Supporting Information
Synthesis of Benzisoxazolines
by the Coupling of Arynes with Nitrones

Chun Lu, Anton V. Dubrovskiy, and Richard C. Larock *

Department of Chemistry, lowa State University, Ames, lowa 50011

larock@iastate.edu

Table of Contents S1

Copies of 'H and °C NMR spectra S2-S32

S1



00
Ro.oV.

SIB'E—

150°6—

OMe

\;I,Bn

(2h, 300, CDCly)

A

o e

=t

0T

-
i

_I 0L

=t

f=zom

T T T
s 1 105 10

T
12

T
125

W0

LT~
S0e9L
ﬁ.kw
ot

EER'B0T —
TS9'BIT~.
180T
L7443

VER'BZT W.
25821

i
aeter
weeer

#10°4ST —

OMe

\J,Bn

(2h. 300, CDCl;)

S2



2.02
8.5%
8560
8.209
8,181

553

527

]

415
5,105
—-0.001

+
\N,Bn
o_
NO,
(21.300.CDCly)

w0 o ass—]

T T T T
2 15 1 105 10 95

8 75 65 6 55 45 4 35 3 25 2 15 1 05 0 -05
11 (ppm)
& REzZR &3 B8
] 8nN 83 8RR § 2
¥ #5388 34 REE R 3
Y R
+
\N,Bn
I
O_
NO,
(2i,300.CDCly)
|
]
d
!
T T T T T T T T T T T T T T T T T T T T T T
200 1%0 180 170 160 150 140 130 120 110 100 %0 80 70 &0 50 40 30 20 10 0o -10
11 (ppm)

S3




8 BRI ER B : G
% [ N | I
OMe
\I\I’I,Ph
O_
Br
(29.300.CDCly)
]
| L
T T TT T T
12‘.5 1‘2 11‘.5 1‘1 ll;AS 1'0 9’5 ; 8‘5 7:5 ; 615 u(lsppm) STS GTS 315 zls 1!5 Dlj :J —OIAS
g 8 T % 88 BB 2
£ ¢ 3855 a: e 3 :
OMe | [ VY | N | |
\r;,Ph
O_
Br
(2q.300.CDCly)
1
20 0 10 w0 w0 w0 10 10 0 120 110"( p;?‘u) A P 0 o 0

S4




0070~
o

Sp-Ph

MeO

MeO

)

3

(2r.300.CDC1

_ I

BT'E
Cooe

T—£0E

€07
U/..S:
860

=660

15 1 105 10

12

48 e

s —
wH—

189
€
9

10—

MeO

MeO

3)

(21r.300.CDC1

IJJL]\I}

l

T
100
11 (ppm)

T
110

S5



9Tb~_
6Ty
66~
el

(3a, 400, CDCl3)

—-—= 90'T

-= 0T

0.0

0.5

1.0

2.5 20

3.0

8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0
f1 (ppm)

9.0

115 11.0 10.5 10.0

12.0

S6°79—

062U~
€000 96'9L \
€000 8TLL~\
€0 092~

0v'80T—
€911
mo.ﬁﬁ/
Sb'HCT
68421
66£2T
91'8T
£9'8T1T
£8'8CT
0'6ZT
Y1621

8 —

99°0vT—

£E'9ST—

(3a, 400, CDCl3)

190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

200

S6



“
re
00 ~ e Y e
8ov. w0
L«
B
€50 e —
&0 et |,
80 90—
6E T
Pz | “
wr LET S6'6L =~
& T
€14 re
setd

F=ort o
F=tot

Fials
.8.2./
e
LY73

ot

= £ 11—

Y
689 L
16'9) o
€69 uz
€698 ke €1 —
e ~ et TR —
@z — s | 66t
~

=l - Ny
@i BT
L
e re w ot —
€l L
L @
oL
4 o || omm
v
o
~
- Q
) Fe
O g
A
=)
o Fa
)
. n
- Ha
<
o
"

S7

)

.

(3b.300.CDCl




wo
Nc.ov

3)

(3¢,300.CDC1

S

o

.T e

re

T
6
1 (ppm)

69'5Z—
WBER—

19—
819
189

[z4'73
SouU

£6°501 —

SE'951—

)

3

(3¢.300.CDC1

——

T
100
1 (ppm)

T
110

T
200

T
210

S8



880~

6T
et
0ET

89T—

89T
69°C
LT

we—F
mn.m\

66C—F
10°€
we
Y0'E
L0
80
60"
(US4

649
189
689
169

€69
1L~
ST'L
LTL
6TL
9L

,400, CDCl3)

(3d

0.0}

0.5

2.0

25

4.0 35

6.0 55 5.0 4.5

f1 (ppm)

6.5

8.5 8.0 7.5

9.0

11.5 11.0 10.5 10.0

12,0

334
984T
8LLT
6v'6C
0S6C
TL6T
8L'6C
60CE—

6L9E—

w9 —

T00L—
€000 ¥6°9L L

€0a0 9TLL—F
€DAD LS°LL 7

8€'80T—

mwer—
98'€CT—

09°8TT~_
6L

61°95T—

(3d, 400, CDCly)

40

T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90
f1 (ppm)

T
190

r
200

S9



N
0

(3e.300.CDCl

)

.

