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1. General

All starting materials and catalysts were obtained commercially, and used without further
purification. Whenever possible, reactions were monitored by thin-layer chromatography using
polygram SIL G/UV254 0.2 mm silica gel plates with fluorescent indicator. Column
chromatography: silica gel 200300 mesh.

NMR spectra were measured on Varian Mercury 400 spectrometer operating at 400 MHz for 'H
and 100 MHz for "C relative to tetramethylsilane as internal standard. NMR spectra were
measured on Varian NMR System 600MHz operating at 600 MHz for 'H and 125 MHz for *C
relative to tetramethylsilane as internal standard. HRMS were carried out on an apex-Ultra
spectrometer. IR spectra were recorded on a Tensor 27 infrared spectrometer as KBr pellets with
absorption reported in cm”. The X-ray crystal structures were obtained on a Bruker SMART
APEX CCD system. GC-MS were recorded on a Termo DSQ II. Melting points were determined

using a melting point apparatus and are uncorrected.

2. General procedure for the synthesis of polysubstituted oxazoles (3)

o, P

o}
O (4,5-diphenyloxazol-2-yl)(phenyl)methanone (3a). To a stirred solution of

acetophenone (120mg, Immol), benzoin (233mg, 1.1mmol) and CH;COONH,4 (154 mg, 2mmol)
in DMSO (3mL) were added I, (635mg, 2.5mmol). The reaction mixture was stirred at 120(] for 5
h. EtOAc and H,O/Na,S,0; saturated solution were added, and the organic layer was separated,
dried (Na,SO,), and concentrated under reduced pressure. The residue was purified by flash
chromatography (silica gel, 100/1=petroleum ether/ethylacetate) to give 3a (237mg, 73% yield):
mp=121.2-124.8; IR spectrum (KBr cm'l) 1655, 1513, 1477, 1335, 1204, 1181, 913, 767, 'H
NMR (400 MHz, CDCl;) & (ppm) 8.70 (d, /= 8 Hz, 2H), 8.71 (q, /= 2.4 Hz, 4H), 7.61 (t,J= 7.2
Hz, 1H), 7.51 (t, J = 8 Hz, 2H), 7.38 (t, J = 5.6 Hz, 6H); *C NMR (100MHz, CDCls) & (ppm)
178.5, 155.8, 148.5, 137.2, 135.2, 133.7, 131.5, 130.9, 129.8, 128.7, 128.6 128.4, 128.1, 127.6,
127.3. HRMS (ESI): m/z [M+H]+ calcd for C»,HgNO,: 326.11756; found: 326.11734.

CHs
o |°%§3
val
(4,5-diphenyloxazol-2-yl)(p-tolyl)methanone (3b) (251mg, 74% yield): mp=

157.7-160.2; IR spectrum (KBr cm'l) 1650, 1604, 1510, 1477, 1445, 1334, 1178, 911, 767, '"H
NMR (400 MHz, CDCls) 6 (ppm) 8.49 (d, J= 8 Hz, 2H), 7.75-7.72 (m, 4H), 7.42(t, J = 6 Hz, 6H),
7.33 (d, J = 8 Hz, 2H), 2.45(s, 3H); *C NMR (100MHz, CDCl3) & (ppm) 178.3, 156.1, 148.4,
144.9, 137.2, 132.8, 131.6, 131.1, 129.7, 129.2, 128.8, 128.7, 128.2, 127.7, 127.3, 21.8. HRMS
(ESI): m/z [M+H]" caled for Co3H sNO,: 340.13321; found: 340.13296.
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o)
O (4,5-diphenyloxazol-2-yl)(4-nitrophenyl)methanone (3c¢) (259mg, 70%

yield): mp=154.6-158.8; IR spectrum (KBr cm‘l) 1657, 1599, 1580, 1521, 1445, 1346, 1333, 1207,
916, 850, 769, 696; '"H NMR (400 MHz, CDCl3) & (ppm) 8.77 (d, J = 8 Hz, 2H), 8.37 (d, J= 8 Hz,
2H) 7.76-7.70 (m, 4H), 7.44(q, J = 4.8 Hz, 6H); *C NMR (100MHz, CDCl;) & (ppm) 176.6,
155.4, 150.5, 149.5, 139.9, 137.8, 132.0, 131.1, 130.2, 129.1, 128.9, 128.8, 128.2, 127.4, 127.2,
123.5. HRMS (ESI): m/z [M+H]+ calcd for C»,H 5sN,O4: 371.10263; found: 371.10230.

F
. |°%§3
o
(4,5-diphenyloxazol-2-yl)(4-fluorophenyl)methanone (3d) (257mg, 75%

yield): mp=149.6-152.4; IR spectrum (KBr cm‘l) 1656, 1593, 1502, 1477, 1336, 1202, 1155, 915,
767, 693; "H NMR (400 MHz, CDCl3) & (ppm) 8.70-8.66 (m, 2H), 7.75-7.71 (m, 4H) 7.46-7.40 (m,
6H), 7.21 (t, J = 7.2 Hz, 2H); *C NMR (100MHz, CDCl;) & (ppm) 176.9, 167.6, 165.0, 155.7,
148.7, 137.3, 133.9, 133.8, 131.6, 131.4, 129.9, 128.8, 128.7, 128.2, 127.6, 127.3, 115.8, 115.6.
HRMS (ESI): m/z [M+H]+ calcd for C»,H sFNO;,: 344.10813; found: 344.10793.

cl
e |°%§3
o
(4-chlorophenyl)(4,5-diphenyloxazol-2-yl)methanone (3e) (273mg, 76%

yield): mp=155.2-157.5; IR spectrum (KBr cm'l) 1649, 1584, 1476, 1335, 1210, 1090, 910, 768,
698; '"H NMR (400 MHz, CDCl3) & (ppm) 8.56 (d, J = 8 Hz, 2H), 7.74-7.70 (m, 4H), 7.50 (d, J = 8
Hz, 2H), 7.45-7.40 (m, 6H); *C NMR (100MHz, CDCl;) & (ppm) 177.2, 155.7, 148.8, 140.5,
137.4, 133.5, 132.4, 131.4, 129.9, 128.8, 128.8, 128.7, 128.2, 127.5, 127.3. HRMS (ESI): m/z
[MJrH]+ calcd for C»,H 5sCINO,: 360.07858; found: 360.07840.

o)
O (4-bromophenyl)(4,5-diphenyloxazol-2-yl)methanone (3f) (323mg, 80%

yield): mp=149.5-152.6; IR spectrum (KBr cm™") 1648, 1581, 1476, 1335, 1211, 909, 767, 698; 'H
NMR (400 MHz, CDCl;) & (ppm) 8.48 (d, J = 8 Hz, 2H), 7.75-7.67 (m, 6H), 7.45-7.41 (m, 6H);
C NMR (100MHz, CDCls) & (ppm) 177.4, 155.7, 148.9, 137.4, 133.9, 132.4, 131.8, 131.4, 129.9,
129.4, 128.8, 128.7, 128.2, 127.5, 127.4. HRMS (ESI): m/z [M+H]" calcd for Cy,H;sBrNO>:
404.02807; found: 404.02773.

