) were
dissolved in the solvent (typically: EtOAc, 6.0 mL),the mixture was thermostatted at desired
temperature (typically 0 °C, or —20 to +20 °C for variable-temperature measurements),and
30percent aqueous hydrogen peroxide (0.105 mmol of Hz0;) was then introduced in one
portion. Stirring (500 rpm) was continued at that temperature (typically 24 h). For low-
temperature experiments, the reaction times were about 30 h at —10 °C and up to 10 days at
—20 °C. To analyze the reaction outcome, 20 L aliquots of the reaction mixture were taken to a
wvial and immediately carefully evaporated to dryness with a stream of compressed air during
ca. 1520 s. The remaining solid was dissolved in 0.20 mL of 1percent Et;M solution in
isopropyl alcohol, and the contents of residual sulfide, (R)- and(5)-sulfoxide, and sulfone,
were analyzed by chiral HPLC as noted above.
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