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Preparation of starting material:
3,5-Diarylisoxazoles were prepared by the method of Click chemistry using phenyl acetylene
derivatives with substituted aldoximes.

F. Himo, T. Lovell, R. Hilgraf, V. V. Rostovtsev, L. Noodleman, K. B. Sharpless and V. V.
Fokin, J. Am. Chem. Soc., 2005, 127, 210.
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Spectra
Phenyl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1a): "H NMR (400 MHz, CDCl;):

expl stdlh

SAMPLE SPECIAL
date Mar 28 2012 temp not used
solvent coci3 gain not used -

e exp spin not us

ACQUISITION hst 0.008 Ph
Sw 6006.0 pwild 18.700
at 1.995 alfa 20.000
np 23964 FLAGS
b not used i1 n pe—
bs 4 in n O
d1 1.000 dp v
nt 32 hs nn NN
ct 32 PROCESSING N

TRANSMITTER fn not used
tn H1 DISPLAY
sfrg 399.853 sp -66.8 O
tof 0 wp 4932.6
Tpwr 57 rfl 3869.1
pw 7.000 rfp 2894.8 22 [

DECOUPLER rp 72.5 ( | H
dn c13 1p -45.8 . ST it
dof 0 PLOT ~ 5
dm nnn - wc 2s0 3 ~ ~
dmm c sc [ EEH
dpwr 50 wvs 28 1l
def 15900 th 20 s ! 1
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Phenyl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1a): 3C NMR (100 MHz, CDCl5):

expl s2Zpul
SAMPLE SPECIAL
date Mar 28 2012 temp not used
solvent cDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008 Ph
Sw 25125.6 pwold 18.600
at .199 alfa 20.000
np 60270 FLAGS
fb 13800 n —
bs 32 1in n O
d1 1.080 dp y ~. ./
nt 10000 hs nn N
ct 2848 PROCESSING
TRANSMITTER 1b .00
tn C13 fn 65536
sfrq 100.554 DISPLAY
tof 1536.3 sp =1511.0
tpwr 61 wp 25125.6
9.300 rfl 9275.9
DECOUPLER rfp 7764.9
n H1 rp -44.4
dof [ ] ~356.8
dm yyy PLOT
dam W WC 0
dpwr 42 sc []
dmf 8900 vs S0
th 3 -
nm no ph e
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N
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Phenyl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1a): Mass Spectra:

Position
InjPosition
ACQ Method

Sample Name Vial 1
Inj Vol -1

Data Flilename

Instrument Name
SampleType

Comment

Instrument 1
Sample

User Name

IRM Calibration Status

Acquired Time

S5

All Tons Missed
5/11/2012 2:31:07 PM

%10 2 |+ESI Scan (1 6.1-58.6 sec, 13 scans) Frag=175.0Vv

14
0.95 -
0.9

0.85
0.8
0.75 1
0.7 -
0.65 -
0.6

0.55

0.5+
0.45
0.4 -
0.35
0.3
0.254
0.2
0.151
0.1
0.05 1 :
0 , . . . il L . Ll

fl
. i
L Hi

326.1175

305.1529

H
!
i

p L

I
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(5-Methyl-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (2a): "H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL .
date Jun 2 2012 teap not used.
solvent cpci3 gain not used
file exp spin not uesd
ACQUISITION het 0.808
W 6389.8 pwid 19.780
at - 1.%498 alfa T 2e.048
np 25528 FLAGS
b not wsed 11 I n
bs 4 in n
di t,008 dp y
nt 32 hs
<t . 32 PROCESSING
TRANSNITTER b g.
n Wl Tn BS536
sfrq 399.353 DISPLAY
tof 362.8 sp -56.1
tpwr 57 wp 4928.2
w 9.850 rT1 3698.3
DECRUPLER rfp 2894.9
h €13 rp 109.7
dof ip -97.4
dm npn PLOT
dmm [
dpwr 58 sc 70 e8
duf 15800 vs &5
th 23

H
=
{

1
-
a
5

12 11 10 3 8 7 & 5 a 3
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220 T 200

expl  $2zpul
SAMPLE SPECTAL )
dade Jun 14 2012  temgp not used
sojvant cocts gatn not used |
1le exp spin not used
ACQUISITION hst 4,008
Sw 25125.6 1] . 18.600
at 1.198 alfa 20.800
np 60279 FLADS
b t3ses 11 n
bs 32 in n
d1 L.o08 dp v
nt 6206 hs an
ct 264 PROCESSING
TRANSMITTER h z.00
.t Ci3 fn 65538
sfrg 100.554 BISPLAY
tof 1536.3 8p -253.5
tpwr 61w 22747.8
pw 9.388 rfil 9272.%
DECOUPLER rfp 7764.9
dn L orp -24.8
dot 8 1ip " -421.3
da yyy PLO
dnm . wt 250
dpwr 42 3¢ L]
dnf ag48 vs 73
th 3
ne no ph
w e
Sensa
- %% o
[ Iy :‘. -"_n.
TRt ]
“aﬂtfi
g . A
S e = TR
b3 s - A
. ]
: % L
‘ [
}
| | |
B IR I e w e e o SR o e SRR e i BRI B
180 160 140

—-130.186
329,368

129.224

4 —129. 068

Hi—128.603

127,443
\—.125.956

125.079

99,904

—77.55%8

=¥ 7238
—_ 76,9817

(5-Methyl-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (2a): *C NMR (100 MHz, CDCl;):
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(5-Methyl-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (2a): Mass Spectra:

Sample Name Position Vial 1 Instrument Name Instrument 1
inj Vol -1 InjPosition SampleType Sarnple
Data Filename ACQ Method Comment

User Name
IRM Calibration Status
Acquired Time

Al Ions Missed
8/10/2012 11:57:10 AM

x10 2 |+*ESI Scan (12.2-27.6 sec, 17 scans) Frag=175.0V

1] 340.1331

0.95

0.9
0.85
0.8
0.75
0.7 Me
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0.05
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(5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (3a): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL

date Apr 9 20812 temp not used
solvent cDC12 gain not used
file exp spin not used
ACQUISITION hst 0.008 P <
sw 6389.8 pwio 13.700 Ph
at 1.998 alfa 20.000
np 25528 FLAGS
b not used i1 n —
bs 4 in n
d1 1.000 dp y O
nt 32 hs nn NI
ct 3z PROCESSING N
TRANSMITTER 1b 0.10
tn H1 fn 65536
sfrg 399,853 DISPLAY (@]
tof 362.8 sp -123.4 MeO
tpwr 57 wp 4987.5
pw 9.850 rf1 3698.3
DECOUPLER rfp 2894.9
dn Ci3 rp 115.8
dof o 1p -115.5
dm nnn PLOT
dme c wc 250
dpwr 50 sc 0
daf 15900 wvs 57
th 13

12 11 10 9 8 7 6 5 a 3 2 1 ppR



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

S10

(5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (3a): BC NMR (100 MHz, CDCl5):

expl s2pul
SAMPLE SPECIAL
date  Apr 11 2012 temp not used
solvent CDC13 gain not used
e exp spin not used Ph
ACQUISITION hst 0.008
sw 25125.6 pwio 18.600
at 1.199 alfa z0.000
np 60270 FLAGS —
fh 13800 1 n
bs 3z in n O
d1 1.000 dp v NN
nt 5000 hs nn N
ct 2592 PROCESSING
TRANSMITTER 1b 2.00
tn c13 fn 65536
sfrg 100.554 DISPLAY e
tof 1536.3 sp -287.2 M O
tpwr 61 wp 22880.4
9.300 rf) 9273.6
DECOUPLER rfp 7764.9
dn HI rp -83.6
dof o 1p -269.8 brd
dm yyy PLOT w o
dmm W we oo
dpwr 42 sc 0 \ J ne®
dmf 8300 vs 65 S
th 3 hy
nm no ph
)
oD m
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(5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl)(phenyl)methanone (3a): Mass Spectra:

Sample Name Unavailable Position
Inj Vol Unavailable InjPosition
Data Filename  AB-326.d ACQ Method

Unavailable Instrument Name Unavailable User Name Unavailable
Unavailable SampleType Unavailable IRM Calibration Status Success
) Comment Sample information is  Acquired Time Unavailable
unavailable

%16 2 |+ESI Scan (18.5 sec) Frag=175.0V AB-326.d

1 4
0.95
0.9-
0.851
0.8
0.751
0.71
0.651
0.6
0.55-
0.5
0.451
0.41 130.1622
0.35
0.3
0.25
0.2
0.151

0.11 209.0646

0-02~ o by ‘H . “4 dodi

356.1273

L

Ph

733.2461

"
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Counts (%) vs. Mass-to-Charge (m/z)

1000
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(2-(5-Phenylisoxazol-3-yl)phenyl)(p-tolyl)methanone (1b): '"H NMR (400 MHz, CDCl53):

Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

expl s2pul
SAMPLE SPECIAL
date Mar 30 2012 temp not used
solvent €DC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
Sw 6389.8 pwao 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
fb not used i1 n
bs 4 in n
di 1.008 dp v
nt 32 hs nn
ct 32 PROCESSING
TRANSMITTER b 0.10
tn 1 fn 65536
sfrq 399.853 DISPLAY
tof 362.8 sp -26.3
tpwr 57 wp 4878.3
W 9.85 rfl a23.9
DECOUPLER rfp []
n C13 rp 101.2
dof ip -89.6
dm ann PLOT
dmm [ 250
dpwr 50 sc 0
dmf 15300 s 71
th 13
nm cdc ph
— —1— ——
12 11 10

S12
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. 13
(2-(5-Phenylisoxazol-3-yl)phenyl)(p-tolyl)methanone (1b): “C NMR (100 MHz, CDCl;):
expl s2pul
SAMPLE SPECIAL
date Apr 2 2012 temp not used
:ﬂvu;t ﬁnl:la in not useg ——
e /export/home/~ spin not use
ciftemp/AB_303_13C h:t 0.008 Ph
ACQUISITION pwse 18.600
sw 25125.6 alfa 20.000 —
at 1.199 FLAGS
np 60270 ) n O
b 13800 in n \N/
bs 32 dp y
di 1.088 hs Tonn
nt 5080 PROCESSING
ct 2z88 1b z.00
TRANSMITTER n 65536
tn Ci3 DISPLAY
sTrg 100.554 sp -191.4
tof 1536.3 wp 22615.9
tpwr 61 rfl 9276.7
9.308 rfp 7764.9
DECOUPLER rp -61.9
dn HI 1p -375.7
dof 0 PLOT
dm yyy wc 250
dmm w SC 0 Me
dpwr 42 vs 46
daf 8960 th 3
nm no ph
w
8=, 23.
rm oW -
o - . - w ~ ~ o
MO, o™ ~~ o
- m . o
- NS ~
-~
kLL;L.‘:'.
o
w
w e a2 :3
dagm. ;.
2w ~ e~
™ 4 ?; : 3:'. -
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~ o o -
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- ~ w
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- m ™ 2
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(2-(5-Phenylisoxazol-3-yl)phenyl)(p-tolyl)methanone (1b): Mass Spectra:

Sample Name Unavailable Position Unavailable Instrument Name Unavailable User Name Unavailable

Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable IRM Calibration Status Success

Data Filename  AB-303.d ACQ Method Comment Sample information is  Acquired Time Unavailable
unavailable

x10 2 | +ES! Scan (4.1 sec) Frag=175.0V AB-303.d

4 340.1321

0.95- Ph
0.9
0.85- O

/

Z

0.8
0.751
0.7 4
0.65 A "
0.6
0.55

0.51

Me
0.45 J

0.4
o.as| 130-1622

0.3-
0.25
0.2 701.2558
0.151

0.1

" | [ L
ol laliil .lmﬂ.ik R _— L el IR N

700 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Counts (%) vs. Mass-to-Charge (m/z)




Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

S15

(4-tert-Butylphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1¢): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Mar 29 2012 temp not used
solvent CDCi3 gain not used
file exp spin not used
ACQUISITION hst a.008 . Ph
sw 6389.8 pwie 19.780 H
at 1.998 alfa 20.000
np 25528 FLAGS
o not used 11 n —
bs 4 in n
a1 1.000 dp y 0]
nt 32 hs nn N7
ct 32 PROCESSING N
TRANSHMITTER 1 6.1
tn fn 65536
sfrq 399.853 DISPLAY O
tof 362.8 sp -47.7
tpwr 57 wp 4139.4 3
pw 9.850 rfl 3698.3 1
DECOUPLER rfp 28%4.9 ]
dn €13 rp 98.2
dof [ -82.9
dm nnn PLOT
dnm c we 258
dpwr 50 sc 0
dmf 15800 vs 163
th 2
na cdc ph S . |\/|e3
2 S 2 70 70 ss  sa 67 s o

10 9 8 7 6 5 a 3 2 1 ppa
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(4-tert-Butylphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1c¢): BC NMR (100 MHz, CDCl;):

=4
expl szpu? n b4
nSS
SAMPLE SPECIAL o
date Apr 13 2012 temp not used [N
solvent CDbCl3 gain not used ~
Tile exp spin not used Ph
ACQUISITION hst ¢.008
sSw 25125.6 pwsd 18.600
at 1.19% alfa 28.000
np 50270 FLAGS —
fb 13800 11 n O
bs 32 in n ~../
d1 1.000 dp y N
nt 5000 .hs o
ct 5000 PROCESSING
TRANSMITTER 1b 2. ()
tn c13 fn 65536
sfrg 100.554 DISPLAY
tof 1538.3 sp =153.4
tpwr 6L wp 22615.9
9.360 rf1 927:.3
DECQUPLER rfp 7764.9
n HL rp -67.8
dof 0 1Ip ~282.7
dm yyy PLOT
:Il W wC 250
pwr 42 sc 1]
daf asul  vs 131 Me;
th 3

nm no ph

©

©

3= o @ -

NS pNO S, -

- R =
S g as
LB T
AN N DL
SN and

-

=

139.806

134.8643
/ﬁ,

122.234

o \\\_\ 324.713
! U

179.137
157.40}
-122.959

/
35.330

—141.484

—197.410

LI L S S L 6 (L B B e pnc e e e S LRSI SN R AR TS SRR I S o TR T P T LN S S S S s

220 200 180 160 140 120 100 80 60 40 20 ppm

LN S A B B e S RN S S S N A
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(4-tert-Butylphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1¢): Mass Spectra

Sample Name Position " Vial1 Instrument Name Instrument 1
Inj Vol -1 InjPosition SampleType Sample
Data Filename ACQ Method Comment

