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(A) Typical experimental procedure
(a) Typical Procedures for the Synthesis of Substrates 1:

Substrates 1 were synthesized according to the literatures.
(b) Typical Experimental Procedure for the Organomediated Oxidative 1,2-
Difunctionalization of Activated Alkenes:

To a Schlenk tube were added N-arylacrylamide 1 (0.5 mmol), arylmethane 2
(7.5 mmol), IrCl; (3 mol%), and DTBP (2 equiv). Then the tube was charged with
argon, and was stirred at 120 °C for the indicated time until complete consumption of
starting material as monitored by TLC and/or GC-MS analysis. After the reaction was
finished, the reaction mixture was washed with brine. The aqueous phase was re-
extracted with ethyl acetate. The combined organic extracts were dried over Na,SO,,
concentrated in vacuum, and the resulting residue was purified by silica gel column
chromatography (hexane/ethyl acetate = 10 : 1) to afford the desired product.

(c) Table S1: Screening the optimal conditions

Table S1 Screening Optimal Conditions?

H

Ph
H -
Lewis acid, [O] H
H N
‘ 2a
la

\

3aa

Entry Lewis acid (mol%) [O] Solvent Isolated Yield (%)

1 — DTBP neat 53
2 — TBHP neat 47
3 — BPO neat 22
4 — Phl(OACc), neat 42
5 FeCl; (10) DTBP neat 68
6 Fe(acac); (10) DTBP neat 62
7 CuCl, (10) DTBP neat 63
8 ZnCl; (10) DTBP neat 65
9 InBr; (10) DTBP neat 67
10 CoCl, (10) DTBP neat 64
11 PdCl, (10) DTBP neat 81
12 RuClj; (10) DTBP neat 78

13 RhCl; (10) DTBP neat 79
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14 IrCl; (10) DTBP neat 85
15° IrCl; (10) DTBP neat 80
16° IrCl; (10) DTBP neat 8
17 IrCl; (3) DTBP neat 83
18¢ IrCl; (3) DCP neat 81
19% IrCl; (3) DTBP  DMSO 79
204 IrCl; (3) DTBP NMP trace
21%f IrCl; (3) DTBP neat 75
2209 IrCl; (3) DTBP neat 86

 Reaction conditions: 1a (0.5 mmol), 2a (7.5 mmol), Lewis acid and [O] (1.0 mmol) at 120 ° C under argon atmosphere for 12 h.
P At 130 °C. © At 90 °C. ® For 24 h. ® 2a (5 mmol) in solvent (anhydrous, 0.5 mL). " DTBP (0.6 mmol). 9 1a (10 mmol) and 2a (15

equiv) for 48 h.

(d) The control experiments

As shown in Scheme S1, some control experiments were carried out to understand
the mechanism. The results demonstrated that no kinetic isotope effect (ku/kp = 1.0) in
either intramolecular or intermolecular experiments was discovered, implying that the
iron-catalyzed oxidative difunctionalization proceeds via either the SEAr mechanism
or the free radical mechanism ((a) W. D. Jones, Acc. Chem. Res. 2003, 36, 140; (b) A.
Pinto, L. Neuville, P. Retailleau and J. Zhu, Org. Lett. 2006, 8, 4927; (c) W. D. Jones
and F. J. Feher, J. Am. Chem. Soc. 1986, 108, 4814; (d) X. Chen, X.-S. Hao, C. E.
Goodhue and J.-Q. Yu, J. Am. Chem. Soc. 2006, 128, 6790.). The deuterated
experiment between toluene and toluene-D8 (kuy/kp = 9.0) supports that benzyl C-H
bond cleavage is the rate-limiting step (Eq S1). Notably, two radical inhibitors,
TEMPO (Eq 3) and 2,6-di-tert-butylphenol, were added to the difunctionalization
reaction: a stoichiometric amount of radical inhibitor (2 equiv) results in no
conversion of amide 1a; however, mesitylene (2g) was transferred by TEMPO into 1-
(3,5-dimethylbenzyloxy)-2,2,6,6-tetramethylpiperidine (6ag) in 88% yield (Eq S2).
The results suggest that a mesitylene radical is yielded and the current reaction

includes a radical process.
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The data of the reaction between 1a and 2a in-situ determined by GC-MS analysis

showed that a DCP could be converted into a methyl group, a ketone and an alcohol

(Egs S3 and S4).
Intermolecular KIE Experiment Intramolecular KIE Experiment
la-D1
1a D5 71%yield (24h), kyyp=1.0

27% yield (6 h), kyp=1.0

toluene
_ [mptBP
neat, 110 °C
toluene D8 Ar, 24 h
2a-D8 Kwp=9.0

X
H5(D5)
(S1)

N

la
3aa + 3aa D7 =72%

TEMPO (3 equiv)
_ IrCl; DTBP E
(S2)
neat, 120 °C
Ar, 24 h

3ag 0% 4ag, 88%
(S3)
neat, 120 °C
Ar, 24 h
la 3aa, 88% Saa <5%
Ph
+
O, e T
@\ I 3aa, 83% 5aa, 15% sq
|r<:|3 DTBP o oH 4
neat, 120 °C
1a - AL24h o+ +
DCP (2 equiv)
168% 152%

Scheme S1. Control Experiments.

1,3-Dimethyl-5-(((2,2,6,6-tetramethylcyclohexyl)oxy)methyl)benzene (4aa):
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'H NMR (400 MHz, CDCl3) &: 6.98 (s, 2H), 6.88 (s, 1H), 4.75
(s, 2H), 2.32 (s, 6H), 1.61-1.49 (m, 4H), 1.36-1.08 (m, 14H); *C NMR (100 MHz,

CDClg) &: 131.3, 131.0, 122.5, 118.8, 72.1, 53.3, 33.1, 26.5, 14.9, 13.8, 10.5.
3-Ethyl-1,3-dimethylindolin-2-one (5aa):

L

\ Yellow oil; *H NMR (500 MHz, CDCls) &: 7.26 (t, J = 7.5 Hz, 1H),
7.17 (d, J = 7.5 Hz, 1H), 7.07 (t, J = 7.5 Hz, 1H), 6.84 (d, J = 8.0 Hz, 1H), 3.22 (s,

3H), 1.97-1.89 (m, 1H), 1.81-1.74 (m, 1H), 1.35 (s, 3H), 0.59 (t, J = 7.5 Hz, 3H); °C
NMR (125 MHz, CDCls) &: 180.7, 143.4, 133.9, 127.6, 122.5, 122.4, 107.8, 48.9,
31.4, 26.0, 23.3, 8.8; IR (KBr, cm™): 1722, 1461; LRMS (El, 70 eV) m/z (%): 189
(M*, 21), 161 (100); HRMS m/z (ESI) calcd for C1,H16NO ([M+H]") 190.1308, found

190.1312.

(B) Analytical data

1,3-Dimethyl-3-phenethylindolin-2-one (3aa):

Yellow oil; *H NMR (400 MHz, CDCls) &: 7.30 (t, J = 7.6 Hz, 1H),

7.25-7.19 (m, 3H), 7.15-7.09 (m, 2H), 7.03 (d, J = 7.6 Hz, 2H), 6.87 (d, J = 7.6 Hz,

1H), 3.21 (s, 3H), 2.33-2.23 (m, 2H), 2.15-1.97 (m, 2H), 1.39 (s, 3H); *C NMR (100
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MHz, CDCls3) &: 180.3, 143.3, 141.3, 133.6, 128.2 (2C), 127.8, 125.8, 122.6, 122.4,
108.0, 48.3, 40.2, 30.9, 26.1, 23.9; IR (KB, Cm'l): 1711, 1668, 1432; LRMS (EI, 70
eV) m/z (%): 265 (M, 3), 161 (100); HRMS m/z (ESI) calcd for C1gHo0NO ([M+H])
266.1539, found 266.1543.

1,3-Dimethyl-3-(4-methylphenethyl)indolin-2-one (3ab):

Yellow oil; *H NMR (400 MHz, CDCls) §: 7.29 (t, J = 7.6 Hz, 1H),
7.23(d, 3 =9.2 Hz, 1H), 7.10 (t, J = 7.2 Hz, 1H), 7.01 (d, J = 8.0 Hz, 2H), 6.91 (d, J =

8.0 Hz, 2H), 6.86 (d, J = 7.6 Hz, 1H), 3.20 (s, 3H), 2.29-2.20 (m, 2H), 2.24 (s, 3H),
2.10-1.95 (m, 2H), 1.38 (s, 3H); *C NMR (100 MHz, CDCl3) &: 180.4, 143.3, 138.2,
135.2, 133.7, 128.9, 128.1, 127.7, 122.5, 122.4, 108.0, 48.4, 40.4, 30.4, 26.1, 23.9,
20.9; IR (KBr, cm™): 1716, 1684, 1481; LRMS (EI, 70 eV) m/z (%): 279 (M", 1), 161
(100); HRMS m/z (ESI) calcd for C1oHzNO ([M+H]") 280.1696, found 280.1702.

3-(4-Methoxyphenethyl)-1,3-dimethylindolin-2-one (3ac):

Yellow oil; *H NMR (400 MHz, CDCls) &: 7.30-7.22 (m, 2H),
7.11 (t, J = 6.0 Hz, 1H), 6.94 (d, J = 6.8 Hz, 2H), 6.86 (d, J = 6.0 Hz, 1H), 6.75 (d, J =

6.8 Hz, 2H), 3.75 (s, 3H), 3.21 (s, 3H), 2.26-2.20 (M, 2H), 2.09-1.95 (m, 2H), 1.39 (s,

3H); *C NMR (100 MHz, CDCl5) &: 180.3, 157.8, 143.4, 133.8, 133.5, 129.1, 127.8,
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122.5 (2C), 113.7, 107.9, 55.2, 48.3, 40.5, 30.0, 26.1, 23.9; IR (KBr, cm'l): 1723,
1668, 1413; LRMS (El, 70 eV) m/z (%): 295 (M", 3), 161 (100); HRMS m/z (ESI)
calcd for C1gH22NO, ([M+H]") 296.1645, found 296.1654.

3-(2-Methoxyphenethyl)-1,3-dimethylindolin-2-one (3ad):

Yellow oil; *H NMR (400 MHz, CDCly) &: 7.29-7.22 (m, 2H), 7.12-

7.07 (m, 2H), 6.91 (d, J = 7.6 Hz, 1H), 6.84 (d, J = 7.6 Hz, 1H), 6.79-6.73 (m, 2H),
3.74 (s, 3H), 3.20 (s, 3H), 2.36-2.16 (m, 3H), 2.07-1.97 (m, 1H), 1.38 (s, 3H); °C
NMR (100 MHz, CDCls) &: 180.5, 157.4, 143.5, 134.0, 129.9, 129.7, 127.6, 127.1,
122.7, 122.3, 120.2, 110.1, 107.8, 55.1, 48.4, 38.1, 26.1, 25.6, 24.0; IR (KBr, cm™):
1716, 1614, 1471; LRMS (EIl, 70 eV) m/z (%): 295 (M, 1), 161 (100); HRMS m/z
(ESI) calcd for C1gH22NO, ([M+H]") 296.1645, found 296.1654.