LUL¥L

Foese Lo

| idd

€501
Fowr o

F=o01 [T

6460
860

o002

T T T
12 115 1 105 10

LS

STOT~
SETT—

g rae

LY —

0EW/—

W~

1518
£
SYu

ZE'BOT —

0TI~
EB'ELT
9B

3.wﬁﬁ.

ST'9ST—

N
o

(3e.300.CDC1

)

3

I

rl

oy

|

]

-10

T
200

T
210

S10



Wo—

e
SUPy

Er—
e

3)

(3£.300.CDC1

Fste

ozt
Fwn

i
—i50

F—rE

Fors

T T
15 1 105 10

T
12

T
12.5

2o—

LTEOT

LUPIT

ST -
EERT—
gar—
S§ZET—
ST

SEST—
S5°651—

)

.

(3£.300.CDCl

-

T
200

T
210

S11



we—
oy

36
05—
wil

-

I

-

)

3

(3g.300.CDCI

F—ict

ot

oot

s
=—660
€@
e
61

11 (ppm)

1

2o—

L£'S5—

1679 —

oU—
08'9¢

n.va
s

EE80T—
e~

e/
o —
wiz
% 21—
wen"
T —
e —

ST 91—
861651 —

)

3

(3g.300.CDCI

-10

T
100
1 (ppm)

T
110

T
120

S12



&Z0-

'S5 —

J H—
Tt GE0—
T
|m Tt
—= et (LS
auy

Y73 /

]
iy
1 (ppm)

6% 60T~
0% 01T —

Foth 50121

re 09 1ZT—
L 8T —
scv o 621

— gy |0 mﬂgv

60 LET—

T 95T
69 95T

3)
10

T
115

(3h.300.CDC1

T
12

T
12.5

S13

)

.

(3h.300.CDCI

210




1070~

i.v
IS

or—
3%

WS

)

3

(31,300.CDCI

;e

=01

F=ut
E—01

To” ®

st

F-ust

T T
105 10

1

11 (ppm)

12o-—

WL

wud

€T —

)

3

(31.300.CDCl

-10

T
100

11 (ppm)

T
110

T
120

T
200

T
210

S14



-10

11 (ppm)

3)

.
10

105

1

(3j.300,CDC1

15

12

189
frara
9L

82'66

66601~
o

LI~
T~
war—
WL
e

W 9ET—
sSEET-"

65061 —

100

11 (ppm)

110

S15

120

)

.

Sl

200

(3j.300.CDCI1

210




00—

)

3

(3k.300.CDC1

»\umm_
LT
E-ET
20
e

=001
Fp60

T
55
11 (ppm)

T
105 10

T
1

89
{74’74
wul

€2 60T~
6y 01T
LT
0TI —
19421~

€5 6217
ﬁ.a.\

~mmﬂ.\.

2 T —

)

3

(3k.300.CDC1

-10

S16



(31.300.CDCly)

Tooe
F-sre
F-0£7

F-see

az0—

L8
[Lrar7a
YL

$EEEE

TITE0T ~—
80T

PEEBIT—
99612 —
SSO'SET~_
965 VET —

s.N!
609THT >

BETET—

(31,300.CDCly)

- —

T
110

T
130

T
200

T
210

1 (ppm)

S17



8000

(3m., 300, CDCly)

e

F=000'E

56T
1507
£S2T
W6
F—6E1T

=0T

(BT

T T T
115 1 105 10

T
12

T
125

11 (ppm)

S08'9¢
[Lra7a
U

81986 —

600°60T ~
WE0IT—
S BIT
[orad
L% T2
OTE"Z2T
VEE0ET —
BT~
wie

£9% 06T —

S 98T

(3m. 300.CDCly)

T
200

T
210

S18



3)

(3n.300,CDCI

A

—Iva
Fer

=661

=00

L0~

9089
[Lrar7a
€99°LL

OL1°86

SBT 60T ~_
S00°TIT —
VELETT—
BT —
LTI —

100821 —

996V —

EB0ET—

3)

(3n.300.CDCl

T
100
11 (ppm)

T
110

T
200

T
210

S19



Wi

3)

(30.300.CDCI

Fooe | v

49

“

e

"

[ e
06T
=t

Bl
=80
F—5t

F=wz |

~

e

“

[ @

o

"

[ o

1 (ppm)

189
[z473
9U

86—

EFE0T~
0T oTT~"
#8TT
0T 12T
[t

YT —
SRT—

80w~
Yo

5061 —

3)

(30.300.CDCI

T
100
1 (ppm)

T
110

S20



L Hlouw

18°9¢
jar7a
9L

651
= Zrut war—
Em A I oI —
E=rt g.w:u\‘.