User Name
IRM Calibration Status
Acquired Time

S17

All Ions Missed
8/6/2012 8:10:15 PM

x10 2 {+ESI Scan (7.3-30.5 sec, 25 scans) Frag=175.0Vv

7. 3821805

0.95
0.9
0.85 +
0.8
0.75
0.7
0.65
0.6 -

0.55

0.5
0.45
0.4
0.35 |
0.3+
0.25 1
0.2+
0.15
0.1 1 249.1420
0.05

i

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)
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(4-Methoxyphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1d): "H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Apr 5 2012 temp not used
solvent CDC13 pgain not used
file exp spin not used
ACQUISITION hst 8.008
sw £389.8 pwso 19.700
at 1.958 alfa z0.000
np 25528 FLAGS
fb not used 11 n
bs 4 in n
dl 1.000 dp
nt 32 h n
ct 32 PROCESSING |
TRANSMITTER 1b 0.1 1
tn n 65536 3 H
sfrg 399, 353 DISPLAY
tof 362.8 sp -55.9 il Il “I
tpwr 57 wp 4868.9 \ “ ‘ M ‘
w 9.850 rf1 3698.1 [\ \ ‘ \‘
DECOUPLER rfp 2894.9 ‘ ’ \H ‘|
n c13 rp 9g.5 ] |
dof 01 -74.0 i , N ] | |
dm nnn PLOT il |l ) | y |
dmm c wc 250 A
dpwr 50 sc 0 -
dnf 15300 vs 70 sa w2 sl 78 jars 7a 72 70 58 6.6 o
th 6 T e ——
nm cdc ph .
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(4-Methoxyphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1d): BC NMR (100 MHz, CDCl;):

expl  s2pul
SAMPLE SPECIAL
date Apr 7 2012 temp not used
solvent CDC13 gain not used
Tile exp spin not used
ACQUISITION hst 0.008 Ph
sw 25125.6 pwio 18.600
at 1.199 alfa 20.000
np 60270 FLAGS —
fb 13880 i1 n
bs 32 tn n O
di 1.000 dp v X,/
nt 5000 hs nn N
ct 1824 PROCESSING
TRANSMITTER 1b 2.00
tn Cl3 fn 65536 O
sfrg 100.554 DISPLAY
tof 1536.3 sp -328.6
tpwr 61 wp 22780.8
pw 9.300 rf1 9282.1
DECOUPLER rfp 7764.9
dn H1 rp ~45.7
dot @ 1p -368.4
dm vyy PLOT
dam W wC 250
dpwr 42 sc 0
dmf 8300 v.s‘ 28
t 3
ns no ph OMe
.y
- -
" Npodae » wen
@ — e o .
NSl e® N~ 2 neg
"fun"fm;q::-v" ) ne~
NOme ¢ Ny -
Mm@ - -uy -
a2 Aam
-~
8 .
o M w o~
m
53 H \ 2
o w
@ g 1 2 z "
[ - - o
~ e
5 s ” :
- ~
- -
-
b M " - J NJ oy ~
a s - " s Y
T T LR LR B S LRSS we e oo e B B L e e I O BL A o L L o s e UBaman e e o
220 200 180 160 140 120 100 80 60 40 20 ppm
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(4-Methoxyphenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1d): Mass Spectra:

Sample Name  Unavailable Position Unavailable Instrument Name Unavailable User Name Unavailable
Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable IRM Calibration Status Success

Data Filename  AB-318.d ACQ Method Comment

Sample informationis  Acquired Time Unavailable
unavailable

x10 2 |+ESI Scan (14.8 sec) Frag=175.0Vv AB-318.d

1] 356.1287

0.95+
0.9
0.85 1
0.8+
0.75-
0.74
0.65
0.6

0.554

Ph

OMe

0.5
0.45
0.4
0-351 130.1623
0.3
0.25
0.2
0.151
0.1+ 248.0756

0.05
L l )

‘ L —

Lid AL

733.2451

L | lt "

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000

Counts (%) vs. Mass-to-Charge (m/z)
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(3-Chlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1e): "H NMR (400 MHz, CDCl;):

expl stdih
SAMPLE SPECIAL
date Mar 30 2812 temp not used
solvent CDC13 gain not used s
file exp spin not used
ACQUISITION hst 8.008
sw 6006.0 pwso 19.708
at 1.985 alfa z0.008
np 23964 FLAGS
b not used 11 n
bs 4 in n
di 1.000 dp y
nt 32 hs on
c 32 PROCESSING
TRANSHMITTER 1 not used
tn H1 DISPLAY
sfrg 399.853 sp -71.1
to wp 4940.3
tpwr 57 rf1 9%4.2
e rfp
DECOUPLER rp 103.5
dn 1p =79.6
dof ] PL |
dn non  we 258 |
dilm c sc
dpwr 50 wvs 51 |
daf 158300 th 16
nm cdc ph

12 11 10 9 8 7 6 5 4 3 2 1 ppa
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(3-Chlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1e): BC NMR (100 MHz, CDCl;):

expl stdl3c

SAMPLE SPECIAL
date Mar 31 2012 temp not used
solvent CbC13 gain not used
file exp spin not used Ph
ACQUISITION hst 0.008
sw 25000.0 pwIo 18.600
at 1.199 aifa 20.000
np 53968 FLAGS -
fb 13800 11 n O
bs 32 in n NN
d1 o dp ¥y N
nt 5000 hs nn
ct 3328 PROCESSING
TRANSMITTER b 1.00 (0]
tn €13 fn not used
sfrq 100.552 DISPLAY
tof 0 sp -157.7
tpwr 61 wp 20432.9
8.667 rf1 10747.1
DECOUPLER rfp 7764.8
:nf HL rp -50.7
L] o 1p -370.8
dei vy pLOT Cl
dma W wC 250
dpwr 42 sc 0
damf 8300 vs 30
th 2
nm no ph
o
wP o
n3BSN2 33
N .
ANgnay ~9w
ooy a ~m~
L e o~
Sl w )
o - - .
N @ g e © ~ H
magw v
o Npma .o
a3annEgoy
. 0 -
EEES
©
3 2 z @
« e ~ 9
: 5=
-

M‘L‘ ...,.r_,l } it v R AT
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T
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(3-Chlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1e): Mass Spectra:

Sample Name Pesition Vial 1 Instrument Name Instrument 1 User Name
Inj Vel InjPosition . SampleType Sample IRM Calibration Status All Tons Missed
Data Filename ACQ Method Comment Acquired Time 7/25/2012 8:48:59 PM

x10 2 +ESI Scan (4.4-16.0 sec, 13 scans) Frag=175.0Vv

14 360.0783

0.95 Ph
0.9 —

0.85 \N/
0.8
(@)
0.75 4
0.7
Cl

0.6
0.55

0.5
0.451
0.4
0.35 -
0.3
0.25 1
0.2
0.151
0.1
0.05

R ) [ N R L |
100 150 200 250 300 350 400 450 500 600 650 700 750 800 850 900 350 1000
Counts (%) vs Mass~to-Charge (m/z)
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[1, 1'-Biphenyl]-4-yl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1f): "H NMR (400 MHz, CDCl5):

expl s2pul
SAMPLE SPECIAL
date Apr 2 2012 ‘temp not used
solvent CbC13 gatn not used
file exp spin not used |’
ACQUISITION hst 0.008
sw 6389.8 pwao 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
fb not used {1 n
bs 4 in n
d1 1.000 dp v
nt 32 hs
ct 32 PROCESSING
TRANSMITTER 1b 0.
tn H1 fn 65536
sfrg 399.853 DISPLAY
tof 362.8 sp -47.
tpwr S7 wp 4911.8
" 9.850 rf1 3698.5
DECOUPLER rfp 2894.9
n 13 rp 106.3
dof 0 1p -86.8
dm nnn PLOT
diam € weC
dpwr 50 sc
daf 15900 vs 37
th 17