3-(2-Bromophenethyl)-1,3-dimethylindolin-2-one (3ae):

Yellow oil; *H NMR (500 MHz, CDCls) &: 7.44 (d, J = 8.0 Hz, 1H),

7.30 (d, J = 8.0 Hz, 2H), 7.17-7.07 (m, 3H), 7.00 (t, J = 7.0 Hz, 1H), 6.88 (d, J = 7.0
Hz, 1H), 3.25 (s, 3H), 2.41-2.28 (m, 2H), 2.20-2.13 (m, 1H), 2.08-2.02 (m, 1H), 1.40
(s, 3H); °C NMR (125 MHz, CDCls) &: 180.2, 143.3, 140.7, 133.4, 132.6, 130.4,

127.8, 127.6, 127.4, 124.1, 122.7, 122.5, 107.9, 48.3, 38.3, 31.5, 26.2, 23.8; IR (KB,
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cm™): 1719, 1623, 1422; LRMS (El, 70 eV) m/z (%): 345 (M*+2, 2), 343 (M", 2), 161
(100); HRMS m/z (ESI) calcd for C1gH1sBrNO ([M+H]") 344.0652, found 344.0658.

3-(2-1odophenethyl)-1,3-dimethylindolin-2-one (3af):

Yellow oil; *H NMR (400 MHz, CDCls) &: 7.72 (d, J = 8.0 Hz, 1H),

7.34-7.26 (m, 2H), 7.20 (t, J = 7.2 Hz, 1H), 7.11-7.08 (m, 2H), 6.88 (d, J = 7.6 Hz,
1H), 6.82 (t, J = 7.2 Hz, 1H), 3.23 (s, 3H), 2.44-2.36 (m, 1H), 2.30-2.27 (m, 1H),
2.15-1.99 (m, 2H), 1.41 (s, 3H); *C NMR (100 MHz, CDCl3) §: 180.2, 144.0, 143.2,
139.3, 133.3, 1295, 128.3, 127.9, 127.8, 123.0, 122.5, 107.9, 100.0, 48.2, 38.6, 36.0,
26.2, 23.7; IR (KBr, cm™): 1708, 1633, 1413; LRMS (El, 70 eV) m/z (%): 391 (M", 3),
161 (100); HRMS m/z (ESI) calcd for CigHioINO ([M+H]") 392.0513, found
392.0519.

3-(3,5-Dimethylphenethyl)-1,3-dimethylindolin-2-one (3ag):

Yellow oil; *H NMR (400 MHz, CDCls) §: 7.29 (t, J = 7.6 Hz,

1H), 7.23 (d, J = 7.2 Hz, 1H), 7.10 (d, J = 7.6 Hz, 1H), 6.86 (d, J = 7.6 Hz, 1H), 6.77
(s, 1H), 6.66 (s, 2H), 3.22 (s, 3H), 2.29-2.17 (M, 2H), 2.23 (s, 6H), 2.08-1.95 (m, 2H),
1.39 (s, 3H); *C NMR (100 MHz, CDCl5) &: 180.4, 143.3, 141.3, 137.6, 133.7, 127.7,

127.4,126.1, 122.5, 122.4, 107.9, 48.4, 40.4, 30.7, 26.1, 23.9, 21.1; IR (KBr, cm™):
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1703, 1621, 1406; LRMS (El, 70 eV) m/z (%): 293 (M", 8), 161 (100); HRMS m/z
(ESI) calcd for CyoH2sNO ([M+H]") 294.1832, found 294.1828.
1,3-Dimethyl-3-(2-(pyridin-2-yl)ethyl)indolin-2-one (3ah):

7\

N

0
N
\ Yellow oil; *H NMR (400 MHz, CDCls) &: 8.45 (d, J = 4.8 Hz, 1H),

7.51 (t, J = 7.6 Hz, 1H), 7.29-7.20 (m, 2H), 7.09-7.04 (m, 2H), 7.00 (d, J = 7.6 Hz,
1H), 6.86 (d, J = 7.6 Hz, 1H), 3.24 (s, 3H), 2.53-2.19 (m, 4H), 1.42 (s, 3H); °C NMR
(100 MHz, CDCl5) &: 180.3, 160.9, 148.9, 143.1, 136.3, 133.5, 127.8, 122.7 (2C),
121.1, 107.9, 48.2, 37.8, 33.2, 26.1, 23.8; IR (KBr, cm™): 1716, 1618, 1431; LRMS
(El, 70 eV) m/z (%): 266 (M", 12), 161 (100); HRMS m/z (ESI) calcd for C17H19N,0O
([M+H]") 267.1492, found 267.1498.
1,3-Dimethyl-3-(2-(pyridin-3-yl)ethyl)indolin-2-one (3ai):

7\
N

—

O
N
\ Yellow oil; *H NMR (400 MHz, CDCls) &: 8.38 (d, J = 4.0 Hz, 1H),

8.21 (s, 1H), 7.38 (t, J = 7.6 Hz, 1H), 7.32 (t, J = 7.6 Hz, 1H), 7.23 (t, J = 7.2 Hz, 1H),
7.16-7.10 (m, 2H), 6.88 (d, J = 7.6 Hz, 1H), 3.20 (s, 3H), 2.34-2.26 (m, 2H), 2.25-
2.10 (m, 1H), 2.09-1.99 (m, 1H), 1.40 (s, 3H); **C NMR (100 MHz, CDCl5) &: 180.1,
149.7, 147.5, 143.3, 136.5, 135.8, 133.3, 128.1, 123.2, 122.8, 122.5, 108.2. 48.3, 39.6,

28.3, 26.2, 24.1; IR (KBr, cm™): 1721, 1632, 1431; LRMS (EI, 70 eV) m/z (%): 266
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(M*, 4), 161 (100); HRMS m/z (ESI) calcd for C17H1gN,O ([M+H]") 267.1492, found
267.1496.
1,3-Dimethyl-3-(2-(pyridin-4-yl)ethyl)indolin-2-one (3aj):

7

—

o
N
\ Yellow oil; *H NMR (400 MHz, CDCls) 8: 8.41 (d, J = 5.6 Hz, 2H),

7.34-7.28 (m, 1H), 7.22 (d, J = 6.8 Hz, 1H), 7.12 (t, J = 3.6 Hz, 1H), 6.96 (d, J = 6.0
Hz, 2H), 6.89 (d, J = 7.6 Hz, 1H), 3.22 (s, 3H), 2.33-2.24 (m, 2H), 2.17-1.98 (m, 2H),
1.41 (s, 3H); BC NMR (100 MHz, CDCl,) 6: 180.0, 150.2, 149.5, 143.2, 133.1, 128.0,
123.7, 122.7, 122.4, 108.1, 48.2, 38.7, 30.3, 26.1, 23.9; IR (KBr, Cm'l): 1723, 1646,
1406; LRMS (EI, 70 eV) m/z (%): 266 (M", 17), 161 (100): HRMS m/z (ESI) calcd
for C17H10N,0 ([M+H]") 267.1492, found 267.1480.

1,3-Dimethyl-3-(2-(thiophen-2-yl)ethyl)indolin-2-one (3ak):

37N

o

N
\ Brown oil; '"H NMR (500 MHz, CDCls) &: 7.29 (d, J = 7.5 Hz, 1H),

7.21(d, J = 7.0 Hz, 1H), 7.09 (t, J = 7.5 Hz, 1H), 7.04 (t, J = 5.0 Hz, 1H), 6.87-6.82
(m, 2H), 6.64 (d, J = 3.5 Hz, 1H), 3.21 (s, 3H), 2.57-2.49 (m, 1H), 2.40-2.30 (m, 2H),
2.14-2.07 (m, 1H), 1.41 (s, 3H); *C NMR (125 MHz, CDCl3) &: 180.0, 144.1, 143.3,
133.4, 127.9, 126.5, 124.0, 123.0, 122.6, 122.5, 108.0, 48.1, 40.1, 26.1, 25.0, 23.8; IR
(KBr, cm™): 1731, 1651, 1422, 896; LRMS (EI, 70 eV) m/z (%): 271 (M, 2), 161

(100); HRMS m/z (ESI) calcd for C16H1gNOS ([M+H]") 272.1111, found 272.1116.
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1,3-Dimethyl-3-(2-(quinolin-8-yl)ethyl)indolin-2-one (3al):

Brown oil; '"H NMR (500 MHz, CDCls) &: 8.86 (d, J = 4.0 Hz, 1H),
8.04 (d, J = 8.0 Hz, 1H), 7.57 (d, J = 4.5 Hz, 1H), 7.35-7.23 (m, 5H), 7.06 (t, J = 7.5
Hz, 1H), 6.82 (d, J = 7.5 Hz, 1H), 3.21 (s, 3H), 3.00-2.94 (m, 2H), 2.44-2.38 (m, 1H),
2.32-2.26 (m, 1H), 1.41 (s, 3H): *C NMR (125 MHz, CDCls) &: 180.6, 149.1, 146.6,
143.3, 140.3, 136.0, 133.9, 128.6, 128.1, 127.6, 126.0 (2C), 122.8, 122.3, 120.7, 107.8,
48.5, 38.7, 26.8, 26.1, 24.1; IR (KBr, Cm'l): 1703, 1632, 1418, 982; LRMS (ElI, 70 eV)
m/z (%): 316 (M", 1), 156 (100); HRMS m/z (ESI) calcd for CH21N,O ([M+H])
317.1656, found 317.1648.

1,3-Dimethyl-3-(2-phenylpropyl)indolin-2-one (3am):

Yellow oil; *H NMR (400 MHz, CDCl) &: 7.14 (t, J = 7.6 Hz, 1H),

7.08-7.00 (m, 3H), 6.93-6.85 (m, 4H), 6.72 (d, J = 8.0 Hz, 1H), 3.21 (s, 3H), 2.42-
2.37 (m, 1H), 2.33-2.28 (m, 1H), 2.20-2.15 (m, 1H), 1.30 (s, 3H), 1.04 (d, J = 6.8 Hz,
3H); 3¢ NMR (100 MHz, CDCls) &: 180.7, 147.3, 143.0, 133.4, 128.0, 127.4, 126.6,
125.7, 122.9, 122.3, 107.8, 48.2, 46.1, 37.2, 26.1, 26.0, 22.7; IR (KBr, Cm'l): 1709,
1665, 1412; LRMS (EI, 70 eV) m/z (%): 279 (M, 6), 161 (100); HRMS m/z (ESI)
calcd for C1gH2,NO ([M+H]") 280.1696, found 280.1694.

1,3-Dimethyl-3-(2-methyl-2-phenylpropyl)indolin-2-one (3an):
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Yellow oil; *"H NMR (400 MHz, CDCl3) &: 7.13-7.02 (m, 4H), 6.97

(d, J = 7.6 Hz, 2H), 6.72-6.63 (m, 3H), 2.9 (s, 3H), 2.54 (d, J = 14.4 Hz, 1H), 2.29 (d,
J=14.4 Hz, 1H), 1.23 (s, 3H), 1.10 (s, 3H), 1.05 (s, 3H): 13C NMR (100 MHz, CDCl,)
0: 180.4, 148.2, 142.5, 132.7, 127.4, 126.9, 125.9, 125.3, 123.9, 121.7, 107.5, 51.5,
47.4, 37.8, 31.0, 28.3, 28.1, 26.0; IR (KBr, Cm'l): 1721, 1653, 1401; LRMS (EI, 70
eV) m/z (%): 293 (M", 5), 161 (100); HRMS m/z (ESI) calcd for CooH24NO ([M+H]")
294.1781, found 294.1798.

