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Copper-Catalyzed Alkene Arylation with Diaryliodonium Salts

By: Phipps, Robert J.; McMurray, Lindsay; Ritter, Stefanie; Duong, Hung A.; Gaunt, Matthew J

Abstract: Alkenes and arenes represent two classes of feedstock compounds whose union has fundamental importance to synthetic
organic chem. Herein is reported a new approach to alkene arylation using diaryliodonium salts and Cu catalysis. Using a range of
simple alkenes, it was shown that the product outcomes differ significantly from those commonly obtained by the Heck reaction.
These insights were used to develop a number of new tandem and cascade reactions that transform readily available alkenes into
complex arylated products that may have broad applications in chem. synthesis.
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Method Detail o7

Analysis of Val:

(CAS MN: 1-101-CAS-50901

DR,
YhUvo

Method Category: Active P

Technigue: Reversed

Hydrochloromhisside’
Valsartan
Pharmaceuticaltablecs

Injecior 20 i fixed capacity)

KRS Cy column (250 mm * 4.6 mm, 5 prm)
Celllose acetare filker (0.45 pm)

Membrane fiker (02 )

Source
i
i 7 ik $R

CODEN: IPSNN | 55N: 0974

]
[(+]

-phase HPLC

Ar&E

Equipment Used
HPLC sytem, JASCO

Electronic weighing balance

paLiit i

araiyee Viewiru

ekl Conditions

macerial Chromatographic

maveral Injection volume, 20 L Mot
i mUminy Desecion, 232 o

Instructions
Preparation of ma

prothiatide in tablets i presdid pstnien

o (9.22¢0- 2244 Pharma Book synd 3 Flerthe mable phase i
2 Deges the mobie phase

Sompie Preparation

Preparation of mix standard soluton

hanel and dilute wih methanal.

W AL and HCTZ.

160 pg/mi of VAL and 125 pg/mi of

ficer analysis.

0 HpL

o injecror.
ne zyztem using 20 pl ixed capacty (Rheodyne-7125) injector.
romasil KRS C:5 (250 mm * 2.6 mm, 5 pm) column.

Equipment Used

Full Text~ 1. Weigh 160 mg of VAL 125 mg of HC'
pro— 2 Transte careflly o 100 ml vametie k.
preatd S me 3D st
I ulk and in tablets ving 250 x 4.6 my e
o e
10mL The recend 3 i Validation
10.15 30378 min resp. A
a0 -45 g/ for P n Uneary Range
Valsartan and Hydrochlorothiazide were 100.45 % and 98.75 % resp. Al the anal. validation parameters were deter} siendard —=
2
Incernaional e deve
: Fy
2ot

5. Dilute the solution with water t get concentration of 20 - 150 pg/mL of VAL

2 . iz
2 Disselve in methancl and dilute ith methanal
3. Diute 1 mialiquot of the soluion to 10 ml with meshanol <o get final concencrad
2 Diute the solution with water to get concentration of 5 - 45 pg/m.of HCTZ

0825 mivol

Preparation of mix standard solution

1. Weigh 25 mg of standard VAL and 25 mg of ssandard HCTZ and transfer o 8 25
2 Dissolve in methenol and diluce with methanal
3 Diuse 1

100

Limic of Quantization

Accuracy

Precision

Resention Time

4 rer (oH 3.7).

445 pg/mL Hydrochlorothiatice

1.1 pgm, Valsarcan

0.48 pg/mL. Hydrochlorothiszide

33 pgiml, Valsarian
1.47 yg/ml. Hydroehlorothiatide
102015 (0.74 5D), 101.09% o).
Valzarian

98.35% (0.01 5D), 98.35% (0.04 D)
Hydrochlororhiszide

084663 RSD (Inra day); 0.148% RSD (Incer day), Valsartan
1 o),

10.15 min, Valsaran
378 min, Hydrochlorothiszide
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