12 11 10 9 8 7 6 5 q 3 4 1 ppm
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S25

[1, 1'-Biphenyl]-4-yl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1f): *C NMR (100 MHz, CDCl5):

expl s2pul
SAMPLE SPECIAL
date Apr 7 2012 temp not used
solvent CDC13 gain not used Ph
file exp spin not used
ACQUISITION hst 0.008
Sw 25125.6 pwis 18.600
at 1.199 alfa 20.000 -
np 60270 FLAGS @)
b 13800 i1 n NN
bs 32 in n N
d1 1.000 dp v
nt 6000 hs nn
ct 2304 PROCESSING
TRANSMITTER 1b
tn Ci3 fn 36
sfrg 100.554 DISPLAY
tof 1536.3 sp -123.1
tpwr 61 wp 22582.9
9.300 rfl 9273.6
DECOUPLER rfp 7764.9
n H1 rp -80.7 o
dof 0 1p -280.1 w
dm yyy PLOT w
dmm W we 250 Ph ~ o
dpwr 42 sc 0 Na -
dmf 8900 wvs 65 Lg i
th 3 e
nm no ph k
: ~
o o w
ST
N -y
e
g &t
=
2
| na
- =
> ~a
@ -
™
-

146.228

&

139.654
135.962

—L162.244

_/ —156.188

170.312
100.041

—197.333

mmmmu

L B L e e B S o o S H SR L L o B M o A B
220 200 180 160 140 120 100 80 60 40 20 ppm
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[1,1'-Biphenyl]-4-yl(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1f): Mass Spectra:

Sample Name  Unavailable Position Unavailable Instrument Name Unavailable User Name Unavailable

Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable IRM Calibration Status Success

Data Filename  AB-306.d ACQ Method Comment Sample information is  Acquired Time Unavailable
unavailable

x10 2 |+ESI Scan (9.2 sec) Frag=175.0V AB-306.d

1
0.95 | Ph

0.9
0-851 402.1481
0.8
0.75-
0.7
0.65
0.6
0.55

0.5

0.45
0.4
0.351
0.3+

0.251 130.1621
0.21 249.1648
0.15
0.1

0.05

LLL.[ILIL i B bl

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts vs. Mass-to-Charge (m/z)
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S27

Methyl 4-(2-(5-phenylisoxazol-3-yl)benzoyl)benzoate (1g): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Apr 4 2012 temp not used
solvent cbcl3 gain not used
file exp spin not used
ACQUISITION hst 0.008
sw 6389.8 pwso 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
fb not used i1 n .
bs 4 in n &
d1 1.000 dp v R o
nt 32 hs nn .32 <
ct 2 PROCESSING ) !
TRANSMITTER 1b 0.10 Y H |
tn H1L fn 536 L 35 |
sfrg 399.853 DISPLAY | 1
tof 362.8 sp -72.3 |
tpwr 57 wp 4903.4 | ‘
850 rf1 3697.7 | !
DECOUPLER rfp 2894.9 I |
n 13 rp 96.5 i 1
dof 0 1p -80.4 Il I |
dm nnn PLOT U I i
dmm € wc 250 ' S
dpwr 50 sc
dmf 15900 wvs 52
th 20 z T
nm cdc ph - 156 2 o %
T.“‘.y.;‘,vy‘..r‘x“..,v‘yl...|...,.. I e e B e e S BN At e S
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Methyl 4-(2-(5-phenylisoxazol-3-yl)benzoyl)benzoate (1g): *C NMR (100 MHz, CDCl):

expl s2pul
SAMPLE SPECIAL
date Apr 7 2012 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 8.008
sw 25125.6 pwld 18.600
at 1.193 alfa 20.009
n 60z7e FLAGS
T 13800 {1 n
bs 32 1in n
d1 1.800 dp y
nt 3080 hs
ct 578 PROCESSING
TRANSMITTER b z2.00
tn Ci3 fn 65536
sfrq 100.554 DISPLAY
tof 1536.3 sp -392.3
tpwr 61 wp 22913.4
9.300 rf1 9279.0
DECOUPLER rfp 7764.9
n HL rp -105.8
dot o 1p -263.0
dm yyy PLOT
dan W WC 250
d 42 sc 0
daf 8900 vs 26
th 2

nm no ph

-
mwn
~ -
] -0 a
- - w -t
Ne -, %0 fe 2 =
Auo gt -
- . W @
- ] : ~
Y] ~e
wn e i e ~m
-« arfir] ~
~ nn‘
soaces = b
©a .mD
]
s8a
m - :
~ @ o i
-l - -
~ . "
] L o~
. s o L -] “w
w ~ w -
- - -
-

—/

—/)

NS V———

LN e e e B B 0 A N L A L B N 0 LM B R B L L L L L L B S B B B B B L L W

220 200 180 160 140 120 100 80 60 40 20 ppm




Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

S29

Methyl 4-(2-(S-phenylisoxazol-.:s-yl)benzoyl)benzoate (1g): Mass Spectra:

Sample Name AB-313 Position -1 Instrument Name Instrument 1 User Name
Inj Vol -10 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  AB-313.d ACQ Method Comment Acquired Time 9/6/2013 11:44:56 AM

x10 2 |+ESI Scan (11.9 sec) Frag=175.0V AB-313.d

1 384.1237

0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6

0.55

0.5
0.45-

0.4
0.35-
o] 130.1623
0.25

0.2
0.15 218.1431

.14
° 789.2351

0.05 {
fo) [ ill L;'J_.LJ- ke 4 TLxI.A P " il i

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)
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(2,6-Dichlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1h): '"H NMR (400 MHz, CDCl;):

s sl
SAMPLE SPECIAL
date Apr 7 2012 temp not used
solvent coc13 gain not used
file exp spin not used
ACQUISITION hst 0.008
sw 6389.8 pwio 18.700 Ph
at 1.998 alfa 20.9000
np 25528 FLAGS
b not used 11 n
bs 4 in n
d1 1.000 dp y
nt 32 hs nn
ct 32 PROCESSING
TRANSHMITTER 1b 0.10
tn H1 fn 36
sfrg 399.853 DISPLAY
tof 362.8 sp -39.6
tpwr 57 wp 4320.2
9.850 rfl 795.2
DECOUPLER rfp 0
dn 13 rp 100.9
dof o 1p -79.9
dm nnn PLOT
dem C weC 250
dpwr 50 sc 0
daf 15900 wvs 47
th 37
nm cdc ph
8.0 - 7.8 7.6 7.4 7.2 7.0 6.8 Pl
T 7 LI T T T ' T T [ T T T T T T L A T
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(2,6-Dichlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1h): BC NMR (100 MHz, CDCl5):

expl sZpul
SAMPLE SPECIAL
date Apr 13 2812 temp not used
solvent CDCI3 gain not used
ile exp spin not used —
ACQUISITION hst 8.088 Ph
v 25125.6 pwie 18.688
at 1.188% ailfa . 20.000
n| s8278 L
5 13800 {1 n —
d1 1+ :}“ ' O
1.880 dp y NN%Z
nt 5008 h N
< 1924 PROCESSING
TRANSMITTE 1 2.
t c3 f 65536
sfrq 100.554 DISPLAY
tof zssi&f sp —:zs.:
t 22558
o Ht s277. Cl Cl
DECOUPLER rfp 7764.9
[ 1 rp -94.2
dof [ | -271.4
dn yyy PLO
gu ': we 258 0~ @
pwr 113 9
dnt 8900 v; 32
t