Cl Cl

o}
O (3,4-dichlorophenyl)(4,5-diphenyloxazol-2-yl)methanone (3g) (264mg, 67%
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yield): mp=138.7-141.3; IR spectrum (KBr cm‘l) 1650, 1552, 1509, 1445, 1337, 1206, 1187, 928,
768, 697; "H NMR (400 MHz, CDCl;) & (ppm) 8.71 (d, J =2 Hz, 1H), 8.51 (q, J=2 Hz, 1H), 7.72
(t, J = 8 Hz, 4H), 7.61 (d, J = 8 Hz, 1H), 7.43 (t, J = 6 Hz, 6H); °C NMR (100MHz, CDCL) &
(ppm) 175.9, 155.3, 149.2, 138.5, 137.5, 134.8, 134.7, 133.1, 132.7, 131.2, 130.6, 130.1, 129.9,
128.9, 128.8, 128.7, 128.4, 128.2, 127.4. HRMS (ESI): m/z [M+H]" calcd for C»,H4CLNO,:
394.03961; found: 394.03928.

A, &

|O B

sl
(4,5-diphenyloxazol-2-yl)(furan-2-yl)methanone  (3h) (268mg, 85%

yield):mp=167.1-169.4; IR spectrum (KBr cm’") 1648, 1519, 1460, 1393, 1022, 864, 772, 696; 'H
NMR (400 MHz, CDCl3) & (ppm) 8.24 (d, J= 3.2 Hz, 1H), 7.80 (s, 1H), 7.75-7.72 (m, 4H), 7.42 (t,
J = 6.4 Hz, 6H), 6.66 (q, J = 1.6 Hz, 1H); °C NMR (100MHz, CDCL;) & (ppm) 165.6, 155.1,
150.2, 148.8, 148.7, 137.3, 131.4, 129.8, 128.8, 128.7, 128.1, 127.5, 127.3, 124.1, 112.7. HRMS
(ESI): m/z [M+H]" calcd for CxoH sNO5: 316.09682; found: 316.09656.

? (4,5-diphenyloxazol-2-yl)(thiophen-2-yl)methanone (3i) (275mg, 83% yield):

mp=163.7-165.8; IR spectrum (KBr cm’ ) 1631, 1514, 1412, 1356, 1215, 1048, 831, 772, 697;
NMR (400 MHz, CDCls) 6 (ppm) 8.70 (d, /=4 Hz, 1H), 7.79 (d, /= 4.8 Hz, 1H), 7.75 (d, /= 6.4
Hz, 4H), 7.43 (q, J = 6 Hz, 6H), 7.23 (t, J = 4 Hz, 1H); °C NMR (100MHz, CDCl;) & (ppm)
170.6, 155.5, 148.8, 140.8, 137.3, 137.0, 136.2, 131.5, 129.9, 128.8, 128.7, 128.5, 128.1, 127.7,
127.4. HRMS (ESI): m/z [M+H]+ calcd for C,oH14NO,S: 332.07398; found: 332.07382.

%, ¢
joc¥

yield): mp=181.3-186.2; IR spectrum (KBr cm"l) 1649, 1547, 1519, 1445, 1340, 1120, 890, 753,
664; '"H NMR (400 MHz, CDCl3) & (ppm) 8.65 (s, 1H), 7.79 (d, J= 4.8 Hz, 1H), 7.81 (d, /=8 Hz,
1H), 7.72 (d, J = 6 Hz, 4H), 7.67 (d, J= 8 Hz, 1H), 7.40 (t, J = 8 Hz, 1H), 7.49-7.42 (m, 6H), 7.36
(t, J= 8 Hz, 1H); >C NMR (100MHz, CDCls) & (ppm) 167.3, 156.4, 155.2, 150.3, 149.2, 137.5,
131.4, 130.0, 129.2, 128.9, 128.8, 128.7, 128.2, 127.5, 127.4, 127.3, 124.1, 124.0, 120.1, 112.6.
HRMS (ESI): m/z [M+H]" calcd for Co4H;sNOs: 366.11247; found: 366.11189.

QL
sl
(4,5-diphenyloxazol-2-yl)(naphthalen-2-yl)methanone (31) (233mg, 64%

yield): mp=178.1-181.7; IR spectrum (KBr cm'l) 1646, 1513, 1443, 1332, 1180, 1119, 763, 691;
'H NMR (400 MHz, CDCl3) & (ppm) 9.33 (s, 1H), 8.48 (q, J= 1.6 Hz, 1H), 8.50 (d, J= 8 Hz, 1H),
7.96 (d, J=8 Hz, 1H), 7.90 (d, J = 8 Hz, 1H), 7.77(q, J = 2 Hz, 4H), 7.63(t, J = 8 Hz, 1H), 7.57 (d,
J =8 Hz, 1H), 7.47-7.42 (m, 6H); °C NMR (100MHz, CDCl;) 5 (ppm) 178.4, 156.1, 148.6, 137.3,
135.9, 133.9, 132.5, 132.4, 131.6, 130.2, 129.8, 128.9, 128.8, 128.7, 128.6, 128.2, 127.7, 127.4,

benzofuran-2-yl(4,5-diphenyloxazol-2-yl)methanone (3j) (183mg, 50%
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126.7, 125.6. HRMS (ESI): m/z [M+H]+ calcd for C,cH1sNO,: 376.13321; found: 376.13307.