1-Benzyl-3-(3,5-dimethylphenethyl)-3-methylindolin-2-one (3bg):

Bn Yellow oil; *H NMR (400 MHz, CDCly) &: 7.30-7.21 (m, 6H),

7.18 (d, J = 7.6 Hz, 1H), 7.13 (t, J = 7.6 Hz, 1H), 7.07-6.68 (m, 4H), 4.99 (d, J = 16.0
Hz, 1H), 4.87 (d, J = 16.0 Hz, 1H), 2.34-2.20 (m, 2H), 2.23 (s, 6H), 2.09-2.00 (m, 2H),
1.44 (s, 3H); BC NMR (100 MHz, CDCls) 6: 180.4, 1425, 141.4, 137.7, 133.8, 128.7,
127.6, 127.5 (2C), 127.2, 126.2, 126.1, 122.5 (2C), 109.0, 48.4, 43.6, 40.5, 30.9, 24.2,
21.1; IR (KBr, cm™): 1703, 1621, 1406; LRMS (EI, 70 eV) m/z (%): 369 (M", 1), 237
(100); HRMS m/z (ESI) calcd for CgHogNO ([M+H]") 370.2165, found 370.2166.

3-(3,5-Dimethylphenethyl)-1,3,5-trimethylindolin-2-one (3eg):
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Yellow oil; *H NMR (400 MHz, CDCls) &: 7.08 (d, J = 6.0 Hz,

1H), 7.03 (s, 1H), 6.75 (t, J = 6.4 Hz, 2H), 6.67 (s, 2H), 3.20 (s, 3H), 2.37 (s, 3H),
2.27-2.19 (m, 2H), 2.20 (s, 6H), 2.08-1.94 (m, 2H), 1.37 (s, 3H); 3C NMR (100MHz,
CDCl3) 6: 180.3, 141.4, 140.9, 137.6, 133.7, 132.0, 127.4, 126.1, 123.3, 107.6, 48.4,
40.4,30.7, 26.9, 23.9, 21.1 (2C); IR (KBr, cm™): 1711, 1655, 1432; LRMS (EI, 70 eV)
m/z (%): 307 (M", 5), 175 (100); HRMS m/z (ESI) calcd for CyHsNO ([M+H]")
308.2009, found 308.2008.

3-(3,5-Dimethylphenethyl)-5-methoxy-1,3-dimethylindolin-2-one (3fg):

Yellow oil; *H NMR (400 MHz, CDCls) &: 6.83-6.79 (m,

2H), 6.75 (d, J = 8.4 Hz, 2H), 6.65 (s, 2H), 3.82 (s, 3H), 3.19 (s, 3H), 2.29-2.19 (m,
2H), 2.20 (s, 6H), 2.08-1.92 (m, 2H), 1.37 (s, 3H); *C NMR (100 MHz, CDCls) &:
180.0, 156.2, 141.3, 137.6, 137.0, 135.3, 127.4, 126.1, 111.7, 110.3, 108.1, 55.8, 48.9,
40.5, 30.8, 26.2, 24.0, 21.1; IR (KBr, cm™): 1708, 1621, 1493; LRMS (EI, 70 eV) m/z
(%): 323 (M*, 12), 191 (100); HRMS m/z (ESI) calcd for CyiHzNO, ([M+H])
324.1965, found 324.1968.

3-(3,5-Dimethylphenethyl)-1,3-dimethyl-5-(trifluoromethyl)indolin-2-one (3gg):
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Yellow oil; *H NMR (500 MHz, CDCls) &: 7.56 (d, J = 8.0

Hz, 1H), 7.41 (s, 1H), 6.91 (d, J = 8.0 Hz, 1H), 6.77 (s, 1H), 6.62 (s, 2H), 3.24 (s, 3H),
2.32-2.18 (m, 2H), 2.22 (s, 6H), 2.09-2.00 (M, 2H), 1.41 (s, 3H); *C NMR (125 MHz,
CDCls) &: 180.2, 146.3, 140.6, 137.7, 134.3, 127.6, 126.0, 125.6 (d, J = 12.8 Hz, 1C),
124.1 (q, J = 186.6 Hz, 1C), 119.5 (d, J = 3.5 Hz, 1C), 107.6, 48.4, 40.0, 30.7, 26.3,
23.9, 21.1; IR (KBr, cm™): 1716, 1624, 1416; LRMS (EI, 70 eV) m/z (%): 361 (M, 1),
229 (100); HRMS m/z (ESI) calcd for CyH.3FsNO ([M+H]) 362.1730, found
362.1726.

3-(3,5-Dimethylphenethyl)-1,3,7-trimethylindolin-2-one (3hg):

Yellow oil; *H NMR (400 MHz, CDCls) &: 7.05 (d, J = 6.4 Hz,

1H), 7.02-6.96 (m, 2H), 6.77 (s, 1H), 6.66 (s, 2H), 3.50 (s, 3H), 2.60 (s, 3H), 2.27-
2.13 (m, 2H), 2.22 (s, 6H), 2.09-1.90 (m, 2H), 1.36 (s, 3H); *C NMR (100 MHz,
CDCl3) 6: 181.1, 141.3, 141.0, 137.6, 134.3, 131.4, 127.4 (2C), 126.1 (2C), 122.4,
120.3, 119.5, 47.7, 40.7, 30.7, 29.4, 24.3, 21.1, 19.0; IR (KBr, cm™): 1715, 1662,
1413; LRMS (El, 70 eV) m/z (%): 307 (M", 4), 175 (100); HRMS m/z (ESI) calcd for

Ca0H26NO ([M+H]") 308.2009, found 308.2008.
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7-Chloro-3-(3,5-dimethylphenethyl)-1,3-dimethylindolin-2-one (3ig):

Yellow oil; *H NMR (500 MHz, CDCls) &: 7.20 (d, J = 8.0 Hz,
1H), 7.08 (d, J = 7.0 Hz, 1H), 6.99 (d, J = 7.5 Hz, 1H), 6.77 (s, 1H), 6.64 (s, 2H), 3.57

(s, 3H), 2.30-2.18 (m, 2H), 2.25 (s, 6H), 2.07-1.92 (m, 2H), 1.37 (s, 3H); *C NMR
(125 MHz, CDCl3) &: 180.5, 140.8, 139.2, 137.7, 136.5, 130.0, 127.5, 126.1, 123.3,
120.9, 115.4, 48.1, 405, 30.7, 29.4, 24.3, 21.1; IR (KBr, cm™): 1716, 1635, 1423;
LRMS (EI, 70 eV) m/z (%): 327 (M*, 1), 197 (32), 195 (100); HRMS m/z (ESI) calcd
for CaoH3CINO ([M+H]") 328.1463, found 328.1461.

3-(3,5-Dimethylphenethyl)-7-iodo-1,3-dimethylindolin-2-one (3jg):

Yellow oil; *H NMR (400 MHz, CDCl3) &: 7.67 (d, J = 7.6 Hz,
1H), 7.14 (d, J = 7.2 Hz, 1H), 6.78 (t, J = 7.6 Hz, 2H), 6.63 (s, 2H), 3.58 (s, 3H), 2.30-

2.14 (m, 2H), 2.23 (s, 6H), 2.07-1.91 (m, 2H), 1.36 (s, 3H); °C NMR (100 MHz,
CDCls) 5: 180.9, 143.6, 140.8, 140.3, 137.7, 136.8, 127.5, 126.1 (2C), 124.2, 122.2,
71.6, 47.9, 40.4, 30.7, 29.9, 24.3, 21.2; IR (KBr, cm™): 1716 1489, 1460; LRMS (EI,
70 eV) miz (%): 419 (M*, 1), 287 (100); HRMS m/z (ESI) calcd for CyoHx3INO

([M+HT") 420.0826, found 420.0833.
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3-(3,5-Dimethylphenethyl)-1,3,6-trimethylindolin-2-one  (3kg) and  3-(3,5-

Dimethylphenethyl)-1,3,4-trimethylindolin-2-one (3kg’)

3kg : 3kg' = 2:1 'H NMR (400 MHz, CDCls) 8: 7.22-7.16 (m,

1H), 7.09 (d, J = 7.6 Hz, 0.5H), 6.90 (d, J = 7.2 Hz, 0.5H), 6.86-6.82 (m, 1H), 6.76 (s,
1.5H), 6.70-6.62 (m, 4.5H), 3.19 (s, 1.5H), 3.18 (s, 3H), 2.39 (s, 1.5H), 2.35 (s, 3H),
2.34-2.17 (M, 12H), 2.14-1.91 (m, 3H), 1.45 (s, 1.5H), 1.35 (s, 3H); *C NMR (100
MHz, CDCls) &: 180.6, 180.3, 143.5, 143.3(2C), 141.1, 137.6, 137.5, 137.4, 134.0,
130.6, 130.0, 127.5, 127.3, 126.0 (2C), 124.9, 122.9, 122.1, 108.8, 105.6, 49.3, 48.1,
40.4, 38.2,30.7, 31.2, 26.0, 25.9, 23.9, 22.3, 21.0, 20.9, 18.1, 14.1.

3-(3,5-Dimethylphenethyl)-1-methyl-3-phenylindolin-2-one (3lg):

Yellow oil; *H NMR (500 MHz, CDCl3) &: 7.38-7.34 (m, 3H),

7.30-7.26 (M, 3H), 7.23-7.20 (m, 1H), 7.17-7.14 (m, 1H), 6.92 (d, J = 8.0 Hz, 1H),
6.79 (s, 1H), 6.70 (s, 2H), 3.22 (s, 3H), 2.71 (d, J = 4.0 Hz, 1H), 2.47-2.41 (m, 1H),
2.37-2.31 (m, 1H), 2.24 (s, 6H), 2.15-2.10 (m, 1H); **C NMR (125 MHz, CDCl5) &:
178.3, 143.9, 141.1, 140.0, 137.7, 131.9, 128.5, 128.2, 127.5, 127.2, 126.8, 126.1,

124.7, 122.7, 108.3, 56.6, 39.8, 30.8, 26.3, 21.1; IR (KBr, cm™): 1716, 1681, 1422;
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LRMS (El, 70 eV) m/z (%): 355 (M", 1), 223 (100); HRMS m/z (ESI) calcd for
CasH2NO ([M+H]") 356.2016, found 356.2019.

3-(3,5-Dimethylphenethyl)-1-methyl-3-(o-tolyl)indolin-2-one (3mg):
(L
N

\ Yellow oil; *H NMR (400 MHz, CDCls) &: 7.66 (d, J = 8.0 Hz,
1H), 7.31 (t, J = 7.2 Hz, 1H), 7.24 (t, J = 6.4 Hz, 1H), 7.16 (t, J = 7.6 Hz, 1H), 7.06-
7.01 (m, 2H), 6.90 (t, J = 7.6 Hz, 2H), 6.81 (s, 1H), 6.71 (s, 2H), 3.34 (s, 3H), 2.77-
2.66 (M, 1H), 2.49-2.29 (m, 2H), 2.25 (s, 6H), 2.04-1.94 (m, 1H), 1.67 (s, 3H); *°C
NMR (100 MHz, CDCl) &: 178.7, 144.0, 141.3, 138.1, 137.8, 136.9, 132.8, 132.0,
128.0, 127.6, 127.4, 127.3, 126.2, 125.9, 123.2, 123.1, 107.7, 55.9, 40.5, 29.4, 26.2,
21.2,19.3; IR (KBr, cm™): 1709, 1665, 1412; LRMS (El, 70 eV) m/z (%): 369 (M", 2),
147 (100); HRMS m/z (ESI) calcd for CosH2sNO ([M+H]") 370.2165, found 370.2166.