” o
- o
L
~382 ngs
‘,go.'g‘ Ngu
vVl :
e onwy ]
L X i
@ L3+
s 5=
oo
-
®Sm
o %m
w2
-m
]

189.260

192.315
163.418

|gl|ll|’|||||!rivfIrrv[c‘|||rllr'}'r‘r!|1|l|||\11_!r‘flvrl|I1l’|rr"||;rr¥1|v!ll;|||rrrvlr1l|r1||
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(2,6-Dichlorophenyl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1h): Mass Spectra:

Sampie Name Position Vial 1 Instrument Name Instrument 1
Inj Vol -1 InjPosition SampieType Sample
Data Filename ACQ Method Comment

User Name

IRM Calibration Status

Acquired Time

Sucoess
5/12/2012 11:27:14 AM

x10 2 | +*ESI Scan (8.3-31.5 sec, 25 scans) Frag=175.0Vv
394.0393
0.95 1

0.9
0.85 -

0.8 SN/
0.75] o)

0-71 Cl

0.65 O
0.6

0.55

0.5-
0.45
0.4
0.35
0.3
0.25
0.2

© 0.15

0.1
0.05 1

’JtL o el it G n l lu i.;.u.uﬂ;l-

é.

bod

Lo

100 150 200 250 300 350 408 450 500 550 600 650 700 750 800 850 900 950 1000

ounts (%) vs. Mass-to-Charge (m/z)
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(Naphthalen-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1i): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date May 7 2012 teap not used
solvent CDC13 gain not used
file exp spin not used .
ACQUISITION hst 0.008 Ph 33
sw 6389.8 pwil 19.708 s
at 1.998 alfa 20.000 [
np 25528 FLAGS ‘
b not used {1 n
bs 4 in n
d1 1.000 dp v
nt 32 hs
ct 32 PROCESSING
TRANSMITTER 1b 0.10
tn HL fn 65536
sfrq 399.853 DISPLAY
tof 362.8 sp -80.9
tpwr 57 wp 4960.6 i
pw 9.850 rf1 3698.7
DECOUPLER rfp 28%4.9
n c13 rp 102.8 |
dof o ip -84.8 |
dm nnn PLOT I
dmm [ 250 |
dpwr 50 sc 0 L8 |
duf 15900 vs 68 E |
th 20 1 i
nm  cdc ph . ‘ i
f

12 11 10 9 8 7 6 5 a 3 2 1 ppm
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(Naphthalen-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1i): *C NMR (100 MHz, CDCl5):

expl s2pul
SAMRLE SPECIAL
date May 14 2012 temp not used
solvent COCi3 gain not used
file exp spin not used
ACQUISITION hst e.088
sw 25125.6  pwee 18.688
at 1.198% ailfa 208000
e sez7e FLAGS
f 13880 11 n
bs 32 in n
di 1.000 dp y
nt 3080 hs nn
ct 2048 PROCESSING
TRANSMITTER 1 1.00
ci3 fn 5538 .
sfeq 180.554 DISPLAY man
1536.3 sp ~125.4 . 0%
tpwr 1 wp 22451.8 * ® .
pw 3.308 1) 9276.7 . 2wl
DECOUPLE| rfp 7764.9 e o w N
dan HL rp -36.7 2 - a
dof " 1p 407.4 ; *
[l vyy PL -
daa W we - .
dpwr 42 sc 282
duf 8800 :: s.;. ]
~Ne
nm no ph e

p=

-139.676
136.077
135.871
134.666
132.950
132.477

170.244
—

197.684
162.198
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(Naphthalen-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1i): Mass Spectra:

Sample Name Unavailable Position Unavailable Instrument Name Unavailable
Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable

Data Filename  AB-331.d ACQ Method Comment Sample information is
unavailable

User Name Unavailable
IRM Calibration Status Success
Acquired Time Unavailable

x10 2 |+*ESI Scan (8.7 sec) Frag=175.0Vv AB-331.d

1] 376.1326

0.951
0.9
0.851
0.81
0.75
0.7
0.651
0.61
0.551
0.51
0.45
0.4
0-357 130.1623
0.34
0.25 | 238.0917
0.2
0.151
0.1

o.oz_ ‘n-l iLlu 1V\L1LL Lihl i b L“ L it — l -

773.2542

L

100 150 200 250 300 350 400 450 S00 550 600 650 700
Counts vs. Mass-to-Charge (m/z)

750 800 850 900 950 1000
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S36
. . . 1
(2-(5-Phenylisoxazol-3-yl)phenyl)(thiophen-2-yl)methanone (1j): 'H NMR (400 MHz, CDCl;):
expt s$2pul
SAMPLE SPECIAL
date May 9 2812 temp not used
solvent COC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
sw 6389.8 pwdd 13.760 Ph
at 1.838 alfa 20.088
" notused 11,
bs 4 in n -
d1 1.008 dp v
nt 32 hs nn NS4
ct 32 PROCESSING N
TRANSMITTER b 0.1
tn HL fn 65538
sfrgq 399.853 DISPLAY 2
tof 362.8 sp -64.3 <
tpwr 57 wp 4970.7 |
P oecoupier’ " rep HHH ‘
dn a3 rp 104.3 SN
dot o 1p -84.0
dm nnn pPLOT — .
dam € wc 250 H
dpwr 58 sc [ 5s s l
daf 15988 vs 148 A s Rz
th 7 1 103
nm cdc ph | : |
| |
i H
i i
_JJ L
S ————————— . T T — T — . ——— —
12 11 10 9 8 7 6 5 3 2 1 ppm
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S37

(2-(5-Phenylisoxazol-3-yl)phenyl)(thiophen-2-yl)methanone (1j): *C NMR (100 MHz, CDCl;):

expl  s2Zpul
SAMPLE SPECIAL
date May 11 2012 temp not used \
solvent ClC13 gain not used
file exp spin not used
ACQUISITION hst 9.608
Sw 25125.6 pwid 18.600
at 1.199 alfa 20.000
n 60270 FLAGS
1 13808 n
bs 32 in n Ph
d1 1.008 dp y
nt 7600 h nn
ct 4128 PROCESSING —
TRANSMITTER 1b 2.00
tn Ci3 fn 65536 ~. ./
strg 100.554 DISPLAY N °®
tof 1536.3 sp -383.1 whe
tpwr 61 wp 22780.8 " e
9.300 rT1 8269.8 -~
DECOUPLER rfp 7764.% ~
n H1L rp -97.2
dof e 1p -271.4
da yyy PLOT
dem w wC 2540 S AN
dpwr 42 sc ]
daf 8980 vs 79 _
th 3
ne no ph
@ ©
-3 au -4
ey L,
BmioNnE
I B e, iy
Wy o 0 N o]
LSERIIZSRNT
B @S o e
n NRBRRNT |
- ; - - - @
I :
~ - o
: Sz 3
3 ~ L]
< ~
- - g
I -

200 180 160 140 120 100 80 60 a0 20 ppa
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(2-(5-Phenylisoxazol- 3-yl)phenyl)(thlophen 2-yl)methanone (1j): Mass Spectra:
Sample Name Pesition Vial 1 - Instrument Name Instrument 1
Inf Vol -1 InjPosition SampleType Sample
Dwia Filename ACQ Methvod Comment