‘ I o) O
sl
(4,5-diphenyloxazol-2-yl)(9H-fluoren-2-yl)methanone (3m) (214mg, 52%

yield): mp=201.8-203.7; IR spectrum (KBr cm™") 1645, 1611, 1511, 1476, 1444, 1334, 1203, 1124,
766, 693; "H NMR (400 MHz, CDCls) § (ppm) 8.71 (q, J = 8 Hz, 2H), 7.87 (q, J = 8 Hz, 2H), 7.74
(s, 4H), 7.58 (d, J = 7.2 Hz, 1H), 7.40 (d, J = 6.4 Hz, 8H), 3.98 (s, 2H); '°C NMR (100MHz,
CDCls) & (ppm) 178.3, 156.2, 148.5, 147.2, 144.8, 143.1, 140.4, 137.2, 133.6, 131.7, 130.6, 129.7,
128.8, 128.7, 128.6, 127.7, 127.5, 127.3, 127.0, 125.2, 121.1, 119.6, 37.0. HRMS (ESI): m/z
[M+H]" caled for czt,,HzoNo2 414.14886; found: 414.14872.

:): [1,1'-biphenyl]-4-yl(4,5-diphenyloxazol-2-yl)methanone (3n) (208mg, 52%

yield): mp=166.8-171.3; IR spectrum (KBr cm'l) 1646, 1601, 1512, 1477, 1444, 1336, 1181, 913,
771, 749, 694; "H NMR (400 MHz, CDCl3) & (ppm) 8.67 (d, J = 8 Hz, 2H), 7.76 (t, J = 8 Hz, 6H),
7.67 (d, J = 8 Hz, 2H), 7.51-7.43 (m, 9H); *C NMR (100MHz, CDCl;) & (ppm) 178.1, 156.0,
148.6, 146.4, 139.8, 137.3, 134.0 131.6, 129.8, 128.9, 128.8, 128.7, 128.3, 128.2, 127.7, 127.3,
127.1. HRMS (ESI): m/z [M+H]" calcd for CosHNO,: 402.14886; found: 402.14862.

Sy |°H(=Q
ool
(E)-1-(4,5-diphenyloxazol-2-yl)-3-phenylprop-2-en-1-one (30) (246mg,

70% yield): mp=154.0-157.5; IR spectrum (KBr cm'l) 1665, , 1605, 1574, 1511, 1475, 1444,
1352, 1077, 1049, 771, 693; 'H NMR (400 MHz, CDCls) § (ppm) 8.05 (d, J= 16 Hz, 1H), 7.91 (d,

=16 Hz, 1H), 7.73 (t, J = 6 Hz, 6H), 7.47-7.40 (m, 9H); °C NMR (100MHz, CDCl;) & (ppm)
176.1, 157.2, 149.0, 145.8, 137.5, 134.4, 131.5, 131.1, 130.4, 129.8, 128.9, 128.8, 128.7, 128.2,
127.6, 127.3, 121.3. HRMS (ESI): m/z [M+H]+ caled for C,4HgNO,: 352.13321; found:

352.13298.
NO,

o

O (E)-1-(4,5-diphenyloxazol-2-yl)-3-(4-nitrophenyl)prop-2-en-1-one (3p)
(293mg, 74% yield): mp=162.1-166.1; IR spectrum (KBr cm"l) 1669, 1612, 1593, 1519, 1476,
1445, 1342, 1048, 778,691; 'H NMR (400 MHz, CDCl3) & (ppm) 8.29 (d, J = 8 Hz, 2H), 8.03 (s,
2H), 7.86 (d, J = 8 Hz, 2H), 7.72 (t, J = 8 Hz, 4H), 7.47-7.41(m, 6H); °*C NMR (100MHz, CDCl;)
o (ppm) 175.4, 156.8, 149.6, 148.7, 142.2, 140.4, 137.8, 131.2, 130.1, 129.4, 129.0, 128.9, 128.8,
128.2, 127.3, 127.2, 125.1, 124.1. HRMS (ESI): m/z [M+H]" calcd for Co4H;7N,04: 397.11828 ;
found: 397.11771.
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o

O (4,5-diphenyloxazol-2-yl)(4-methoxyphenyl)methanone (3q) (188mg, 53%
yield): mp=144.2-148.4; IR spectrum (KBr cm'l) 1646, 1592, 1506, 1338, 1260, 1213, 1169, 913,
771, 697; '"H NMR (400 MHz, CDCl;) & (ppm) 8.64 (d, J = 8 Hz, 2H), 7.73 (d, J = 5.2 Hz, 4H),
7.45-7.40 (m, 6H), 7.01 (d, J = 8 Hz, 2H), 3.90 (s, 3H); *C NMR (100MHz, CDCls) & (ppm)
177.0, 164.2, 156.1, 148.2, 137.0, 133.4, 131.6, 129.7, 128.7, 128.6, 128.2, 127.7, 127.3, 113.7,
55.5. HRMS (ESI): m/z [M+H]" calcd for C»3H gNO;: 356.12812 ; found: 356.12787.

_0
\©\[0

| N o (4-methoxyphenyl)(5-(4-methoxyphenyl)oxazol-2-yl)methanone (4q)
(59mg, 38% yield): mp=151.0-153.5; IR spectrum (KBr cm'l) 1644, 1599, 1566, 1482, 1424,
1306, 1248, 1158, 1023, 905, 828, 634; 'H NMR (400 MHz, CDCl5) 6 (ppm) 8.53 (d, J = 8.8 Hz,
2H), 7.76 (d, J = 8.8 Hz, 2H), 7.47 (s, 1H), 7.00 (t, J = 8.8 Hz, 4H), 3.90 (s, 3H), 3.86(s, 3H); *C
NMR (100MHz, CDCls) 8 (ppm) 177.0, 164.1, 160.1, 156.8, 154.0, 133.2, 128.3, 127.0, 122.3,
119.5, 114.5, 113.7, 55.5, 55.4. HRMS (ESI): m/z [M+H]" calcd for C;sH;sNO4: 310.10738 ;
found: 310.10709.

o
> |°h§3
ool
(4,5-diphenyloxazol-2-yl)(4-ethoxyphenyl)methanone (3r) (203mg, 55%

yield): mp=141.8-144.7; IR spectrum (KBr cm'l) 1649, 1601, 1572, 1259, 1171, 1156, 913, 772,
694; "H NMR (400 MHz, CDCl;) & (ppm) 8.63 (d, J = 8.8 Hz, 2H), 7.73 (d, J = 5.6 Hz, 4H),
7.44-7.40 (m, 6H), 7.00 (d, J = 8.8 Hz, 2H), 4.15 (d, J = 7.6 Hz, 2H), 1.47 (t, J = 6.8 Hz, 3H); °C
NMR (100MHz, CDCls) 6 (ppm) 177.0, 163.7, 156.2, 148.2, 137.0, 133.5, 131.7, 129.7, 128.8,
128.7, 128.2, 128.0, 127.8, 127.3, 114.2, 63.8, 14.6. HRMS (ESI): m/z [M+H]" caled for
Co4H,0NO5: 370.14377 ; found: 370.14344.