(3-(3,5-Dimethylphenethyl)-1-methyl-2-oxoindolin-3-yl)methyl acetate (3ng):

Yellow oil; *H NMR (400 MHz, CDCls) &: 7.32 (t, J = 7.6 Hz,

1H), 7.26 (d, J = 8.8 Hz, 1H), 7.10 (t, J = 7.2 Hz, 1H), 6.86 (d, J = 7.6 Hz, 1H), 6.77
(s, 1H), 6.63 (s, 2H), 4.53 (d, J = 10.8 Hz, 1H), 4.18 (d, J = 10.8 Hz, 1H), 3.22 (s, 3H),
2.28-2.21 (m, 2H), 2.22 (s, 6H), 2.10-2.05 (m, 2H), 1.85 (s, 3H); *C NMR (100 MHz,

CDCly) 6: 177.2, 170.2, 144.2, 140.7, 137.7, 129.3, 128.4, 127.6, 126.1, 123.3, 122.6,
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107.9, 67.3, 52.5, 35.4, 29.9, 26.1, 21.1, 20.5; IR (KBr, cm™): 1712, 1617, 1408;
LRMS (EI, 70 eV) m/z (%): 351 (M", 1), 159 (100); HRMS m/z (ESI) calcd for
C2oH26NO3 ([M+H]+) 352.1907, found 352.1902.

3-(3,5-Dimethylphenethyl)-1-methylindolin-2-one (309):

Yellow oil; *H NMR (400 MHz, CDCI3) &: 7.30 (t, J = 8.0 Hz, 2H),

7.08 (t, J = 8.0 Hz, 1H), 6.85-6.80 (m, 4H), 3.49 (t, J = 6.4 Hz, 1H), 3.21 (s, 3H),
2.69-2.52 (m, 2H), 2.29-2.20 (m, 2H), 2.26 (s, 6H); *C NMR (100 MHz, CDCls) &:
177.7,144.4,141.2, 137.8, 129.0, 127.9, 127.6, 126.3, 123.8, 122.3, 107.9, 45.0, 32.4,
31.8, 26.1, 21.2; IR (KBr, cm™): 1706, 1681, 1415; LRMS (EI, 70 eV) m/z (%): 279
(M*, 2), 147 (100); HRMS m/z (ESI) calcd for C19H2,NO ([M+H]") 280.1696, found
280.1698.

3-(2-(3,5-Dimethylphenyl)-1-phenylethyl)-1-methylindolin-2-one (3pg):

Yellow oil; '"H NMR (400 MHz, CDCly) &: 7.37-7.34 (m, 1H),
7.18 (t, J = 6.0 Hz, 2H), 7.14-7.10 (m, 4H), 6.87 (d, J = 6.0 Hz, 3H), 6.76 (s, 2H),

3.88 (d, J = 2.0 Hz, 1H), 3.39 (s, 3H), 3.22-3.19 (m, 1H), 3.02-2.98 (m, 1H), 2.48-
2.43 (m, 1H), 2.30 (s, 6H); *C NMR (100 MHz, CDCly) &: 171.2, 141.8, 140.0, 138.3,

138.0, 129.9, 128.6, 128.2, 128.0, 127.3, 127.0, 126.7, 126.3, 123.4, 114.7, 50.5, 44.4,
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36.0, 29.6, 21.3; IR (KBr, cm™): 1719, 1665, 1403; LRMS (EIl, 70 eV) m/z (%): 355
(M*, 3), 236 (100); HRMS m/z (ESI) calcd for CosHo6NO ([M+H]") 356.2009, found

356.2006.

(C) Reference

[1] &) T. Wu, X. Mu, Y.-L. Guo, G.-S. Liu, Angew. Chem. Int. Ed. 2011, 50 ,12578;
b) H. Wei, T. Piou, J. Dufour, L. Neuville, J. Zhu, Org. Lett., 2011, 13, 2244; c)
X. Mu, T. Wu, H.-Y. Wang, Y.-L. Guo, G.-S. Liu, J. Am. Chem. Soc. 2012, 134,
878.

[S2] T. Nishio, K. Iseki, N. Araki, T. Miyazaki, Helv. Chim. Acta. 2005, 88, 35.

[S3] A. Pinto, Y. Jia, L. Neuville, J. Zhu, Chem. Eur. J. 2007, 13, 961.
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(D) Spectra

1,3-Dimethyl-3-phenethylindolin-2-one (3aa)
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1,3-Dimethyl-3-phenethylindolin-2-one (3aa)
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1,3-Dimethyl-3-(4-methylphenethyl)indolin-2-one (3ab)
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(2-Methoxyphenethyl)-1,3-dimethylindolin-2-one (3ad)
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3-(2-Bromophenethyl)-1,3-dimethylindolin-2-one (3ae)
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C-zmb2013-1-4-11

NAME zmb2013-1-4-11
EXPNO 2
FROCNO 1
Date_ 20130104
Time 14.02
INSTRUM spect
PROBHD 5 mm PABBO BE-
PULFROG zgpg30
TD 65536
SOLVENT CDC13
NS 110
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 E=z
AQ 1.1010548 sec
RG 2050
D 16.800 usec
DE 6.50 usec
TE 292.3 K
D1 2.00000000 sec
D1l 0.03000000 sec
DO 1
=== CHANNEL f] =wessaxc==
13C
9.80 usec
2.80 dB

52.46661758 W
125.7703643 MHz

3-(2-Bromophenethyl)-1,3-dimethylindolin-2-one (3ae)
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me====== CHANNEL [2 ========
CFDPRGZ waltzlg
NUC2 1H
ECPDZ 80.00 usec
PLZ 2.00 dB
PL12 16.85% dB
PL13 16.70 dB
PLZW 9.90558243 W
PL12ZW 0.32127732 W
PL13W 0.3356448L W
SF02 50C.1320005 MHz
51 32768
. : SF 125.7577995 MH=z
| i WD no
1 558 0
40 120 LB 0.00 Hz
GE o
PC 1,40
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3-(2-1odophenethyl)-1,3-dimethylindolin-2-one (3af)

MUY MMENOOE N OO ANTONNYMDONYMN T AN~ O PONNRA RN oD
COWOWN —AAPRAR NSO N VO AT TANCSONMANON YRR NMANO TSNS DN OONND
OO NGNNNS A~ A D000 000N ORNODRDNTTTOOMNHNNNNNN A~~~ OO0 O0 OO0
e DWW W W DWW M O 00 00000 0 0 O 0 O 0] O O 0 O O 00 0 O N
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oo

oo
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Current Data Parameters

NAME 20130120-1jh-znb-06
EXPNO 10
FROCNO 1

FZ = Acguisition Parameters
Date_ 20130120

Time 13.13
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zg30

TD 65536
SOLVENT cDC13

NS 16

Ds 2

SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0824465 sec
RG 32

DW 62.400 usec
LE 6.50 usec
TE 288.8 K

ol 1.00000000 sec
TDO 1

g IO W— B, B, W T

CHANNEL f1 ========

400.1324710 MH=z
1H
10.67 usec
14.00000000 W

= Processing parameters

65536
400.1300102 MHz
EM
0.30 Hz
1.00



3-(2-1odophenethyl)-1,3-dimethylindolin-2-one (3af)
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FZ = Acguisition Parameters

Date 20130120

Time 13.20

INSTRUM spect

PROBHD 5 mm PABRO BB/

PULPROG zgpg30l

TD 65536

SOLVENT cDCl3

NS 85

Ls 4

SWH 24038.461 H=

FIDRES 0.3667%8 H=z

AQ 1.3631488 sec

RG 128

DW 20.800 usec

LE 6.50 usec

TE 289.1 K

Cl 2.00000000 sec

D11 0.03000000 se=c

TLG 1

======== CHANNEL fl ========

SF01 100.6228293 MH=z

NUC1 13cC

Pl 10.27 usec

PLW1 1.00000000 W

llllllll CHANN f2 ========

SFO2 400.1316005 MHz

NUC2 H

CPDFRG[2

PCPDZ

PLWZ

PIW1Z

FPLW13 0.15%332000

F2 - ss5ing parameters

o1 32768

SF 100.6127783 MH=z=
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O -10 pgal ? i e

GB 0

PC 1.40



3-(3,5-Dimethylphenethyl)-1,3-dimethylindolin-2-one (3ag)
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Current Data Parameters

NAME 20121213-1jh-zmb-01
EXFNO 10
PROCNO 1

FZ = Acguisition Parameters
] 20121213

14.57
spect
5 mm PABRO BB/
zg30
65536
SOLVENT cDC13
NS 16
Ds 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 3z
DW 62.400 usec
LE 6.50 usec
TE 280.8 K
Dl 1.00000000 sec

F 400.1324710 MH=z

1H
10.67 usec

14.00000000 W

F2 - Processing parameters
51 65536
8F 400.1300196 MHz
Wwow EM
55B 0
LB 0.30 Hz
GB 0
PC 1.00
. !
U Y. ¥ VI N
...... T T T S T S T
9 8 7 5] 5 4 3 1 0 ppm

o [co | |w|=t|eg o
et A i e R s R
Sle=lo|=lol~ o~
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EXFNO

~
(@)
©
o
~—
(<5}
c
o X 11
n/__ PROCNO ]
1
c FZ = Acguisition Parameters
o — Date 20121213
IO Time 14,59
S spect
c 5 mm PABRO BB/
— Hiﬂmwc
_— 65536
m; SOLVENT cDCl3
NS 21
w DS 4
m SWH 24038, 461 H=z
FIDRES 0.3667%8 H=z
— AQ 1.3631488 sec
o el Prigge
: RG 80.6
o DW 20.800 usec
- LE 6.50 usec
— TE 291.2 K
Py b1 2.00000000 sec
w 011 0.03000000 sec
TLG 1
<
a mmmmooo= CHANNEL fl ========
SFO 0.6228203 MH=z
c FO1 100.62282593 MH
o5} NUC1 13c
~ F1 10.27 usec
o PLW1 732.00000000 W
< X 1 | A A N I I e CHANNEL f2 ========
..hl SFO2 400.1316005 MHz
NUC2 1H
Q CPDPRG[2 waltzlé
m FCFDZ 30.00 usec
S~ PLWZ 0 0000 W
@] PIN12 13678000 W
_k_d 0.15832000 W
™
~
1 ; )
SF 100.61278B05 MH=
o 3 (4]
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 m.m.w__ o 1.00 Hz
GB 0
PC 1.40
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1,3-Dimethyl-3-(2-(pyridin-2-yl)ethyl)indolin-2-one (3ah)

znb-05

Ll

3.237
2.527
2.516
2.494
2.484
2.464
2.434
2.419
2.407
2.391
2.379
2.354
2.330
2.318
2.301
2.289
2.259
25258
2.236
2.226
2.204
2,193
1.422

B\

p———""

o<

L 5

Current Data Parameters

10

e

MNAME 20130120-1jh—-znb-05
EXPNC 10
PROCNO 1
F2 — Acquisition Parameters
Date_ 20130120
Time 12.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8012.820 H=z
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 3z
oW 62.400 usec
DE 6.50 usec
TE 288.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MH=z
NUC1 1H
Pl 10.67 usec
PLW1 14.00000000 W
F2 - Processing parameters
51 65536
SF 400.1300034 MHz
WDW EM
55B a
LB 0.30 H=z
GB 4]
PC 1.00
T

ppm
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—148.221
—37.837

—33.171
—26.135
——23,752

2_
~
<

llllllll CHANN
SFO2
NUC2
CFDFRG[2
FCED2
PLWZ
PLW1Z2

ssing paramet

~
e
©
(3]
~—
(<5}
o= EXPNO
n_u FROCNO
n.ﬂ_ FZ - Acguisition Parameters
c Date 20130120
_— - 13.06
spect
lm 5 mm PABRO BB/
zgpg30l
= 65536
= SOLVENT cDC13
N DS 4
e} SWH 24038.,461 H=
[«B] FIDRES 0.3667%8 H=z
o AQ 1.3631488 sec
> RG 80.6
! oW 20.800 usec
2 LE 6.50 usec
c TE 289.1 K
o — D1 2.00000000 sec
D11 0.03000000 se=c
.n TLG 1
N SF01 100.6228293 MH=z
nﬁ_ NUC1 13cC
Pl 10.27 usec
~ PLW1 73.00000000 W
@
>
£
=
m
1
™
—