User Name
IRM Calibration Status
Acguired Time

S38

Success
9/1/2012 10:50:54 AM

‘%10 2 | +ESI Scan (19.3-51.1 sec, 34 scans) Frag=175.0V

1] 332.0740

0.95- ‘
0.9- —
0.85 —
0.8 N2
Q.75
0.7
0.65 1 SN
0.6 __
0.55 -

0.5
0.45
0.4
0.351
0.3
0.25
0.2
0.15
0.1
0.05

f f i FN
LA SN L R A WY I SRR U YT

160150200250300350400450500550660650700750800850900 000
Counts (%) vs. Mass-to-Charge (m/z) 950 1
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(Furan-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1k): "H NMR (400 MHz, CDCl;):

expl s2pul
BAMPLE SPECIAL
datw  May 11 2012 ¢ not used
Jvant CDCY3 gain not used
e exp spin not used
ACBUISTTION st .08 Ph
§389.8 pwss 18,768
at 1.998 aifa 20.808
= 25528 FLAGS —
oot used 1) "
| 3 4 in n
[T 1.880 dp \N/
nt 188 hs
' e PROCESSING
TRANSMITTER w 8.1 0
HE fn 65536
sfrg 399.853 BISPLAY
2.8 3p -99.6
tpwr 57 w 4985.5
858 3 3688.5
DECOUPLER rfp 28349 AN
13 rp 2.8
dof P -69.0 _
de nan pPLOT
rrond € we
pwr sC pEN
dnt 15980 vi 142 W
T 28 ﬂf
ne  cde  ph '\L
i
I
ﬂ "
AL
6.8 ee el ppa
T T T T T . T T T — —T1
12 11 18 9 q 3 2 1 ppm

S39
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S40

(Furan-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1k): BC NMR (100 MHz, CDCl;):

axp.  szpul
SANPLE SPECIAL
dat. el 3 204 tomp not sed
:ﬂ c;t £8C13 .-;n no: ll=
' re, -~ SpiR not s
cif emp/i _m het 0048
Tid  pwie 18 69 Ph
qew:srr:al alfa - z6. 008
- 253125.6 FLAGE
at 1.14% ¥ » ~
ap etz in L] = oW
1o TEE @) whe
bs it M on ~. ./ C e
d1 1.008 PROCESEING N R
nt 7aes b z.08 )
ct 2864 fn 65538 L
TRAMSMITTER DISPLAY O
tn €13 sp -1504.1
sfro 100,558 wp 25125.4
tof 1536.3 11 2260.0
tpwr 61 cfp 776:.;
pw s rp -94,
DECOUPLER p ~z71.4 O
dn H1 PLOT
dot ¢ we 258
yyy s¢ s
w v 93
dpwr a2 th a
dmf 4388 na no° ph

162.922
162,755
'129.762
129,159
128.063

—159.3181

169,954
147.87%
140,409
.
502
11
100,133

135.413

\__155.867
131,068
—1
1
P t T T

MW

er]llll}llllirllllillllrv||l|11‘l|‘l|llll|l||]llll‘llvl|vlll|lilr‘[llll|lr|||lll¥‘||lrv|l|(||ll\]llul‘llil[l!l!‘:vllrl
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(Furan-2-yl)(2-(5-phenylisoxazol-3-yl)phenyl)methanone (1k): Mass Spectra:
Sample Name Position vial 1 Instrument Name Instrument 1 User Name
Inj Vol -1 InjPosition SampleType Sample IRM Calibration Status All Tons Missed
Data Filename ACQ Method Comment Acquired Time 7/18/2012 5:15:44 PM

x10 2 | *ESI Scan (4.3-23.6 sec, 21 scans) Frag=1 75.0Vv

14 316.0970
0.95
0.9 Ph

0.85 _
0.8 N
0.75
0.7

0.65 (0N
0.6+ —

0.55
0.5+
0.45
0.4
0.35
0.3
0.25
0.2
0.15.- 217.1055

0.1 1

0.05 ‘ I . i ‘
o {hJﬁyi»‘;_tLJa-l , i -L ‘Lﬂ.h L ‘]i'-l N Lo 1

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)
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S42

2,2,6,6-Tetramethylpiperidin-1-yl benzoate (A): "H NMR (600 MHz, CDCl5)

Current Data Parameters
NAME SG~TEM-US-1H
1

EXPNO
PROCNO 1
— F2 - Acquisition Parameters
N 0 0 Date_ 20131123
Time 10.51
INSTRUM spect
Ph PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 32768
SOLVENT CcDCl3
NS 16
DS 2
SWH 12019.230 Hz
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG .76
DwW 41.600 usec
DE 6.50 usec
TE 298.9 K
D1 1.00000000 sec
TDO 1
======= CHANNEL fl ========
SFO1 600.1737063 MHz
NUC1 1H
Pl 12.00 usec
PLW1 21.00000000 W
F2 - Processing parameters
SI 638
SF 600.1700268 MHz
WDW EM
SSB 0
1B 0.30 Hz
GB 0
PC 1.00
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S43

2,2,6,6-Tetramethylpiperidin-1-yl benzoate (A): *C NMR (150 MHz, CDCl5)

2 SEES 2 3 = 3%
S naaa o 5 o e
= e e © RO A Current Data Parameters
\(l/ } l I ! [ NAME SG-TEM-US-13C
N—O (0] EXPNO 1
PROCNO 1
Ph F2 - Acquisition Parameters
Date_ 20131123
Time 10.58
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 32768
SOLVENT CDC13
NS 65
DS 2
SWH 36057.691 Hz
FIDRES 1.100393 Hz
AQ 0.4543829 sec
RG 65.24
DW 13.867 usec
DE 6.50 usec
TE 299.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFOl1 150.9279571 MHz
NUC1 13C
Pl 10.50 usec
PLW1 95.00000000 W
======== CHANNEL f2 ========
SFO2 600.1724007 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 70.00 usec
PLW2 21.00000000 W
PLW12 0.61714000 W
PLW13 0.30239999 W
F2 - Processing parameters
SI 16384
SF 150.9128415 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
. T v T . T T T PC 1.40

T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm
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2-(5-Phenylisoxazol-3-yl)phenyl acetate (1a'): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Mar 24 2012 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
sw 6389.8 pwio 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
fb not used i} n
bs 4 in n
di 1.000 dp y
nt 32 hs nn
ct 32 PROCESSING
TRANSMITTER 1b 0.10 F)h
tn H1 fn 65536
sfrg 399.853 OISPLAY
tof 362.8 sp -56.9
tpwr 57 wp 4903.4 —
9 rfl 785.8
DECOUPLER rfp 0 NN
n rp 96.4 =2, i N
dof 0 1p -71.1 312 |
dm nnn PLOT ib |
dam c wc 250 ‘i‘
dpwr 50 sc 0 |
dmf 15900 wvs a0 !‘ ()/\C
th 5 ‘H
nm cdc ph I
U v
TR T e T e 7a re ) 5.8 oon
NL / f“ i
| i
i JL/ L o ~ oA N A
S A A . : ; . e e A Wi ——
12 11 10 9 8 7 6 5 4 3 2 1 ppm
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2-(5-Phenylisoxazol-3-yl)phenyl acetate (1a'): BC NMR (100 MHz, CDCl;):