{

o)

s

N O (4-ethoxyphenyl)(5-(4-ethoxyphenyl)oxazol-2-yl)methanone (4r) (67mg,

\
(o]

40% yield): mp=128.1-135.4; IR spectrum (KBr cm'l) 1638, 1613, 1590, 1476, 1360, 1248, 1157,
1046, 1027, 1004, 829, 636; 'H NMR (400 MHz, CDCls) & (ppm) 8.43 (d, J = 8.4 Hz, 2H), 7.64 (d,
J = 8.8 Hz, 2H), 6.87 (t, J = 8.8 Hz, 4H), 4.04-3.97 (m, 4H), 1.34(q, J = 6.4 Hz, 6H); *C NMR
(100MHz, CDCl3) & (ppm) 176.9, 163.5, 160.2, 156.7, 154.0, 133.2, 128.0, 126.9, 122.2, 119.2,
114.9, 114.1, 63.7, 63.5, 14.6, 14.5. HRMS (ESI): m/z [M+H]" calcd for CooH,oNO,: 338.13868 ;
found: 338.13844.
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(4,5-diphenyloxazol-2-yl)(3,4,5-trimethoxyphenyl)methanone (3s) (207mg,
50% yield): mp=155.1-159.4; IR spectrum (KBr cm'l) 1656, 1582, 1503, 1474, 1416, 1372, 1344,
1244, 1167, 1126, 995, 771, 698; '"H NMR (600 MHz, CDCl3) 6 (ppm) 8.01 (s, 2H), 7.73 (t, J=9
Hz, 4H), 7.35 (t, J = 7.8 Hz, 6H), 3.97 (d, J = 3 Hz, 9H); BC NMR (125 MHz, CDCl3) &
(ppm)177.0, 156.0, 152.8, 148.5, 143.4, 137.0, 131.6, 130.1, 129.9, 128.8, 128.7, 128.0, 127.9,
127.7, 127.5, 127.3, 108.6, 60.9, 56.3, 56.2. HRMS (ESI): m/z [M+H]" calcd for C,sH,;,NOs:
416.14925 ; found: 416.15032.

o / A\
_o °
(o]
\O o \
)
N (e}

(3.4,5-trimethoxyphenyl)(4-(3,4,5-trimethoxyphenyl)oxazol-2-yl)methanone (4s) (88mg, 41%
yield): mp=192.9-194.4; IR spectrum (KBr cm™) 1644, 1583, 1486, 1454, 1416, 1356, 1321, 1238,
1131, 991, 770, 662; '"H NMR (400 MHz, CDCl3) & (ppm) 7.89 (s, 2H), 7.55 (s, 1H), 7.03 (s, 2H),
3.97 (t, J = 6 Hz, 12H), 3.92 (s, 6H); °C NMR (100MHz, CDCl;) & (ppm) 177.0, 156.9, 154.0,
153.8, 152.8, 143.4, 139.7, 130.1, 123.5, 122.1, 108.4, 102.6, 61.0, 56.3, 56.2. HRMS (ESI): m/z
[M+H]" caled for C5,H,,NOg: 430.14964 ; found: 430.15036.
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3. The X-ray crystal structures

Figure S 1. Crystal structure of 3a (some disordered parts were omitted for clarity).

Figure S 2. Crystal structure of 31
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Figure S 3. Crystal structure of 4r.
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4. Mechanism for the for the formation of two types of oxazoles

R R
0 0O  HO 0 OHO R__OH
Lo+ —= A —— T
N NH R —

R

N\/
OH
v omso N NH,0Ac ~NH
4
At 7 L
(0) R (@) R 0 0
T I — S R
0 0 R__O
I, OH
. _ R)K/I DMSO r:[
0% H Ph__O
[ — "
O NS
Ph \_NH Ph N
Ph O I, Ph NH,OAc /E OH
OH Ph 0 Ph ~0
Ph o -H,0 TR0 OHO Ph__OHg
T4 2 T "
pil N R pr NH R Phn "N=
OH

Figure S 4 Mechanism for the for the formation of two types of oxazoles.
When the aromatic rings bind electron-donating groups, aryl methyl ketones are faster to
transform into phenylglyoxal than the formation of 7. Phenylglyoxal can react with itself and
7 for the formation of oxazoles 4 and 3. Contrary to this, when the aromatic rings don’t bind
electron-donating groups, the formation of 7 is faster than phenylglyoxal. Phenylglyoxal can
react with 7 for the formation of oxazoles 3. Yet 4 is less for isolated.
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5. Intermediates reaction

—_ >

HI,l,,DMSO

NH.OAe IH
I,DMSO  py” "N O

O O NHOAc '\O  Ph
R T
I o 2PMSO pp N0

Ph

O O 1,DMSO o Ph

o . =, :[H
o™ A

Figure S 5 Intermediates reaction

Ph
o NH,OAc o Fh

% %

In order to prove that the reaction mechanism, we used 1a with 5, 6a and 5, 6a with 2, 8a with 2
and 8a with 7 to synthesize 3a. Fortunately, we get 3a from the above reactions.
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6. The spectra of GC-MS
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14.89 NL:
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Figure S 6 GC-MS of the reaction.