32768
100.6127776 MH=z=
..........................._........._................................................................................‘....._.._........._...-....._........._........._........._.....,..........._..................................zg . EM
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 _uq_ E o 1.00 Hz
GB O
1.40
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znb-07

==

\ 7

1,3-Dimethyl-3-(2-(pyridin-3-yl)ethyl)indolin-2-one (3ai

R S

CONMDTONO O NTOI-MNN MO
OMNOOOERNTHNANODOUTNORYTND0S
Lo s T T B B B B B B e B I I I B = = = = - S
00 O O 0 0 O 00 0 0 00 00 0 0 0 0 0 00 0 00 0 0 e e

R e

—=0.000

o)

Current
NAME
EXPNO
PROCNO

Data Parameters

20130120-1jh-znb-07
10
1

FZ = Acguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES

20130120
13.26
spect

5 mm PABRO BB/
z2g30
65536
cDC13
ie
2
8012.820 H=
0.122266 Hz
4.0894465 sec
64
62,400 usec
6.50 usec
288.6 K
1.06000000 sec

s=m=mmm= CHANNEL fl =sc=ooo=

400.1324710 MH=z
1H
10.67 usec
14.00000000 W

F2 - Processing parameters

51 65536

8F 400.1300043 MHz

Wwow EM

S5B i

LB 0.30 Hz

GB ]

FC 1.00
ppm
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llllllll CHANN
SFO2
NUC2
CFDFRG[2
FCED2
PLWZ
PLW1Z2
FLW13

ssing paramet

©
o
~
[
= EXPNOD 1
? —— PROCNO
N
1 / \ FZ = Acguisition Parameters
c Date 20130120
—_ - 13.35
(@] o spect
o 5 mm PABRO BB/
Zgpg 30
c =~ rmmmwm
— _“ SOLVENT cDCl3
> NS 128
< DS 1
- SWH 24038, 461 H=z
2 FIDRES 0.366798 Hz
— AQ 1.3631488 sec
NJ RG 64
oW 20.800 usec
1 b} .50 usec
@ LE 6.50
c TE 289.2 K
—_ D 2.00000000 sec
a § 2.00000000
= 011 0.03000000 sec
|- TLG 1
>
o ======a== CHANNEL fl ========
(_\ SF01 100.6228293 MH=z
NUC1 13g
MUW Fl 10.27 usec
1 PLW1 73.00000000 W
@
>
e
e
£
1
@
—

32768
SF 100.6127670 MH=
L B . EM
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 _uq_ E o 1.00 Hz
GB O
1.40
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1,3-Dimethyl-3-(2-(pyridin-4-yl)ethyl)indolin-2-one (3aj)
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zmb-04
') J ') r L = MW o N oW s ~oy W o~ uy a0 s oo
™ ) r BZP.. nooo _rr_...r_.Jﬂ_.eﬂ_...J_.l. Oy e o o0 O
o = HANNNNN A~ A ~2000 > o o =
. ﬁ/‘/_ ﬁ/ 2?2? ../ ﬁ/ . .

8.418
8.404
7.338
7.321
7.319
7.302
7.299
7.283
7.229
7.212
7.134
7.115
7.096
6.963
6.948
6.896
6.877

\
Z
§

Current Data Parameters

NAME 20130109-1jh-zmb—-04
EXPNO 10
FROCNO 1
=
= FZ = Acguisition Parameters
p Date_ 20130109
Time 19.24
INSTRUM spect
o PROBHD 5 mm PABRO BB/
PULPROG zg30
T 65536
=" SOLVENT cDC13
NS 16
Ds 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0824465 sec
RG 3z
DW 62.400 usec
LE 6.50 usec
TE 284.5 K
ol 1.00000000 sec
TDO 1

= CHANNEL fl =m=======
400.1324710 MH=z
1H
10.67 usec
14.00000000 W

F2 - Processing parameters
51 65536
8F 400.1300011 MHz
Wwow EM
S5B 0

— LB 0.30 Hz
GEB 0

‘ FC .00
L A . Aol L}c__ﬂrr |:_\._L!I._ !
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ss5ing parameters

~
(o
[§]
(8]
N—r
[«B]
S =
? 75N
N o iy
F£ = AcCg E |
1 L 2 Acguisition Parameters
c Date_ 20130109
= Time 19.27
o o | INSTRUM spect
o] PROBHD 5 mm PABRO BB/
cC - PULPROG zgpg 3l
—_ = D 65536
e SOLVENT cDCl3
> NS 34
h Ds 4
= SWH 24038.,461 H=
=3 FIDRES 0.366798 Hz
WJ AQ 1.3631488 sec
A__. .w_,_..,n u__r_m...“.m usac
1 DE 6.50 usec
c TE 284.3% K
— ol 2.00000000 sec
© 01l 0.03000000 sec
o TDO 1
w mmmoas e r.qmb.y.zm..l. H.-I Sz ez
~ SFO1 100.6228293 MHz
! NUC1 13C
,2. Pl 10.27 usec
; I 00000 W
o
L T O [ A [ [ ———— L € & 1§ 1L 1 ' L S A ———
> -1316005 MEHz
- NUC2 1H
= CEDFRG[2 waltzl6
PCPD2 90.00 usec
e PLWZ 0000 W
— PLW1Z 13678000 W
(&) PLW13 0.15933000 W
1
™
H ST 32768
A SF 100.6127797 MHz
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 pont o b
GB o
1.40

Electronic Supplementary Material (ESI) for Chemical Communications

This journal is © The Royal Society of Chemistry 2013



C><)

BRUKER

(<O

H-zmb2013-8-28-02

NAME zmb2013-8-28-02
EXPHO 1
PROCNO 1
Date_ 20130828

Time 1z.08
INSTRUM spect
FROBHD 5 mm PABBC BB-
FPOLPROG zg30

D 65536
SOLVENT CcpCl3

NS 16

0s 2

SWH 10330.578 Hz
FIDRES 0.157632 Hz
G 3.1719923 sec
RG " 124

oW 48.400 usec
DE 6.50 usec
TE 268.0 K
Dl 1.00000000 sec
TDO 1
s====mw= CHANNEL fl =======—
NUC1 1H

Pl 14.00 usec
PFL1 1.00 dB
BL1W 12.47038937 W
SFOl 500.1330885 MH=z
SI 32768

SF 500.1300167 MHz
WOW EM

SsB 0

LB 0.30 Hz
GB o

EBC 1.00

1,3-Dimethyl-3-(2-(thiophen-2-yl)ethyl)indolin-2-one (3ak):
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@ C-zmb2013~-8-28-02
c NAME zmb2013-8-28-02
o EXPNO 2
1 PROCHO 1
o Date_ 20130828
1 Time 12.14
c INSTRUM spect
= PROBHD 5 mm PABBC BB-
(@) PULFROG zgpg30
© TD 65536
c SOLVENT €DCl3
= NS 88
= DS q
> SWH 29761.904 Hz
e FIDRES 0.454131 Hz
ﬂ AQ 1.1010548 sec
=2 RG . 2050
-_— DW 16.800 usec
NJ DE 6.50 usec
o~ TE 269.6 K
1 D1 2.00000000 sec
c D11 0.03000000 sec
(<3 TDO 1
< CHANNEL f£1
— ——————
m. NUC1 13C
- — Pl 9.00 usec
e PL1 1.00 dB
N PLIW 79.41143799 W
7__ SFO1 125.7703643 MHz
~ ======== CHANNEL f2 ========
o™ CPDPRG2 waltz16
[ NUC2 1H
w PCFD2Z B0.00 usec
- PL2 1.00 dB
- PL12 16.14 dB
o3 PL13 16.14 dB
= PL2W 12.47038937 W
= i PR P . el ek - i caupiars PL12W 0.3818B38B3 W
a PL13W 0.38183883 W
. SFO2 500.1320005 MHz
o T = T T T T T T T T T T SI 32768
< SF 125.7577994 MHz
“ 200 180 160 140 120 100 80 60 40 20 0 ppm el =]
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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H-zmb2013-8-28-1

HAME zmb2013-8-28-01
EXPNO 1
FROCHNC 1
Date_ 20130828
Time 11.42
INSTRUM spect
FROBHD 5 mm FABBO EB-
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
Ds 2
SWH 10330.578 Hz
FIDRES 0.157632 Hz
RO 3.1719923 sec
RG . 57
oW 48.400 usec
DE €.50 usec
TE 268.3 K
Dl 1.00000000 sec
TDO 1
mem====mm CHANNEL f]l ==——====
HUC1 1H
Pl 14.00 usec
PLL 1.00 dB
PL1W 12.47038937 W
SFO1 500.1330EE5 MHz
51 32768
SF 500.1300164 MHz
WDW EM
S5B Q
LB 0.30 H=z
GB 4]
BPC 1.00

x— — — lLr.‘. Ah_| .Lr[) L

1,3-Dimethyl-3-(2-(quinolin-8-yl)ethyl)indolin-2-one (3al):
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c NAME zmb2013-8-28-01
o) EXPNO 2
T PROCNO L
o Date_ 20130828
! Time 11.47
c INSTRUM spect
—_ PROBHD 5 mm PABBO BB-
o PULPROG zgpg30
© TD 65536
(- SOLVENT CDC13
= NS 61
= DS 4
> SWH 29761.904 Hz
ey FIDRES 0.454131 Hz
ﬂ AQ 1.1010548 sec
= RG . 2050
_— DwW 16.800 usec
_VJ DE 6.50 usec
o0 TE 269.6 K
T D1 2.00000000 sec
c D11 0.03000000 sec
e TDO 1
m ======== CHANNEL £l mmmmmmmm
= NUC1 13C
> Pl 9.00 usec
o PL1 1.00 dp
N PL1W 79.41143799 W
n/_h SFO1 125.7703643 MHz
N—r
Tyt ee————— CHANNREL f2 =====m==
™ CPOPRG2 waltzl6
_ NUC2 1H
> BCED2 80.00 usec
~ PL2 1.00 dB
= PL12 16.14 d8
&) PL13 16.14 d&
e PL2W 12.47038937 W
—_ i ket el b e <ot Bt =k <cied el AR PL12W 0.38183883 W
(&) PL13W 0.38183883 W
1 SFO2 500.1320005 MHz
™ T T T T T T T T T T T T T T T " sI 32768
- 200 180 160 140 120 100 80 60 40 20 0 ppm . 12540518022 MH=
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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1,3-Dimethyl-3-(2-phenylpropyl)indolin-2-one (3am)

— u:::ma

(>

Current Data Parameters

6

HNAME 20121227-1jh—zmb-8
EXPNO 10
PROCNO 1
F2 — Acquisition Parameters
Date_ 20121227
Time 11.29
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT CDCl13
NS 16
Ds 2
SWH 8012.820 H=z
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 32
oW 62.400 usec
DE 6.50 usec
TE 303.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
S5FO1 400.1324710 MH=z
NUC1 1H
Pl 10.67 usec
PLW1 14.00000000 W
F2 — Processing parameters
5I 65536
SF 400.1300132 MHz
WDW EM
55B a
LB 0.30 Hz
GB 0
PC 1.00
P
T T T
1 0 ppm