S45

expl szZpul
SAMPLE SPECIAL
date Mar 24 2012 temp not used
solvent CDC13 gain not used
file ex spin not used
ACQUISITIDN hst 0.008
Sw 25125.6 pwao 18.600 Ph
at 1.199 alfa 20.000
np 60270 FLAGS
fb 13800 {1 n
bs 32 in n —
dl 1.000 dp y
nt 3000 hs nn N2
ct 2048 PROCESSING N
TRANSMITTER 1b 2.0
tn Ci3 fn 5536
sfrg 100.554 DISPLAY
tof 1536.3 sp -254.3 OAC -
tpwr 61 wp 20569.3 - ®
pw 9.300 rfl 9273.6 n N o
DECOUPLER rfp 7764.9 oo
dn HL rp -42.6 &
dbf 0 1p -375.5 e
dm yyy PLOT [
dan W wC 250
dpwr 42 sc [
dmf 8900 wvs 76
th 3
nm no ph
i
|
!
—]
@ 4
83 &=
Ne L
20 ~d
~ 3 N oy -
o~ w @ | ‘
~ =2l g
-y o ¢ i ©
- m e .
o~ ® - - m
w ™ { i—' a
~a n ol | S ]
o ¢ - - . " «a
~a ™ @ | ™ . . !
-e ~ - ~ . 4 -
I ° - ' i b
w «© i
- < i
- ! | ‘
| “ ; i
| | | |
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180 160 140 120 100 80 60 40 20 ppm



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

S46

2-(5-Phenylisoxazol-3-yl)phenyl acetate (1a'): Mass Spectra:

Sample Name Unavailable Position Unavailable Instrument Name Unavailable User Name Unavailable

Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable IRM Calibration Status Success

Data Filename  AB-286.d ACQ Method Comment Sample informationis  Acquired Time Unavailable
unavailable

x10 2 |+ESI Scan (15.7 sec) Frag=175.0V AB-286.d

1 Ph

0.95

\

0.9 1 N

P4

0.85
280.0977

0-81 OAC

0.75
0.7
0.65
0.6
0.551
0.5
0.45
0.4
0.35
0.3
0.254 130.1623
0.2
0.15
0.1
0.05

L1y u“,‘l.u ch.“qm o b — L

b
100 180 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts vs. Mass-to-Charge (m/z)
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5-Methyl-2-(5-phenylisoxazol-3-yl)phenyl acetate (2a'): "H NMR (400 MHz, CDCl;):

6.8 ppm

expl sZpul
SAMPLE SPECIAL
date Mar 17 2012 temp not used
solvent CDC13 gain not used
e exp spin not used
ACQUISITION hst 0.008
sw 6389.8 pwso 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
b not used 11 n
bs 4 in n
d1 1.000 dp y
nt 32 hs nn
ct PROCESSING
TRANSMITTER 1b 0.10
tn fn 5536
sfrg 399.853 DISPLAY
tof 362.8 sp =47.3
tpwr 57 wp 4097.5
9.85 rfl 3697.9
DECOUPLER rfp 2894.9
n Ci3 rp 97.9
dof 0 1p -86.5
dm nnn PLOT
dmm ¢ wc 250 !
dpwr 50 sc 0 il
dmf 15900 wvs 91 b
th 12 Il
nm cdc ph |
R a— e T
10 ] 8

I

R B LA

5

a

-

T

g

Ph

\

Me OAC

T T
ppm
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5-Methyl-2-(5-phenylisoxazol-3-yl)phenyl acetate (2a'): BC NMR (100 MHz, CDCl;):

expl s2zpul
SAMPLE SPECIAL
date Mar 17 2012 temp not used
solvent CDC13 gain not used
fle exp spin not used
ACQUISITION hst 9.008
sw 25125.6 pwio 18.600
at 1.199 alfa 20.000
np 60270 FLAGS Ph
b 13800 n
bs 32 in n
d1 1.000 dp y
nt 3000 h nn
ct 2000 PROCESSING 0
TRANSMITTER b 2.00 /
tn fn 65536
sfrg 100.554 DISPLAY
tof 1536.3 sp -254.3
tpwr 61 wp 20569.3
pw 9.300 rf} 9273.6 Me
DECOUPLER rfp 7764.9
dn H1 rp -42.6
dofr 01 -375.5
dm yyy PLOT
dan w wC 250
dpwr 42 sc [
dnf 8300 vs 76
th 3
na no ph
-
Sz 2S
™ g - @
. w oy
Do Ny
o A~ _Na =T
o~ w e ™ - [
- ™ 2 I A e
. . - o~
@a @ | <
- ™o H
= o= =3 ~
S b4 l_ L_' - ~
;9 - T | -
Sz 3 = L .
T s pf e i | 4
| o e T
| '-:- a3 ‘ |
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S49

5-Methyl-2-(S-phenylisoxazol-3-yl)phenyl acetate (2a'): Mass Spectra:

Sample Name Unavailable Position Unavailable Instrument Name Unavailable User Name Unavailable
Inj Vol Unavailable InjPosition Unavailable SampleType Unavailable IRM Calibration Status Success

Data Filename  AB-276.d ACQ Method Comment Sample information is  Acquired Time Unavailable
unavailable

x10 2 | +*ESI Scan (26.4 sec) Frag=1 75.0V AB-276.d

1 Ph
0.95
0.9- 0
0.85 N
0.8- 294.1127
0.751 Me OAc

0.7

0.65-
0.6
0.55
0.5
0.45-
0.4
0.35-
0.34{ 130.1626
0.25
0.2
0.15
0.1
0.05

|
.LWyA\uJ“ b d i ;

i | " I
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)




Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl acetate (3a'): "H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Mar 29 2012 temp not used
solvent CoC13 gain not used
file exp spin not used Ph
ACQUISITION hst 8.808 v
sw 6389.8 pwso 1%.700 2%
at 1.998 alfa 20.000 17
np 25528 FLAGS | ==
;h not used 11 n |
s 4 in n |
d1 1.000 dp ‘ | <N’
nt 32 hs nn I R ;‘J
ct 32 PROCESSING 3 9l
. TRANSMITTER ha "Il.b 0.10 | N
n n 65536 Il
sfry 399.853 DISPLAY ! fi MeO OAC
tof 362.8 sp =32.5 Il
tpwr 57 wp 4878.9 il Z
pw 9.85¢ rfd 795.8 il
DECOUPLER rfp 0 M i
dn €13 rp 95.7 1y |
dof o p -107.7 M
dm nnn PLOT - - JUA
dom ¢ we 250 LS - e e
dpwr 50 sc ] [ S e
dmf 15900 :: :: 8.0 s 7l 7l e T T ™
nm cdc ph -
— —— —— — T ™ T — T T T ——
12 11 10 8 7 6 5 a 3 2 1 ppm
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5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl acetate (3a'): BC NMR (100 MHz, CDCl;):

expl stdi3c

SAMPLE SPECIAL
date Apr 14 2012 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008 Ph
SW 25000.0 pwso 18.600
at 1.199 alfa 20.000
np 59968 FLAGS
fh 13800 11 n -
:: I S
P y N7
nt 5000 hs an N
ct 3072 PROCESSING
TRANSMITTER 1b 1.9
t: Ci3 fn not used M OA
sfrg 100.552 DISPLAY e C
tof o sp -224.1 O
tpwr 61 wp 20728.9
8.667 rfl 10747.9
DECOUPLER rfp 7764.9
dn H1 rp -8.9
dot s p -460.5
dm yyy PLOT
dam W wC 250
dpwr 42 sc [
dmt 8300 vs 56 -
th 3 P
nm no ph Vo
e
w
S
N
<«
w
el
=
" o m
- < P o~ o ~
~uw ~ & © ~ -
~ @ wa 8" < o R
o o~ Q@ cnn 9oL o [ -
m -« ™ w purgir) : ~ g P wn o~
L] w . -
- @ - il J S
=3 . @ - 2
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5-Methoxy-2-(5-phenylisoxazol-3-yl)phenyl acetate (3a'): Mass Spectra:

Sample Name Position Vial 1 Instrument Name Instrument 1
Inj Vol -1 InjPosition SampleType Sample
Data Filename ACQ Method Comment

User Name
IRM Calibration Status
Acquired Time

Some Ions Missed
9/1/2012 12:02:45 PM

x10 2 [+APCI Scan (11.1-21.8 sec, 12 scans) Frag=175.0v

1 310.1078

0.95 Ph
0.9 -
0.85

/

0.8+

0.75 ] MeO OAC
0.7

0.65
0.6
0.55 1
0.5
0.45
0.4
0.35
0.3+
0.25
0.2+
0.15
0.1

0.05 L

Lod oloduioel Y| .

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 1000
Counts (%) vs. Mass-to-Charge (m/z)
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3-Nitro-2-(5-phenylisoxazol-3-yl)phenyl acetate (4a'): '"H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE
date Apr 21 2012 temp
solvent CDC13 gain
file exp spin
ACQUISITION hst
w 6389.8 pwdo
at 1.9%98 alfa
np 25528
fb not used il
bs 4 in
d1 1.000 dp
nt 100 hs
ct 100
TRANSMITTER b
tn HL fn
sfrg 399.853
tof 362.8 sp
tpwr 57 wp
9.850 rf1
DECOUPLER rfp
n rp
dof 0 1p
dm nnn
dmm c we
dpwr S0 sc
dmf 15900 wvs
th
nm

ces

SPECIAL
not used
not used
not used
0.008
19.700
20.000

FLAGS

n
n
y

nn
PROCESSING
0

65
DISPLAY
-89.5
4928.6
3697.9
2894.9
112.7
~104.8
PLOT

cdc  ph

A A
At i i,

Ph

/7
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S54
3-Nitro-2-(5-phenylisoxazol-3-yl)phenyl acetate (4a'): BC NMR (100 MHz, CDCl;):

expl  stdidc

a0 CIAL
u.u u ‘Gé“ t muu_‘

tile fox l“ "ot us:
cn:w‘:;sg-g I

18.50¢
w ﬂl 20.008 Ph e,
at %i L1l Fi ABS n nn
F: P
1 In n NO S
bs 1] y 2 Q':
[ 3% s n nA -
nt 18000 PROIE £331ING \N/
ct ) 883 ¥ 1.48
TRANSHITTER T sod
L1 : ﬁz BISPLAY 156
sfr i, ]
mflI ] . z71025.9 OAC
tpwr 1 107448
[ &7 rfp 7r84.9
BECOUPLER P ~4§
d ML g «379.8
dot L ] PLOT
dm yyy W 250
:-‘ 4: v s
va
‘:v:r 2580 th 4
na no ph
IRtenm. o
e
BRYsas .,
L w " - o
T B2 3 AEEEEEER- 3 =
= " o P J(F ( ~ a -
~ - - I - o ™
- - - \ - - ~
i
1

3 T = TE T T T T T T T
|IIvl|||11V|lll|]7¥|rl||||‘|||||r||||||'—r—rl'll!)fl¥l'l|||‘|.‘11l1lrl||¢|i(|llll'rlllir ¥ T T ¥
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3-Nitro-2-(5-phenylisoxazol-3-yl)phenyl acetate (4a'): Mass Spectra:

Sampile Name Podtlon Vial 1 Instrument Name Insbument 1
Inj Vol -1 InjPosition SampleType Sample
Data Filename ACQ Method Comment

User Name
IRM Calibration Status
Acquired Time

All Tons Missed
5/11/2012 2:31:07 PM

x10 2 | +*ESI Scan (9.3-23.8 sec, 4 scans) Frag=175.0Vv

14
0.95

0.9 325.0817 Ph

0.85
NO, —

NING

0.8
0.75

0.7 '
OAcC
0.65

0.6 1
0.55 1
0.5
0.454
0.4
0.35
0.3
0.254
0.2+
0.15-
0.1

I
0.05 i t
R U

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 B850 900 950 1000

Counts (%) vs. Mass-to-Charge (m/z)

S55



Electronic Supplementary Material (ESI) for RSC Advances
This journal is © The Royal Society of Chemistry 2013

S56

2-((5-Phenylisoxazol-3-yl)methyl)phenyl acetate (5a'): "H NMR (400 MHz, CDCl;):

expl s2pul
SAMPLE SPECIAL
date Apr 4 2012 temp not used
solvent cDCl13 gain not used
file exp spin not used
ACQUISITION hst 0.088
sw 6389.8 pwso 19.700
at 1.998 alfa 20.000
np 25528 FLAGS
b not used i1 n
bs 4 in n
dl 1.000 d
nt 32 he N\\__Ph
ct 32 PROCESSING ,\)
TRANSMITTER b —_
T H1 fn 65536
sfrg 399.853 DISPLAY OAC
tof 362.8 sp -47.5
tpwr 57 wp 4920.2
9.850 rfl 3698.1
DECOUPLER rfp 28%4.9
n C13 rp 102.1
dof 1 -99.3
dm nnn PLOT
dem c wc 250
dpwr 50 sc ] |
dmf 15900 vs 82
th 20
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S57

2-((5-Phenylisoxazol-3-yl)methyl)phenyl acetate (5a'): BC NMR (100 MHz, CDCl;):

expl s2pul

SAMPLE SPECIAL
date Apr 11 2012 temp not used
solvent CDC13 gain not used
file exp spin not used
ACQUISITION hst 0.008
w 25125.6 pw3o 18.600
at 1.199 alfa 20.000
np 60270 FLAGS
fb 13800 il n
i it ;
1 .000 P v
nt 5000 hs nn \ Ph
ct 640 PROCESSING
TRANSMITTER b z.00 —
tn €13 fn 65536 OAC
sfrq 100.554 DISPLAY
tof 1536.3 sp -161.5
tpwr 61 wp 22451.0
9.300 rf1 9279.8
DECOUPLER rfp 7764.9
n H rp -§5.6
dof 0 1p -271.4
dm yyy PLOT
dmm W wC
dpwr 42 sc 0
dmf 8900 vs 23
th 2

nm no ph

126.582

\-125.903

128.534
122.959

129.015
127.535
-77.543
230
76.910

130.906
130.220
129.487

162.838

149.233
99.545
27.489

I

L L | 1 L

hiaad v Wy sl g v i ol n bl ) "

T —169.504
—_—20.992
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2-((5-Phenylisoxazol-3-yl)methyl)phenyl acetate (5a'): Mass Spectra:

Sample Name Position Instrument Name User Name
Inj Vol ’ InjPosition SampieType IRM Calibration Status
Data Filename ACQ Method Comment Acquired Time

x10 1 | *ESI Scan (0.846 min) Frag=175.0V .

2941121
9

8.549

8

77 : OAC

6.5

o ek L. ‘]l.I.L AL LulL P dak

100 150 200 250 300 350 400 450 500 550 600 650
Counts vs. Mass-to-Charge (m/z)
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