= T

)

3

:
10
3)

(3p.300.CDCI

(3p.300.CDCI

S21




3)

(39.300.CDCI

00

oTE
ﬁn:
wﬁow_
€T
s
vz

o960
-y

20—

189
e
U /

¥ 60T
mmd:..#
E.m:./
5 ETT~
€ L1 —
(atatey

w621 —
o5 621/
0601
e g
60 28T —
v 051 —

99°95T —

)

3

(3q.300,CDCI1

-10

S22



Wwo
0
W0

[2:43
SEE

3)

(3r.300,.CDCI1

=9

—rt
Fore
F=oe
FsT7
>—0ut

6
11 (ppm)

10

10.5

12 115

125

o

wE—
09—

189
[x4'73
S9U

B
L£86
00601
1o
PauTE
£YgIT—
0% 12T —
e
w6 —
BUHET—
e
09—
0061
P
et

)

.

(31.300.CDCI

-10

T
100
11 (ppm)

T
110

T
120

T
200

T
210

S23



Ph

N-Ph

)

3

(35.300.CDC1

oot
Fsee

-0t

555
WE

T T
105 10

1

T
12

T
125

089
{78
13472

OV 66~
16801~
08011
6811
S.EW
Ll rass
6272~
se'sa
B'821 /
B'SET—
6T —

SB'0ST—

Ph

N-Ph

3)

(3s.300.CDCI1

-10

T
100
1 (ppm)

T
110

T
200

T
210

S24



L«
0
00— ] o 20—
7 Lw
s
L -
L«
a
L~
—
L@
~
L=
%5'55—
L@
L
Wwe— IIL —0rE
T
189
. By
= 9L
=
)
9 Fa
'Y ,m 15001 —
we
v Fen WL
&9 06'801—=
9 "
%w - o1 [ W
=669 x0T —
wi— - =0z [
6 2 —
SEL e | .,
SNN mpET [
&L 09'SET—
5 ;.3%
e Fe 5°EET
£5°¢
e
Fe 05T —
SET—
W Lo
(@] L«
o
~
B
-
m Fe
C L @2
F - o s
o Ne) o
(=] F =
o
o v
) -
o

1 o)
S25

110

OMe

3)

Ph
(3t.300.CDCI




)

.

(3u.300.CDCI

HT‘n

i

F—n
@y

ot

1(ppm)

a20—

SBR—

189
Y
U

weor—

W~
e —
ERT—

WEET £
:.cﬂ.\.

SY9ST—

)

d.

(3u. 300. CDC1

_—

T
100
11 (ppm)

T
110

T
120

S26



)

.

(3v.300.CDCI1

=<

E=9TE | 4y
3

F=oe [

F=r60

8680
Fewt
=001 [~

Feo00

PEGL

omgﬂ/l
wae—
19—

pEEE—

LEES—

56—

8%
[x473
Syu

BLoT—
seott
mm.oﬂ v

0BZ —

689ET—

LSS —

)

3

(3v.300.CDCl1

1l

-10|

S27



-

)

3

(3w, 300,CDCl

—d
Feeve
i
| ot 10
-

e

50
=1

Foort

05

05

15

25

35

12 15 1 105 10

LS

S0~

—
e

T00€~—~
18—

09—
8%
472
9L

6601 —

E.—N.—
[7t48 >

ez —

)

.

(3w. 300.CDC1

528



#D0—

UL~
@

WLE
Nk.mV.
660y —

BEVY—
v’

(3fb, 300, CDCly)

——

P

o
=
Fon

o

50
860
L8

10T
oo

T T
105 10 95

1

11 (ppm)

91T 0~

BSBTI~L
Wroz

09¥'55—

¥ELTG—

1E€TL—

SOE9L-
QriL
wyLed

EEEE0T—
[(PTPIT—
LE0SZT

w221
g.mﬁ/_.
kos 6z T-&
PLTEET
koeseT—
kw1

FSLPST—
PSP 65T

(31b. 300.CDCl;)

S29



ue
et

P
Wh—
v

25—

3)

(3fc.300.CDCl

Y86

LULT
s
601t
F=£90T

»=—000'T

60T
Frere

F-161T
F—cus

10 95

105

12 1s

LS

11 (ppm)

05'SS
SE%
BE%E—

99—

T0EL~—
8%
[ x473
SYu

S5 —

16°L01—
@I
98I —
08°22T

[ad-rag

®'ect L
LL9ET—
bl —

SZ'0S1
9L°0ST 7

19651 —

3)

(3fc.300.CDCI

-—

-10

S30



e
7

6I'%
T
Y

&ZE—

)

3

(3fd. 300. CDC1

PP,

ALl

=91t

ot
v

ot

-1
=yl
et

ST

F—tus

-~

11 (ppm)

55—

w—

oU—
189~
auf

9

866
[543 >

Q.N:
E.N:V
owerr”
we
0821
Y62
weal
LU 9ET

16651 —

3)

(3fd. 300.CDCI

-10

T
200

T
210

S31



Tempmesassaier e gm3g LI R
. e B Vo
AN

HE.

\0
O .
s

(3fe, CDCls, 600)

100
1081

1.00— =
sz«{gﬁ

T
1 {m)

383 28 =R EEE ) ~ e
(3fe, CDCla, 400)
I
" Iy AT m I "
1 (ppm)

S32




