PPh; (1.2 eq)

AcOEt, 110 °C
(sealed tube)
72%

/ \

(0

OEt

Ph

J. Am. Chem. Soc., 2004, 126, 4118.
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fac-Ir(ppy); (2 mol%) R3

R3
LG! 3 CU(CHiCN)BF, (10 mol%) /\p\\’
/\ , . L3 (10 mol%) SIS
=~ R + P<s >
HS I 'R 2
R’ o NaO'Bu (2 eq.) =~ R
CH4CN, Blue LEDs R’
1 -
LG' = 3,5-(CF3),-BzO Ar, r.t. 30h 27 examples, up to 97% yield

4CzIPN (2 mol%)

CuCl (10 mol%) R30
1
LG OR® L1 (10 mol%) \o-OR’
+ P > 0 s°\
R2 PN 3 (o)
1/\ HS” II~OR K,CO; (2 eq.) JI\)\
R CH;CN, Blue LEDs R R2
air, r.t. 30h

18 examples, up to 87% yield

fac-Ir(ppy); (2 mol%)

(V) 1

LG2 OR Cul (10 mol%) R cI)R
R3 | L4 (10 mol%) 2\ p—OR

+ P o R?2 . S”\

R2 'S
o FZ HS™ Il "OR K,COs (2 eq.) ¥ o
CH;CN, Blue LEDs R3
air, r.t. 30h

14 examples, up to 90% yield
LG? = (CO,),Me

DOI: 10.1021/acs.orglett.4c02636.



(a) Control experiment with radical scavenger:

Ph—<: 2a (2.0 equiv O-N
( ) > 3f trace + Ph——
74 TEMPO (2.0 equiv)

Standard Conditions A
1f 7, detected by HRMS

(b) Reaction with possible intermediates:
EtQ,

0 P”O
n Standard Conditions B
HS—P-OEt - j\j\ OEt
OEt Ph Me
2a 4a, 0%
5 EtOP,,O
I Standard Conditions B 0O §°
HS— F:’-OEt > M OEt
OEt Ph Me
2a 4a, 0%
(c) Exploration of the carbonyl source
EtQ, o
P”
oK
lol Standard Conditions B 1 i
©_< + HS— I:’ OEt > Z Me
OEt
1a 2a 4a, 86% (open in the air)

0% (Ar)
0% (Ar, H,0 (5 equiv))
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