The reaction mixture was stirred at 1200] for 0.5h, CHCl; and H,O/NaS,0; saturated solution

were added, and the organic layer was separated to detect intermediates. From the spectrogram,

we get the peaks of 4a, 6a and 5 which prove the reaction mechanism.
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Hit Sl RSl Prob Name
1 718 43.50 Benzaldehyde ib
7 2 683 10.91 Benzeneacetonitrile, a-hydroxy- mainlib
4 657 806 3.20 1,24-Trioxolane, 3-phenyl- mainlib
5 655 780 295 1-Aminobenzotriazole mainlib
; 6 653 784 272 24-Heptadien-6-ynal, (E,E)- mainlib
7 646 785 2.08 Phenacylidene diacetate mainlib
|- 8 646 776 2.08 1,2,4-Trioxolane, 3,5-diphenyl- mainlib
9 637 787 1.51 Ethanone, 2,2-dihydroxy-1-phenyl- mainlib
10 636 762 145 aa-Dichloroacetophenone mainlib
17 635 794 139 4-\ in-7,8-diyl dil mainlib
12 633 733 129 Bis[4- i y mainlib
13 632 730 1.24 1,32-Dioxapt i 2 2 -phenyl: mainlib
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Figure S 7 GC-MS of the reaction.
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: i
ide, 4-metri- :
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59 699 765 0.27 1,2-Benzenediol, 0-(2,2. m:
60 699 763 0.27 4-Methylbenzoic acid, 2 m
61 699 761 0.27 m-Toluic acid, 4-chloror m:
62 699 744 0.27 o-Toluic acid, 2-methylr mai
63 .-698 735 026 3-Methylbenzoic acid, 4 mainlib \
64 696 759 0.24 4-Methylbenzoic acid, 2 mainlib (/
66 695 736 0.23 Benzonitrile, 2-ethoxy- mainlib ~
67 694 754 0.22 Ethandione, bis(p-tolyl)- mainlib

68 693 739 0.21 1-Propanone, 2-methyl- mainlib
69 693 737 0.21 4-Methylbenzamide, N mainlib
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Figure S 8 GC-MS of the reaction.
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7 .89 901 3.06 3-(Benzoylthio)-2-methylpropanoic acid mainlib ‘
8 865 903 259 3-Buten-1-one, 2,2-dimethyl-1-phenyl- mainlib
9 865 878 259 N-(2-Oxo-2-phenyl-ethyl)-N-phenyl-b i mainlib
10 861 891 218 Phenacylidene diacetate mainlib
11 859 888 2.01 Benzeneacetic acid, 3-oxo-, ethyl ester mainlib
12 859 888 2.01 Benzeneacetic acid, a-0x0-, methyl ester mainlib
' 13 858 902 1.94 Methanone, (4—bromc-5methyl»2—nih’o—&ﬂrienyl)(pher mainlib
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Figure S 9 GC-MS of the reaction.
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7. NMR analysis
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Figure S 10 NMR of the reaction.

From the NMR of the reaction, we also get the peaks of 6a and 8a which prove the reaction mechanism.
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8. 'Hand "C NMR spectra 'H and "C NMR spectra
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9. HRMS spectra
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Chemical Formula: C,H15sNO,
Molecular Weight: 325.36

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate oo.ov
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 161872
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Uimin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens. | +M3S
X108
1.254
1.004
1 326.11734
0.757
0.50+
0.25
] 348.09921
] 318.30007 34025830 ) ed.07317 393.20926
0.00+— —— ey b —— e
300 310 320 330 340 350 360 370 380 390 miz
Meas.m/z # Formula Score méz err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
32611734 1 C22H16NO2 100,00 326.11756 02 07 39 155 even ok
2 CITHIEN304 426 326.11353 -3.8 -7 233 115 even ok
3 C16H1ENBO3 0.01 32612477 74 228 256 115 even ok
4 C15H20NO7 0.12 32612343 6.1 18.7 399 65 even ok
5 C15H1BNO7 0.00 32410778 -42 -129 971 75 even ok
6 CI15H14NTO2 0.00 32412035 79 241 1092 125 even ok
7 CI16H14N503 0.00 32410912 -3.0 9.3 1114 125 even ok
8 C18H1TN204 0.00 32511828 4.1 126 177 115 even ok
9 C2ZH14NO2 0.00 32410191 9.2 -28.1 1407 165 even ok

S36




Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012

| @)

/
N @)
3b

Chemical Formula: C,3H7NO,
Molecular Weight: 339.39

Acquisition Parameter

Polarity Positive Source ESI Mo. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 151072
lon Accumulation Time 0.0 sec Mebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. YE]
x1087
1.04
0.84
340.13296
0.6+
0.4+
0.2
362.11489
00 | 318.30041 33033675 . 36062185 L ) 365.1]90?‘.-’
"0~ ate | a2 30 | 340 350 360 a0 380 380  miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
34013286 1 CZ23H18NO2 10000 340.13321 02 07 1.0 155 even ok
2 C23H1BNO2 0.00 33811756 -9.1 -26.8 1471 165 even ok
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Chemical Formula: Cy,H4N,O4
Molecular Weight: 370.36

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 0.0V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter ~ 2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 1616872
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens. | +M3
%107 ]
3
27 371.10230
1 393.08422
31830010 33033673 34025923 3418273 g2 3313871
0 | RTENT i E— - ey A I|_|_|._laJ.I PR (RSN IIV § P S .J-.l'.'-". — .h. .
300 310 320 330 340 350 360 370 380 380 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
37110230 1 C22H15MN204  100.00 371.10263 0.3 0.9 47 165 even ok
2 CI1TH1EN406 528 371.09861 =37 9.9 225 125 even ok
3 CI16HIENGBOS 0.01 371.10984 75 203 247 125 even ok
4 C15H19N209 0.10  371.10851 6.2 16.7 392 75 even ok
5 C18HIBN306 0.00 370.10336 4.1 1.1 T46.7 125 even ok
6 C15HI1TN209 0.00 369.09286 43 1186 8095 B85 even ok
7 C16H13NBOE& 0.00 369.09419 -32 -8.5 8129 135 even ok
8 C15H13INBO4 0.00 369.10543 77 209 8138 135 even ok
9 C22H13N204 0.00 3B9.08698 94 -254 8140 175 even ok
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3d

Chemical Formula: Cy,H4FNO,
Molecular Weight: 343.35

Acquisition Parameter

Polarity Positive Source ESl No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Callibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0sec Drying Gas Flow Rate 4.0 L'min Data Acquisition Size 81672
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L'min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. +MS
X107 |
5]
4 34410793
2 393.20922
34918206 366.08987
305.15691 BI04 33 a5y | 382.06396 l
[0 A I S N S F T I P S PRl VRN I IO T N N
300 310 320 330 340 350 380 370 380 380 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ejConf N-Rule
34410793 1 C22H15FNO2 100.00 344.10813 0.2 0& 39 155 even ok
2 C19H16F2ZNO3 4010 344.10928 1.3 39 199 115 even ok
3 C17TH15FN304 375 344.104M -3.8 -111 281 115 even ok
4 C16HI15FN5O3 001 344.11534 74 216 301 115 even ok
5 C16H1TF3NO4 10.87  344.11042 25 [ 386 75 even ok
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Chemical Formula: C»,H4CINO,
Molecular Weight: 359.81