295>~
312=



1,3-Dimethyl-3-(2-phenylpropyl)indolin-2-one (3am)
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FZ = Acguisition Parameters
o Date_ 20121227
1127
- spect
e 5 mm PABRO BB/
zgpg30l
65536
SOLVENT cDCl3
NS 103
Ls 4
SWH 24038.461 H=
FIDRES 0.3667%8 H=z
AQ 1.3631488 sec
RG 114
DW 20.800 usec
LE 6.50 usec
TE 303.0 K
Cl 2.00000000 sec
D11 0.03000000 se=c
TLG 1
======== [CHANNEL fl ==s======
SF01 100.6228293 MH=z
NUC1 13cC
Pl 10.27 usec
PLW1 73.00000000 W
llllllll CHANNEL f2 ========
SFO2 400.1316005 MHz
NUC2 B
CPDFRG[2
PCPDZ
PLWZ
PIW1Z
FPLW13
o - =5ing parameters
5T 32768
SF 100.6127711 MH=
........._..................................‘...._...................m........‘_.......‘..........._.-......._-.‘.......................-..._....-........-..............._...........................................-................_....zg . EM
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1,3-Dimethyl-3-(2-methyl-2-phenylpropyl)indolin-2-one (3an)

N

e

292 =

o =

—=1.226
——1.096

T~—1.049

Co><)

(<O

Current Data Parameters

NAME

20130305-1jh-zmb-07

EXFNO 10
BROCNO 1
F2 - Acquisition Parameters
Date_ 20130305
Time 16.47
INSTRUM spect
PROBHD 5 mm FABEC BB/
FULPROG zg30
D 65536
SOLVENT CcDCl3
NS 15
os 2
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AD 4.0B54465 sec
RG 3z
oW 62.400 usec
DE 6.50 usec
TE 252.1 K
D1 1.00000000 sBec
DO 1
=====w=m=s CHANNEL fl ss======
SFO1 400.1324710 MH=
NUC1 1H
P1 10.67 usec
FLW1 14 .00000000 W
F2 - Processing parameters
s8I 65536
SF 400.1300127 MH=
WDHW EM
! SsB 0

LB 0.30 Hz
GE o

F g PC 1.00

LA |

— . P s
1 o ppm
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1,3-Dimethyl-3-(2-methyl-2-phenylpropyl)indolin-2-one (3an)
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L=] Lol B el e B - T B - R I B = [l = o ] woon Ul e o )
- Ll s <o) ooy o — o od e Ll e g ]
o & Mo B e o) & @S w weo nemoo g
= ZI0339589953 SEE R RegEs BRUKER
RS \/ TNV (>
Current Data Parameters
HAME 20130305-1jh-z2mb-007
EXPNO 100
PROCNO 1
F2 - Acguisition Parameters
Date_ 20130305
Time 16.57
(@] INSTRUM spect
PROEBHD S mm PABBO BB/
PULPROG zgpg30
- TD 65536
= SOLVENT cpel3
__‘ | NS 133
/ Ds 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.32631488 sec
RG 144
oW 20.800 usec
DE 6.50 usec
TE 292.6 K
DL 2.00000000 sec
D11 0.03000000 sec
TDO 1
memsmees CHANNEL fl ssssssa=
SFO1 100.6228293 MHz
NUC1 13c
; 25 10.27 usec
i PLW1 73.00000000 W
======== CHANNEL f2 ====sm==
SFO2 400.1316005 MHz
HUC2 1H
CPDPRG [2 walkbzlé
| PCPD2 90.00 usec
i PLWZ2 14.00000000 W
| PLW12 0.19678000 W
m PLW13 0.15933000 W
] i:iiig By -
32768
SF 100.6127768 MH=z
WDW EM
T o L S ; e g = 558 o
e e T A B —— M haieiins e es nates i s ot LEREIPRITEIRRE RRISIRIE T T T —TE 1.00 Hz
210 200 180 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 o] Dﬂﬂ o ;
c 1.40
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1-Benzyl-3-(3,5-dimethylphenethyl)-3-methylindolin-2-one (3bg)
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NAME 20121226-1jh-zmb-01
EXPNO 10
PROCNO 1
F2 = Acguisition Parameters
Date_ 20121226
Time 11.04
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TR 65536
E SOLVENT cpCcl3
- NS 16
i DS 2
SWH BO12.820 H=z
FIDRES 0.122266 H=z=
AQ 4.08B24465 sec
RG 12.7
DW 62.400 useac
DE 6.50 usec
TE 286.0 K
ol 1.00000000 sec
TDO |
——=————— CHANNEL, f1 ========
SFO1 400.1324710 MH=z
NUC1 1H
Pl 10.67 usec
PLW1 14.00000000 W
F2 - Processing parameters
ST 65536
SF 400.1300411 MH=z
WDW EM
S5B o
LB 0.30 Hz
GE o
_ BE 1.00
i | )
\_rkrt_ck = &‘—| S , T .I\__.r - 1
v o e e T = T e T i — ;
9 8 7 6 5 4 3 2 1 o0 ppm
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ﬂ Current Data Parameters
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1 EXPNO 10
[ PROCNO 1
m F2 = Acguisition Parameters
ko) Date_ 20121227
c Time 10.38
— INSTRUM spect
w PROBHD 5 mm PABBO BB/
- PULPROG zgpg30
TD 65536
= 553
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5 48
m DS 1
SWH 24038.461 Hz
Oﬂu FIDRES 0D.366738 H=z=
) AQ 1.3631488 sec
> RG 144
c D 20.800 usec
) DE 6.50 usec
(5] TE 303.0 K
c ol 2.00000000 sec
m D11 0.03000000 sec
TDO 1
(o8
TN s CHANNEL fl =s=s=s=====
m; SFO1l 100.62282%93 MH=z
— NUC1 13C
D Pl 10,27 usec
m PLW1 73.00000000 W
o sraz : MEzZ
Ln NUC2
- CPDPRG[2
mu\ | PCPD2 usec
1 PLWZ W
@ PIW1Z W
w PLW13 W
N L O " B i | L T I'2 = Frocessing parameters
c 1 L v e o ¥ ' ST 32768
D SF 100.6127811 MH=z
m et A I e s Ll M e ad Mt e 2 | EM
P
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+— NS le
(3] DS 2
e SWH 10330.578 Hz
o — FIDRES 0.157632 Hz
S AQ 3.1719923 sec
Ay RG 45.2
oW 48.400 usec
5, LE 6.50 usec
(90 TE 290.8 K
h D1 1.00000000 sec
1__ DO 1
e
==m===== CHANNEL fl sss=m===
W wuCl 1H
e} Pl 14.60 usec
() FL1 2,00 dB
c PL1W 9.90558243 W
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N SI 32768
o SF 500,1300235 MHz
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> 55B 0
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3-(3,5-Dimethylphenethyl)-1,3,5-trimethylindolin-2-one (3egQ)

3
4%
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NAME zmb2013-1-4-3
EXPNC 2
FROCNO 1
Date_ 20130104
Time 12.54
INSTRIM spect
FROBHD 5 mm PABEBO BE-
PULPROG zgpg30
TD 6553¢
SOLVENT CDC13
NS 120
ns 4
SWH 29761.904 H=
FIDRES 0.454131 H=z
pte] 1.10L0548 sec
RE 2050
oW 16.800 usec
DE 6.50 usec
TE 291.2 K
Dl 2.00000000 sec
D1 0.03000000 sec
TDO 1
csummmss CHANNEL fl sssmmo==
nucl 13C
Pl 9.B0 usec
PL1 2.80 4B
BFL1W 52.46661758 W
SFOL 125.7703643 MHz
_ =wme==== CHANNEL f2 ========
: CPDPRG2 waltzlé
RUC2 1H
| PCPDZ2 80,00 usec
| i PLZ 2,00 dB
B PL12 16.89 dB
PL13 16,70 dB
PL2W 9.90558243 W
PL12W 0.32127732 W
EFL13W 0.33564481 W
5F02 500.1320005 MH=z
5T 32768
_S8F 125.7578041 MH=z
T T T T T T T T T T L T i T WOW EM
200 180 160 140 120 100 80 60 40 20 0 ppm me . om Haz
GBE Q
PC 1.40



3-(3,5-Dimethylphenethyl)-5-methoxy-1,3-dimethylindolin-2-one (3fg)
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193
2.186
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zmb-009
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o — oM J u s
60 o -~ - 1 : :
TR

3.816
3.181
2. 291
2.269

256
2.248

227
2.205
2.198
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2.146
2.082
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2.058
2.047
2.013

998
1.980

960

.950
1.920
372

o

NS\p222 R e

NAME 20121227-1jh-zmb-009
EXENO 20
PROCNO 1

F2 - Acquisition Parameters

-y
£

Date 20121227
=] Time 13.08
INSTRUM spect
- PROEHD 5 mm PABEO EE/
= PULPROG 2zg30
D 65536
SOLVENT cpcl3
NS 16
ns 2
S5WH 8012.B20 H=z
—0 FIDRES 0.122266 Hz
AQ 4,0894465 sec
RG 32
DW 62.400 usec
DE 6.50 usec
TE 303.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f]l =======
400.1324710 MH=z
1H
10.67 usec
14.00000000 W
F2 - Processing parameters
51 65536
S5F 400.1300141 MH=z
WDW EM
55B o
LB 0.30 Hz
GB 4]
EC 1.00
| g;;_ M . o P__—P.—_.F.Pllz_tlr..lu}; ___
........... N [t o . .
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3-(3,5-Dimethylphenethyl)-5-methoxy-1,3-dimethylindolin-2-one (3fg)
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zmb-009 n
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Current Data Parameters
HAME 20121227-1jh-zmb-009
E 21

F2 = Acquisition Parameters
L 20121227
13.11

spect
5 mm PABBO BE/
zapg3l
65536
ChCl13
35
4
24038.461 Hz
0.366798 Hz
1.3631488 sec
161
20.800 usec
6.50 usec
303.0 K
2.00000000 sec
0.02000000 sec

INEL £1 =====——
100.6228293
The

CHANNEL f

0.15939000 W

- Proces=ing parameters

32768
100.6127716 MH=z
EM
]
= y_ 1 b fis
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HAME zmb2013-1-4-
RXENO
PROCKO 1
Date 20130104
Time 13.35
INSTRUM spect
PROBHD 5 mm BABBO BE-~
PULPROG zg30
TD =
SOLVENT
g W3
DS
SWH 10330.5%8& Hz
FICRES 0.157632 H=z
G 3.1718523 sec
RG 50.8
oW 48,400 usec
DE 6.50 usac
TE 291.1 K
o1 1.00000000 sec
To0 L
ssssss== CHANNEL H.H e T
NUCl 1M
Fl 14.60 usec
PL1 2.00 dB
PL1W 9.90558243 W
SFO1 500.1330885 MH=z
sI 32768
SF 500.1300179 MH=z
WO EM
SSB 0
LE 0.30 Hz
GB 0
PC 1.00
— r¥ %_y L||||Hr|||||||
...L—Fr. o e i) Wi _LJ,..}!

