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Reaction Summary

Reagents Triethylamine Steps: 1 View Reference Detail
ield: By: Yang, Junfeng; et al
Catalysts 4-(Dimethylamino)pyridine Mield: 91% y: Yang, J e
i European Journal of Organic Chemistry (2012), 2012(31),
Solvents Dichloromethane 6248-6759
Conditions 2 stages
Full Text =
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Room-temperature Suzuki-Miyaura coupling of heteroaryl
chlorides and tosylates

~ Language
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Experimental Protocols

Thiophene-2-ol, 2-{4-methylbenzenesulfonate), Yield: 81%

1. Add 5H-thiophen-2-one (1.56 g, 15.6 mmol) to a 25 mL dried Schlenk tube containing 5 mL of dry
CHC; in an ice/water bath under argon.

2. Stir the solution and add triethylamine (3.4 mL, 23.4 mmol) dropwise over 15 min.

3, Add 4-N,N-dimethylamine- pyridine (57 mg, 0.47 mmol) to the stirred mixture, follow with p-
toluenesulfonic anhydride (2,20 g, 11.5 mmol) in about 12 portions over 30 min.

4. Remove the ice bath and allow the reaction mixture to warm up to 25 °C.

5. Stir the reaction mixture for 2 h.

6. Add 50 mL of water and 50 mL of diethyl ether were at the end of the reaction.

7. Separate the organic phase and dry over Mga504.

8. Concentrate on a rotary evaporator.

9. Purify the resulting residue by silica gel flash chromatography (ethyl acetate /hexane 1:10) to afford
2-thienyl p-toluenesulfenate

MethodsNow™
Products
Reactants 2(5H)-Thiophenone
Tosyl chloride
Reagents Triethylamine
Catalysts 4-(Dimethylamino)pyridine
Solvents Dichloromethane
Procedure
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Characterization Data

~  Thiophene-2-ol, 2-(4-methylbenzenesulfonate)

Proton NMR
Spectrum

Carbon-13 NMR

Mass Spectrum

State

{400 MHz, CDClz): & 7.75 (d, /= 8.4 Hz, 2H), 7.33 (d, /= 8.4 Hz, 2H), 6.87 (dd, /= 5.8, 1.5 Hz, 1H). 6.73
{dd, /= 5.8, 3.8 Hz. 1H), 6.54 (dd. /= 3.8, 1.5 Hz, 1H), 2.49 (5, 3H)

{100 MHz, CDCl): & 150.6, 146.1, 130.5. 129.8, 128.6, 124.2, 120.1, 117.7. 21.5

ESI-MS: Caled for C2aH200654 (2M*): 508.0. Found: 507.5

white solid

CAS Method Mumber 3-614-CAS-2775306
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