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 3B000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 4000.0V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 161672
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 LYmin Apodization Sine-Bell Multiplication
Flight Time to Acqg. Cell 0.0 sec
Intens. +MS
x1074
5
44 360.07840
2_
382.08035
0 1 318-3|0CQ3 33093663 340.;_:5959 349'1&3:25 L | ll 374.36239 L |i |
v R PU P ™ Py W L P P e 7 P
Meas. miz # Formula Score miz e [mDa] err[ppm] mSigma rdb ejCont  N-Rule
36007840 1 C2ZH15CINO2Z 100.00 360.07858 02 0.5 21.5 185 even ok
2 CI1TH15CIN3ID4 531 360.07456 -3.8 -10.7 26.0 115 even ok
3 CI6H15CINEO3 0.02 360.08579% 74 205 264 115 even ok
4 C15H18CINO7 0.18 360.08448 6.1 16.8 370 65 even ok
5 C15H20CIZN303 0.00 3&0.08762 92 256 153.8 65 even ok
6 C16H20CIZNO4 010 360.07639 -2.0 56 1548 65 even ok
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Chemical Formula: C5,H14BrNO,
Molecular Weight: 404.26

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20

Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %

Broadband Low Mass 100.3 miz End Plate 3_000V MALDI Plate Jnoov

Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 161672

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apocdization Sine-Bell Multiplication

Flight Time to Acg. Cell 0.0 sec

Iritens_ M3
1077
204
157 406.02585
] 437.23509
1 383,20940
1.0
] 34918305
ps] 31010724 42800823
] 340.25961
365.15740
0.0 | l lI ‘ll. Ili A |L i illlLl i ||I | lll 1 - l.l. l — II lll 1 v |L‘II l. |LI il
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score miz err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
40402773 1 C22H15BrNO2 100.00 404.02807 0.3 0.8 144 155 even ok
2 CI1TH15BrN304 513 404.02405 -37 91 317 115 even ok
3 C16H15BrN503 0.01 40403528 75 18.7 338 115 even ok
4 C15H19BrNO7 010 40403394 62 154 480 65 even ok

S41




Electronic Supplementary Material (ESI) for Chemical Communications
This journal is © The Royal Society of Chemistry 2012

Cl Cl

3g

Chemical Formula: Cy,H13CIo,NO,
Molecular Weight: 394.25

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20

Averaged Scans 4 MNo. of Cell Fills 1 Laser Power 51.0 %

Broadband Low Mass 1003 miz End Plate 35000V MALDI Plate 3000V

Broadband High Mass ~ 2000.0 miz Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm

Acquisition Mode Single MS Skimmer 1 200V

Pulse Program basic Drying Gas Temperature  180.0 °C Callibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 181872

lon Accumulation Time 0.0 sec MNebulizer Gas Flow Rate 1.0 Umin Apodization Sine-Bell Multiplication

Flight Tme to Acg. Cell 0.0 sec

Intens. | +M3
J(IO_"’:
2.0]
157
] 304.03028
107 426.06559
16,0018 437.23431
9.1
051 31230577 349.18296 26838810
| 330,33655 \ : | ‘ ‘
oodababi Ll L NROrIPS N | YRR RUPURRMPURRRN || TN MRV | O | TR (W
300 320 340 380 380 400 420 440 miz
Meas.miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
39403928 1 C22H14CIZNO2 10000 394.03961 0.3 0.8 169 155 even ok
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Chemical Formula: CyoH3NO3
Molecular Weight: 315.32

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 4000.0v Imaging Spot Diameter ~ 2000.0 pm
Acqguisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Dirying Gas Flow Rate 4.0 Limin Data Acquisition Size 01672
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens. +MS
x1067
S_
316.09656
4_
1 338.07865
21 354.05214
L- 3583.21034 416.0 437.23512
obi I NN IR O T — LA I
300 320 340 360 380 400 420 440 miz
Meas. m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
316.09656 1 C20H14NO3 100.00 316.09682 03 08 176 145 even ok
2 C15H14N305 446 316.09280 -3.8 -119 351 105 even ok
3 C16H15N205 0.00 315.09755 41 131 105.2 105 even ok
4 C18H1IN40O2 0.00 315.08765 -6.0 -18.9 1218 155 even ok
5 C19H12ZN302 0.00 314.09240 17 52 126.0 155 even ok
B C20H12NO3 0.00 314.08117 9.3 -295 128.1 155 even ok
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Chemical Formula: CooH3NO,S
Molecular Weight: 331.39

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 300V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 40000V Imaging Spot Diameter ~ 2000.0 pm
Acqguisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 261672
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Uimin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens_ +MS
x107]
47
3
] 332.07382
2] 370.02968
] 354.05579
14 383.20918 40918328 43723550
] \ 42923994
0_ 4 l 1 Ll I I - A|I|L L ™ " .|J . IJ .IlLL " L l]n JIJ.I JI
300 320 340 380 380 400 420 440  miz
Meas. miz # Formula Score m/z err[mDa] err [ppm] mSigma rdb ej¥Conf N-Rule
33207382 1 C20H14NOD2S 100.00 332.07398 0z 05 219 145 even ok
2 CI5H14N3045S 511 332.06995 -39 -11.7 26.2 105 even ok
3 C14H14N503S 0.02 33208119 T4 222 265 105 even ok
4 CITHIBNO252 501 33207735 35 10.6 422 95 even ok
5 CI14HZZNO253 0.02 33208072 6.9 208 562 45 even ok
6 CIEHIEN204S 0.00 331.07470 39 11.6 6483 105 even ok
7 CI4H2OND452 0.00 330.08283 6.7 201 6816 55 even ok
8 CI17THIENO4S 0.00 330.07946 51 15.3 697.1 105 even ok
9 C14H12ZNEO3S 0.00 330.06554 96 -288 6978 115 even ok
10 C15H13IN403S 0.00 329.07029 -3 9.3 7106 115 even ok
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Chemical Formula: Co4H15NO3
Molecular Weight: 365.38