= : A — _ .1::: __ _1
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3-(3,5-Dimethylphenethyl)-1,3-dimethyl-5-(trifluoromethyl)indolin-2-one (3gg)
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3-(3,5-Dimethylphenethyl)-1,3-dimethyl-5-(trifluoromethyl)indolin-2-one (3gg)

F3C

—N

180.240
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- ]

/
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46,278
140

137.729
134.316
127.807

& S
L5086
841

126.014
12
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125.608

125

§

3

9.49
119.4865

123.348

124.581

1

.608
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— 40
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T

L0396
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o

<O

T
200

I
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T
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T
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C-zmb2013-1-4-8

KAME zmb2013-1-4-8
EXPNO 2
PROCNO 1}
Date_ 20130104

Time 13.38
INSTRUM spect
PROBHD 5 mm PABBO BB-
BULPROG zgpg30d

D 65536
SOLVENT CDCl3
HE a7

Cs 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
aQ 1.1010548 sec
RG 2050

oW 16.800 usec
E 6.50 usec
TE 292.5 K

o1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== (CHANNEL fl =====mmm=
NuUCl 13¢c

Pl 9.80 usec
PL1 2.80 d8
PL1W 52.46661758 W
5FO01 125.7703643 MHz

CHANNEL f2 s=======
waltzl6
1H
90.00 usec
2.00 dB
16.89 dB
16.70 dB
9.90558243 W
0.32127732 W
0.33564481 W
S500.1320005 MH=
32768
125.7577995 MHz
EM
]
1.00 Hz
a
1.40



3-(3,5-Dimethylphenethyl)-1,3,7-trimethylindolin-2-one (3hg)
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Current Data Parameters

NAME 20130121-1jh-zmb=-02
EXFNO 10
PROCNO 1

FZ = Acguisition Parameters
3 20130121

20.50
spect
5 mm PABRO BB/
2930
65536
SOLVENT cDC13
NS 16
Ls 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0824465 sec
RG 18
DW 62.400 usec
LE 6.50 usec
TE 287.8 K
ol 1.00000000 sec

CHANNEL fl ===—=====
10 MHz

400.13247
1H
10.67 usec
14.00000000 W
F2 - Processing parameters
51 65536
8F 400.1300232 MHz
wow EM
S5B o
LB 0.30 Hz
GEB 0
| PC 1.00
_ | |
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3-(3,5-Dimethylphenethyl)-1,3,7-trimethylindolin-2-one (3hg)
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Curs)

Current Data Parameters

NAME
EXFNO
FROCNO

20130121-1jh-zmb=-02

FZ = Acguisition Parameters

Late
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

SFO2
NUC2
CFDFRG[2
FCED2
PLWZ

F2 - Proc

20130121
20.59
spect

5 mm PABRO BB/
zgpg30l
65536
cDCl3
S5
4
24038.461 H=
0.366798 Hz
1.3631488 sec
203
20.800 usec
6.50 usec
288.0 K
2.00000000 sec
0.03000000 se=c

CHANNEL fl ========
100.6228293 MH=z
13cC
10.27 usec
73.00000000 W

ressing parameters

32768
100.6127822 MH=z=
EM
1.00 Hz

1.40
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> RE 1€
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m FIDRES 0.157632 Hz
= AQ 3.1719923 sec
RG 45.2
|n_u oW 48.400 ussc
OO) DE 6.50 usec
— i} 291.0 K
| D1 1.00000000 sec
~— el o
= TDO i
2
=] Bk CHANNEL £1 ==
5} NUCL LH
[ £l 14.60 usec
I<5) PL1 2.00 dB
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7-Chloro-3-(3,5-dimethylphenethyl)-1,3-dimethylindolin-2-one (3ig)
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NAME zmb2013-1-4-7
EXPED 2
PROCNG i
Date 20130104
Time 13.26
IHSTROM spect
PROBRD 5 mm PABBO EBBE-
PULPROG zgpg30
I 65536
CDC13

&0

4

29761 ,5%04 Haz
0.454131 Hz
1.1010548 sec
2050

16.800 usec
6.50 usec

292.7 K
2.00000000 sec

O u.owOuunow sec
|||||||| CHANNEL f] ssssc=ce=
NOCL 13C
Pl 9.80 usec
PL1 2.80 dB
PLIW 52.46661758 W
SFOL 125.7703643 MH=z
sumemmm= CHANNEL f2 s=semne
CEDERG2 waltzlg
s o] 1H
PCPD2 80.00 usec
PL2 2.00 dB
.12 16.89 4B
PLL3 16.70 dB8
PL2W 3.9%0558243 W
PL12W 0.32127732 W
L13wW 0.335644B1 W
o2 500.1320005 MH=z
32768
s 125.7578021 MHz
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3-(3,5-Dimethylphenethyl)-7-iodo-1,3-dimethylindolin-2-one (3jg)
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Current Data Parameters

NAME 20130120-1jh-znb=-02
EXFNO 10
PROCNO 1

FZ = Acguisition Parameters
20130120

Time 12.47
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zg30

T 65536
SOLVENT cDC13

NS 16

Ls 2

SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0834465 sec
RG i8

DW 62.400 usec
LE 6.50 usec
TE 288.5 K

ol 1.00000000 sec
TDO 1

======== CHANNEIL f1 ========
F 400.1324710 MH=z
1H
10.67 usec
14.00000000 W

F2 - Processing parameters
51 65536
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Wwow EM
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ho} FZ = Acguisition Parameters
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= ] t
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m SOLVENT cDCl3
NS 50
5 ps 1
1 SWH 24038.461 H=
o FIDRES 0.366798 Hz
T AQ 1.3631488 sec
— : n
RG 80.86
1
(@) DW 20.800 usec
LE 6.50 usec
w TE 28%.0 K
- Dl 2.00000000 sec
D11 0.03000000 se=c
N~ x
| TDO 1
-
m=mm==== CHANNEL fl ==s======
m; SF01 100.6228253 MH=
— NUC1 13c
(3] Pl 10.27 usec
c PLW1 73.00000000 W
(5]
< !f1f9f Mt +tonttr 0 e—ee===-
o 5F02
gy NUC2
W CEDERG (2
e PCPDZ
D PLW2
m PIW1Z
= PLW13
"™ Ll "
o A AT AT,
o
8
_kdl 5F 100.6127819 MH=
) i e ] M e i M e i s M ] A o ] liasaasd s w7 EM
S 3 O
Ow 210 200 190 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 0 Um&ﬁ. ol 1.00 Hz
GB 0
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urrent Data Parameters

3-(3,5-Dimethylphenethyl)-1,3,6-trimethylindolin-2-one (3kg) and 3-(3,5-
Dimethylphenethyl)-1,3,4-trimethylindolin-2-one (3kg’)
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NAME 20130305-1jh-zmb=09
EXPNO 10
PROCNO 1
F2 - Acguisition Parameters
Date_ 20130305
Time 16.23
INSTRUM spect
BROBHD 5 mm PABBO BB/
BULPROG zg30
™ 65536
SOLVENT [eialed K]
HE 16
DS 2
SWH B012.820 Hz
FIDRES 0.122266 Hz
AQ 4.0894465 sec
BG 11.3
DA 62,400 usec
DE 6.50 usec
TE 292.0 K
it 1.00000000 sec
00 1
meramsss CHANNEL fl ======w=
SFO1 400.1324710 MH=z
T — NUC1 1H
Pl 10.67 usec
7.0 ppm 2LH1 14.00000060 W

FZ - Processing parameters
51 65536
SF 400.1300249 MHz
WDW EM
S5B 0
LB 0.30 Hz
GB [+

—_ PC 1.00

\E e e - ,r\_rur,.LIL\_ti _ P i | I —
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Current Data Parameters

3-(3,5-Dimethylphenethyl)-1,3,6-trimethylindolin-2-one (3kg) and 3-(3,5-
Dimethylphenethyl)-1,3,4-trimethylindolin-2-one (3kg’)
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HAME 20130305-1jh-2mb-09
— EXPNO 11
PROCNO 1
- F2 - Acgquisition Paramebters
Date_ 20130305
Time 16.39
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULFROG zgpg30
D 65536
SOLVENT CDCls
NS 234
DS 4
SWH 24038.461 H=z
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 128
| oW 20.800 usec
i DE 6.50 usec
| TE 292.6 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
: =s=ss==== CHANNEL fl ========
o™ ! 8ro1 100.6228293 MHz
NUC1 13c
Pl 10.27 usec
= PLH1 73.00000000 W
7 ======== CHANNEL f2 ====sz==
SFO2 400.1316005 MHz
_ HUC2 1H
| l CPDPRG [2 waltzlé
11 PCPD2 90.00 usec
_ i PLW2 14.00000000 W
| PLW12 0.19678000 W
\: ; | * I PLW13 0.15939000 W
| | |
. A J 3 F2 - Procesgsing parameters
ST 32768
SF 100.6127900 MHz
T -* T T . T ™ gt —7 - 1 PR — : EM
200 o
180 160 140 120 100 80 60 40 20 0 RGP 1.00 Hz
0
PC 1.40
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H-zmb2013-1-4-10

NAME zmb2013-1-4-10
EXPNO 1
PROCNO 1
Date_ 20130104

Time 13.47
INSTRUM spect
PRUBHD 5 nun PRBBO EBB-
FULPRCG zg30

TR 65536
SCLVENT coCl3

] le

s 2

SWH 10330.578 Hz
FICRES 0.157632 Hz
AR 3.1718923 sec
RG 144

oW 48.400 usac
LE 6,50 usec
TE 291.0 K

Cl 1.0C00000CC =sec
TDO 1
s==ss=== CHANNEL fl ========
HUC1 1K

Pl 14.60 usec
PL1 2.00 dB
PLIW 9.90558243 W
SFO1 500.1330885 MHz
51 32768

S5F 500.1300368 MH=z
WoW no

58B Q

LE Q.00 H=
GB 1]

PC 1.00

A y

3-(3,5-Dimethylphenethyl)-1-methyl-3-phenylindolin-2-one (31g)

s
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3-(3,5-Dimethylphenethyl)-1-methyl-3-phenylindolin-2-one (31g)
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C-zmb2013-1-4-10

NAME zmb2013-1-4-10
EXFNO 2
PROCHO 1
Date_ 20130104
Time 13.51
INSTRUM spect
FROBHD 5 mm PRAEBO BB-
PULPROG zgpg30
TD 65536
SOLVENT CDCl3
NS 55
DE 4
SWH 29761.904 Hz
FIDRES 0.454131 H=z
g 2.1010548 sec
RG 2050
oW 16.800 usec
DE 6.50 usec
TE 291.5 K
Dl Z2.00000000 sec
D1l 0.03000000 sec
I TDO 1
nesmmsss CHANNEL fl ssmmssme=
NUC1 13c
Pl 9.80 usec
FL1 2.80 dB
FL1W 52.46661758 W .
5F01 125.7703643 MH=z
i
I i ======== CHANNEL f2 ========
| CPDPRGZ waltzl6
| ! HNUC2 1H
_ PCPC2 80.00 usec
| PL2 2.00 dB
_ | FL12 16.89 dB
| | PL13 16.70 dB
. | l . ' i . | PLZW 9.90558243 W
{2 s Ll bbb . e L il y Sl F ! PL12W 0.32127732 W
TR . i | . i St . i N . - . PL13W 0.33564481 W
! . o I : - 5FO2 500.1320005 MH=z
SI 32768
S SF 125.7578084 MHz
o I I I T | T T | T T T T WoW no
200 180 160 140 120 100 80 60 40 20 0 ppm S3° b e
GB 0
PC 1.40
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Current
NAME
EXPNO
PROCNO

Data Parameters
20130117-1

710
1

jh-zmb=-02

FZ = Acguisition Parameters

Late
Time
INSTRUM
PROBHD
PULPROG
TR
SOLVENT
NS

DS

SWH
FIDRES

s=m===== CHANNEL fl =====

20130117
17.51
spect

PABRO BB/

z2g30
65536
cDpC13

16

2
8012.820
0.122266

4.0894465

18
62.400
6.50
287.5

1.06000000

3-(3,5-Dimethylphenethyl)-1-methyl-3-(o-tolyl)indolin-2-one (3mg)
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3-(3,5-Dimethylphenethyl)-1-methyl-3-(o-tolyl)indolin-2-one (3mg)

zmb-2
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20130117-1

F2 = Acguisition Parameters

Date_ 20130117
Time 18.389
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30

T 655386
SOLVENT CDC13

NS

DS

SWH 24038,

FIDRES 0.36

2O 1.3631

RG

oW 20.