Acquisition Parameter

Pclarity Positive Source ESI No. of Laser Shots 20

Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %

Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 000w

Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 um

Acquisition Mode Single MS Skimmer 1 20V

Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Umin Data Acquisition Size 161872

lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication

Flight Time to Acg. Cell 0.0 sec

Intens. | +M3
x107
1.0
0.8
0.61 366.11189
0.4
0.2 388.09381
1 318.29933 340.25626 404.06764 437.23470
0.0 el L, T VRO W —_— e
300 320 340 360 380 400 420 440 miz
Meas.miz # Formula Score miz err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
36611183 1 C24H16NO3 10000 366.11247 06 16 240 175 even ok
2 C19H16N305 1029 366.10845 34 94 269 135 even ok
3 C18H16N504 001 366.11963 78 213 273 135 even ok
4 CITH20NOS 011 366.11834 65 176 407 85 even ok
5 C20H17N205 D00 36511320 45 123 7414 135 even ok
6 C1TH13N60O4 000 36509923 59 270 7482 145 even ok
7 C16H13N803 000 365.11051 1.1 30 7497 145 even ok
3 C17TH18NOS 000 364.10269 38 103 8104 95 even ok
9 C16H18N307 000 364.11393 72 19.8 8112 95 even ok
10 C18H14N50O4 000 364.10403 26 71 813.8 145 even ok
11 C17TH14N703 000 364.11526 8.3 228 8147 145 even ok
12 C24H14NO3 000 364.09682 89 242 8149 185 even ok
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Chemical Formula: C,6H417NO,
Molecular Weight: 375.42

Acquisition Parameter

Paolarity Paositive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Pawer 51.0 %
Broadband Low Mass 100.3miz End Plate 3_000Vv MALDI Plate 3000V
Broadband High Mass  2000.0 miz Capillary Entrance 40000V Imaging Spet Diameter  2000.0 pm
Acqguisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Callibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 201872
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens._ +MS
%107 ]
2.0
1.5
b 37613307
1.07
] 398.11460
0.59 312.36200 437 23538
] 349.18267 | “ 414.08926
D-O-” | i " A N I llll . T il .|I 1 . .|.I \ - — L L
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
376.13307 1 C26H1BNO2 100.00 376.13321 01 03 104 185 even ok
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Chemical Formula: CogH1gNO,
Molecular Weight: 413.47
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Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 um
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Umin Data Acquisition Size 031972
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 L/min Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens =S
*1 0_"’:
2.5
2.0
] 383.13881
1.54
] 437.23473
1.07 393.20820 414.14872
] 34918313
057 1829993 330 33635 365.15698
D.OI|'L A . |L llllLI -Jlll| - | A L | —t Il.al . . JI
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
41414872 1 C29H20NO2 100.00 414.14886 0.1 0.3 52 205 even ok
2 C24HZ20N304 346  414.14483 -39 -5.4 276 165 even ok
3 CZIH2ONGO3 0.02  414.15607 73 7.7 300 165 even ok
4 CZHANOT 0.12 41415473 6.0 14.5 437 M5 even ok
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Chemical Formula: C,gH1gNO,
Molecular Weight: 401.46

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 3=000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Callibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 L'min Data Acquisition Size 201072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. | +M3
*1 D_"’:
4_
3
] 402.14862
2]
1
j 437.23509
] 318.30020 249 18296 42413028
36232583 l |
0 1.1 i " 1 IlLJil|.I|LlJIIL| - ; Lllla A |.I L. Illllln.lllll L
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
40214862 1 C28H20NO2 100.00 402.14886 02 0.6 47 195 even ok
2 C23IH20N304 445 40214483 -38 -54 231 1585 even ok
3 C2ZZH20NS503 0.01 40215607 74 18.5 255 155 even ok
4 C2IH24NOT 012 40215473 6.1 152 397 105 even ok
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Chemical Formula: Co4H7NO,
Molecular Weight: 351.40

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 mfz End Plate 35000V MALDI Plate 0oV
Broadband High Mass ~ 2000.0 miz Capillary Entrance 4000.0V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 1016872
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens._ +MS
*107 |
0.8
0.6+ 352.13298
0.4+
37411501
0.29 300.08850 437.23438
| 318.29851 340.25727 | I l | 409, 113570
0.0 t y o ' g pm— t bbby ? T " T
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score mfz err[mDa] err[ppm] m3igma rdb ej¥onf N-Rule
35213298 1 C24H18NO2 100.00  352.13321 02 0.6 78 165 even ok
2 C19H1BN3IO4 400 35212918 -3.8 -10.8 298 125 even ok
3 C18H18N503 0.01 35214042 74 211 322 125 even ok
4 CITHZZNO7T 010 352.13%908 6.1 17.3 456 75 even ok
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Chemical Formula: C,4H1gN2,O4
Molecular Weight: 396.39
Acquisition Parameter
Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 1003 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 4000.0V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 61672
lon Accumulation Time 0.1 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens. | +MS
x1071
4
3 41810012
2_
] 437.23182
] 31830012 36204128 393.20028
1
] 530.23650 l l L l iL 381.29747 \ \ l
O'I l.ll " |.|l Ilu L ’ ll i I |l IV ILII. LL. TN | ILI Ll L At e IL i et ll ll.; .
300 320 340 360 380 400 420 440  miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
39FT7T 1 C24H1TN2ZO4 10000 397.11828 06 14 270 175 even ok
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Chemical Formula: C,3H17NO3
Molecular Weight: 355.39

Acquisition Parameter

Polarity Paositive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Pawer 51.0 %
Broadband Low Mass 100.3 miz End Plate 3_000v MALDI Plate 3000V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acqguisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Callibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0sec Drying Gas Flow Rate 4.0 LUimin Data Acquisition Size 161672
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens._] +MS
1073
2.5
2.07
356,12787
1.54
b 40118575
1_05 318.299585 a78.10089
051 330.33628
1 M5.20052 42921633
g0t " I |'| L .L » _.LL;I 1 ‘JI i- I. IIL. | lL L l F— > I |-:'I 1, L
300 320 340 360 380 400 420 440 miz
Meas. mfz # Formula Score miz err[mDa] err[ppm] mSigma rdb ejonf N-Rule
356.12787 1 C23H18NO3 100.00 356.12812 0.3 07 07 155 even ok
2 C18H1BN30O5 396 356.12410 -3.8 -108 267 115 even ok
3 C17TH1BN504 001 356.13533 75 210 289 115 even ok
4 Cl16H2NOB8 0.10  356.13399 6.1 17.2 433 65 even ok
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Chemical Formula: C1gH5NO4
Molecular Weight: 309.32

Acquisition Parameter

Polarity Positive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 miz Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0sec Drying Gas Flow Rate 4.0 L'min Data Acquisition Size 01072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens. +M3
#1071
15
1o 310.10709
057 332.08895
34806301
] 393.209066
ook L Pl S PR
300 310 320 330 340 360 370 380 390 miz
Meas.m/z # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥onf N-Rule
31010709 1 C18H1ENO4 100.00 310.10738 03 1.0 16 115 even ok
2 C13H16N306 413 310.10336 -37 -120 284 75 even ok
3 C12ZH16NEO5 0.01 31011460 75 242 306 75 even ok
4 C1ZH14N505 0.00 308.09895 -34 -11.0 864 85 even ok
5 C14H1ITN206 0.00 309.108M1 41 133 927 75 even ok
6 CI18H14NO4 0.00 308.09173 -9.5 =307 1156 125 even ok
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Chemical Formula: Co4H1gNO3
Molecular Weight: 369.41
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Acquisition Parameter

Polarity Paositive Source ESI No. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 miz End Plate 38000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 4000.0V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature 180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 1872
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens._ +M3
x1077
1.251
1005 370.14344
0.759
0.509
3 39212577
0.254
3 350.93156 408.09961 437.23475
0.00 ; . » i . A Fo——— L,
300 320 340 360 380 400 420 440 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ejConf N-Rule
37014344 1 C24H20NO3 100,00 370.14377 03 0.9 85 155 even ok
2 C19H20N305 591 37013975 =37 -10.0 201 115 even ck
3 C18H20N504 0.01 37015098 75 204 226 115 even ok
4 CI1TH24NOB8 012 370.14964 6.2 16.8 363 65 even ok
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Chemical Formula: CygH1gNO,4
Molecular Weight: 337.37

@)

Acquisition Parameter

Polarity Positive Source ESI MNo. of Laser Shots 20
Averaged Scans 4 No. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 miz End Plate 3B000V MALDI Plate 3000V
Broadband High Mass ~ 2000.0 m/z Capillary Entrance 40000V Imaging Spot Diameter  2000.0 pm
Acquisition Mode Single MS Skimmer 1 200V
Pulse Program basic Drying Gas Temperature  180.0 °C Calibration Date Mon Sep 19 06:39:58
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 31072
lon Accumulation Time 0.0 sec Nebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acq. Cell 0.0 sec
Intens 4 +MS
x1071
1.259
1.004
338.13844
0.759
] 409.18332
0.509 393.20900 437.23497
] 321.13600 359.23253
025 |
O_OO:Jll.ll Lokl ‘ll I I\n. lll. ,illllhl TN NPT | || e hI|L‘L AR Ill RSN R L | |I L
300 320 340 360 380 400 420 440 miz
Meas. m/iz # Formula Score m/z err[mDa] err[ppm] mSigma rdb ej¥Conf N-Rule
33813844 1 C20H20NO4 100.00 338.13868 0.2 0.7 92 115 even ok
2 C15H20N306 534 33513466 -38 -11.2 193 75 even ok
3 C14H20N505 0.02 33514530 75 220 217 75 even ok
4 C13IH24NOS9 0.14  338.14456 6.1 18.1 354 25 even ok
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Chemical Formula: C,sH,NOjs

Exact Mass: 415.14

Acquisition Parameter

Folarity Positive Source Esl Mo. of Laser Shots 20
Averaged Scans 4 Mo. of Cell Fills 1 Laser Power 51.0%
Broadband Low Mass 100.3 miz End Plate 35000V MALDI Plate 3000v
Breadband High Mass 1600.0 miz Capillary Entrance 40000V Imaging Spot Diameter 20000 um
Acquisition Mode Single M3 Skimmer 1 200V
Fulse Program hasic Drying Gas Temperature 180.0 °C Calibration Date Wed Dec 7 10:47:13 2011
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 131072
lon Accumulation Time 0.1 sec Mehulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acqg. Cell 0.0 sec
Intens. - +M3
x107
54
43 416.15032
39
2]
p 438.13234
14 422.87383
] 413.2670 A l | 420.18202 43462045 A
0 ——r— 4 L NSNS § U v R | A4
M0 45 420 425 430 435 miz
Meas. miz # Formula Score miz err[mDa] emr[ppm] mSigma rdb e Conf N-Rule
41615032 1 C25H22NO5 100.00 416.14925 -1 -2.6 91 155 even ok
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Chemical Formula: C,,H,3NOg
Exact Mass: 429.14

Acquisition Parameter

Folarity Fositive Source ESI MNo. of Laser Shots 20
Averaged Scans 4 MNo. of Cell Fills 1 Laser Power 51.0 %
Broadband Low Mass 100.3 m/z End Plate 35000V MALDI Plate wooow
Broadband High Mass 1600.0 miz Capillary Enfrance 40000 Imaging Spot Diameater  2000.0 pm
Acquisition Mode Single M3 Skimmer 1 200V
Fulse Program basic Drying Gas Temperature 1800 °C Calibration Date Wed Dec 7 10:47:13 2011
Source Accumulation 0.0 sec Drying Gas Flow Rate 4.0 Limin Data Acquisition Size 131072
lon Accumulation Time 0.1 sec Mebulizer Gas Flow Rate 1.0 Limin Apodization Sine-Bell Multiplication
Flight Time to Acg. Cell 0.0 sec
Intens_ +MS
x1073
1.257
1.00]
] 43015035
0.757
050 437.23695
0.25
1 418.39008 | l_ [ 44515294447 85035
0.00 Hmspm ey e gt e Hm s e e AR
45 420 425 430 440 miz
Meas. miz # Formula Score m/z err[mDa] err[ppm] mSigma rdb e Conf N-Rule
43015036 1 C22H24NOB 100.00  430.14964 0.7 1.7 141 115 even ak
2 C23H20N504 96.05 430.15008 0.6 14 186 185 even ak
3 C24H16NY 2097 43015232 20 45 329 215 even ak
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