CE s

TE 287.

ol 2.00

011 0.03000000 sec
TCO 1
======== [CHANNEL fl ========
SFO1 100.6228253 MH=z
NUC1 13cC

Fl 10.27 usec
PLW1 ao000 W
SFD2

NUcz2

CPDPRG[2

BPCPD2

PLWZ

PLW1Z

PLW13
- Frocessing parameters
ST 32768
SF 100.6127820 MH=
i M e e L EM
SSH ]
30 20 10 0 PR .00 H=z
GE 4]
PC 1.40
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Current Data Parameters

7.340
7.337
7.321
7.318
7.301
7.298
T=270
7.268
7.251
7.244
7.120
7.118
7.101
7.100
7.083
7.081
6.871
6.852
6.768
6.630
—-0.000

T~—4.513
_—4.196
T~—4.169

_—4.540

NAME 20121227-1jh—zmb-3

EXPNO 11

PROCNO 1

F2 - Acquisition Parameters

Date_ 20121227

Time 10.51

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG zg30

TD 65536

SOLVENT CDCl3

NS 16

DS 2

SWH 8012.820 H=z

FIDRES 0.122266 Hz

AQ 4.0894465 sec

RG 18

DW 62.400 usec

DE 6.50 usec

TE 303.0 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

SFO1 400.1324710 MHz

NUC1 1H

Pl 10.67 usec

PLW1 14.00000000 w

F2 - Processing parameters

81 65536

SF 400.1300160 MHz

WDW EM

S5B 4]

LE 0.30 H=z

GB 4]

PC 1.00
. tcE "

(3-(3,5-Dimethylphenethyl)-1-methyl-2-oxoindolin-3-yl)methyl acetate (3ng)
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(3-(3,5-Dimethylphenethyl)-1-methyl-2-oxoindolin-3-yl)methyl acetate (3ng)

zmb-3 =] oMM T D o ] g
w1 = R R =R R = =3 ~ 3 e o L) e = T
— Latl — O 0oy e o oM D an — on o0 — o0 -r Lo B I =
g o AN mee . = S 885
5 & SERS8NNNY § e g o 4 QLR NNOFV-N"U-N
Current Data Parameters
NAME 20121227-1jh=zmb-3
EXPNO 12
PROCNO 1
F2 = Acguisition Parameters
Date_ 20121227
Time 10.56
spect
5 mm PABRO BB/
zgpg30
TD 65536
SOLVENT cpela
NS 56
Ls 1
! 2
CPCPRG[2
PCPD2
PLWZ
PIW1Z
PLW13
A " 4 " ™ | Lol Ll L
! o ’ r2 - Pr ssing parameters
5I 32768
SF 100.68127773 MHz
T e PP T TP T T T T T T T[T TP P P e [ F T T T T T T ey e e s [Fer e e [rrrerrees [rer e e e resersmprereerrreprrrrerser e G EM
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3-(3,5-Dimethylphenethyl)-1-methylindolin-2-one (30g)
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2.267
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2.240
2.234
2
2.219
L
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Current Data Parameters

NAME 20130117-1jh-2zmb-03
EXFNO 10
PROCNO 1

FZ = Acguisition Parameters
20130117

17.58
spect
5 mm PABRO BB/
2930
65536
SOLVENT cDC13
NS 16
Ls 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 71.8
DW 62.400 usec
LE 6.50 usec
TE 287.5 K
ol 1.00000000 sec

CHANNEL f1 ========
400.1324710 MH=z
1H
10.67 usec
14.00000000 W

F2 - Processing parameters
51 65536
8F 400.1300104 MHz
wow EM
S5B o
LB 0.30 Hz
GEB 0
PC 1.00
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.............. S T T S SR
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Current Data Param
2013011

FZ = Acguisition Parameters

Date 20130117

Time 23.22
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zgpg30l

TD 65536
SOLVENT cDCl3

NS 1024

Ls 4

SWH 24038.461 H=
FIDRES 0.366798 Hz
AQ 1.3631488 sec
RG 10l

DW 20.800 usec
LE 6.50 usec
TE 289.2 K

Cl 2.00000000 sec
D11 0.03000000 se=c
TLG 1

mmmmmmo= CHANNEL £l ====

SF01 100.622828593

NUC1 13cC

Pl 10.27 usec
PLW1 Qoaoo00D W

3-(3,5-Dimethylphenethyl)-1-methylindolin-2-one (30g)

CHANN f2 ========
40 1316005 MHz
1H
CPDFRG[2 waltzlé
FCED2 30.00 usec
| PLWZ 0 100 W
_ PIW1Z 18678000 W
FPLW13 0.15833000 W
7 7 _ F2 - =5ing parameters
_ r S1 32768

SF 100.8127747 MH=z
L LT T T R ATSSTTERRTSPRRRRRRS * 1 1 EM
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O ppief g G

1.40

Electronic Supplementary Material (ESI) for Chemical Communications

This journal is © The Royal Society of Chemistry 2013
]



~—
(@)
o
(32
Sy o O N P S A0 D O 0 ) [=
o ZERNRNRR253888552582] E
c R R S N 2
o MMM @ eI MM e 0NN =] ua :m:
: L
g C><D
£ h-yxh-zmb
m HAME yxh130104
S EXPNG 2
PROCND 1
c Date 20130104
-_ Time 11.04
> INSTRUM spect
e PROBHD 5 mm PABBO BB-
ﬂ PULPROG 2g30
TD 65536
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3-(2-(3,5-Dimethylphenyl)-1-phenylethyl)-1-methylindolin-2-one (3pg)
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Current Data Parameters
NAME 20121227-1}h=zmb-02
EXPNO 2
PROCNO 1
F2 = Acguisition Parameters
Late 20121227

s :
NUCZ2
CPLCPRG[2
PCPD2
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PLW13
e =P
51
SF
T - T - T . T - T . T . T . T - I - T . T - HEwW
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(3] ROG =g30
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b NS 16
fra) Ds 2
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1 FIDRES 0.122266 H=z
© 2Q
- RG
o DW
N = DE
o —~ e
2 X TDO
g = N | —
= o SE0l
m — NUC1 1
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POV L F2 - P ssing para
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1-((3,5-Dimethylbenzyl)oxy)-2,2,6,6-tetramethylpiperidine (4ag)
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30114
me 16.30
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zgpg 3l
TR 65536
SOLVENT cDCl3
NS 187
4
24038.461 H=
0.3667598 H=z
1.3631488 sec
80.86
20.800 usec
= 6.50 usec
; 87.8 K
o 2.0 000 sec
\ 0.0 000 sec
\ / ===s==== CHANNEL fl ==s======
— SF01 100.6228253 MH=
NUC1 13cC
Fl 10.27 usec
PLW1 73.00000000 W

SF02
NUC2
CFDPFRG[2
PCPD2
_ PLWZ
PIW1Z
PLW13
[ — Processing parameters
32768
! ! L 100.8134841 MHz
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 O -10 ppg’ g A e
GB 0
PC 1.40



Electronic Supplementary Material (ESI) for Chemical Communications

This journal is © The Royal Society of Chemistry 2013

3-Ethyl-1,3-dimethylindolin-2-one (5aa)
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SCLVENT

NUCcl
Pl
PL1
PL1W
SFO1

zmb2012-10-6-2
2

1
20121008
12.06
spect

5 mm PAEBO BB-
zg30
65536
CDC13

1é

2
10330.578
0.157632
3.1719923

2.00
9.80558243
500.1330885
32768
500.1300088
no

Q
0.00
o]
1.00

Hz
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sec
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usec

=

sec
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dB
L
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3-Ethyl-1,3-dimethylindolin-2-one (5aa)
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HAME zmb2012-10-6-2
EXPHO 1
FROCNO 1
Date_ 20121006
Time 12.12
O INSTRUM spect
PROBHD 5 mm PABEO BB-
PULPROG zgpg30
N\ TD 65536
SOLVENT CDCLl3
NS 94
DS 4
SWH 29761.904 Hz
FIDRES 0.454131 H=z
AQ 1.1010548 sec
RG 2050
ow 16.800 usec
DE €.50 usec
TE 299.4 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
HUC1 13C
Pl 9.80 usec
FL1 2.8C dB
PL1W 52.46661758 W
SFOLl 125.7703643 MH=z
======== CHANNEL f2 ========
CPDPRGZ waltzlé
NUC2 1H
PCPD2 80.00 usec
PLZ2 2.00 dB
PL12 16.B9 dB
PL13 16.70 4B
PL2W 9.90558243 W
FL12W 0.32127732 W
PL13W 0.33564481 W
SFO2 500.1320005 MHz
SI 32768
SF 125.7577949 MH=z
I T T T I T N I T 2 | T N I wWDW no
SSB 0
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3aa and 3aa-D1
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Current Data Parameters

NAME 20130109-1jh-zmb-07
EXPNO 10
FROCNO 1

FZ = Acguisition Parameters
201301089

19.53
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zg30
TD 65536
SOLVENT cDC13
NS 16
Ds 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 18
DW 62.400 usec
LE 6.50 usec
TE 284.5 K
Dl 1.00000000 sec
TDO 1

= CHANNEL fl ========
400.1324710 MH=z
1H
10.67 usec
14.00000000 W

F2 - Processing parameters
51 65536

8F 4060.1300213 MHz
Wwow EM
55B ]

LB 0.30 Hz
GB ]

PC 1.00
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3aa and 3aa-D5

zmb-06

7.322
7.320
7.303
7.301
7.284

.281

.245

4
7.254

4
7.227
7.132
7.114
7.095
6.883
6.863
6.778
6.663

I

W

C><)

Current Data Parameters

NAME 20130109-1jh-zmb-06
EXPNO 10
PROCNO 1
FZ = Acguisition Parameters
Date 20130109
Time 19.46
INSTRUM spect
PROBHD 5 mm PABRO BB/
PULPROG zg30
TD 65536
SOLVENT cDC13
NS 16
Ds 2
SWH 8012.820 H=
FIDRES 0.122266 Hz
AQ 4.0894465 sec
RG 3z
DW 62,400 usec
LE 6.50 usec
TE 284.5 K
Dl 1.00000000 sec
TDO 1
==m===== CHANNEL fl ========
SF 400.1324710 MH=z
NUC1 1H
Pl 10.67 usec
PLW1 14.00000000 W
F2 - Processing parameters
AT 65536
SF 400.1300128 MHz
WD EM
S8B o
LB 0.30 Hz
GE ]
BEC 1.00

|

s . T

0 ppm
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Current Data Parameters

NAME 20130123-1jh-zmb-3
EXPHO 10
FROCHO 1
FZ - Acquisgition Parameters
Date_ 20130123
Time 19.37
INSTRUM spect
FROBHD 5 mm FABBO BR/
PULPROG zg30
D 65536
SOLVENT cocl3
NE i6
DS &
SWH 8012.820 Hz
FIDRES 0.122266 Hz
AQ 4,0894465 sec
RG 57
oW 62.400 usec
DE 6.50 usec
TE 286.9% K
D1 1.00000000 sec
TDO 1
======== [CHANNEL [l ========
SFO1 400.1324710 MH=
NUC1 1H
Fl 10.67 usec
T T T T PLW1 14.00000000 W
7.4 7.2 7.0 PP F2 - Processing parameters
s1 65536
SP 400.1300112 MHz
WDW EM
SSB o
LB 0.320 Hz
GB o
~ FC 1.00
_ U VVLAL



