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1. Synthetic scheme and experimental data for compound 11

NaH
5-bromo-1-pentene

! THF, 6h
84%

EtOAc

6a-Allyl-12a-(pent-4-en-1-yl)-cis-5,6a,11,12a-tetrahydro-5,11-dimethylpentaleno[2,1-
b:5,4-b’]diindole-6,12-dione (8)

To a suspension of NaH (1.25 mmol) in THF (10 mL), mono-allyl dione 7 (100 mg, 0.26
mmol) was added at room temperature under nitrogen atmosphere. Then, the resulting
reaction mixture was heated up to 65 °C for 15 min. After cooling to room temperature, 5-
bromo-1-pentene (0.04 mL, 0.39 mmol) was added to the reaction mixture dropwise, and the
stirring was continued at room temperature for 6 h. At the end of the reaction (TLC
monitoring), the reaction mixture was diluted with ethyl acetate (10 mL), washed with water
and brine, dried over Na,SO,4 and concentrated in vacuo. The crude product obtained was
purified by silica gel column chromatography (5% EtOAc/petroleum ether) to give
compound 8 (77 mg).

Yellow colour solid; 84% vyield.
R¢ = 0.41(silica gel, 5% EtOAc/petroleum ether); mp:161-163 °C.
IR (KBr) vinax: 3056, 2927, 2857, 1686, 1459, 1216 cm™.

'H NMR (400 MHz, CDCls): & 1.38-1.55 (2H, m), 2.05-2.10 (2H, m), 2.33-2.40 (1H, m),
2.58-2.69 (1H, m), 3.09-3.15 (1H, m), 3.46-3.52 (1H, m), 3.82 (3H, s), 3.83 (3H, s), 4.91-
5.00 (3H, m), 5.19 (1H, dd, J = 17.0, 1.4 Hz), 5.63-5.78 (2H, m), 7.19-7.24 (2H, m), 7.28-
7.31 (2H, m), 7.36-7.41 (2H, m), 8.01-8.04 (2H, m).

3C NMR (100 MHz, CDCls): § 25.72, 30.42, 31.02, 34.53, 36.44, 66.99, 67.98, 111.20,
115.25, 117.83, 121.26, 121.30, 122.71, 122.96, 123.62, 127.33, 127.39, 134.80, 138.40,
142.29, 143.03, 144.70, 192.39, 192.98.

HRMS (ESI, Q-ToF): m/z calcd for CzgH9N20, [M+H]" 449.2229 found: 449.2224.
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Synthesis of compound 10

A solution of diketone 8 (70 mg, 0.15 mmol) in dry CH,Cl, (15 mL) was degassed with N,
for 10 min, then Grubbs 2" generation catalyst (11 mg, 0.012 mmol) was added at room
temperature and the reaction mixture was stirred for 24 h. At the end of the reaction (TLC
monitoring), the solvent was removed in vacuo and the crude product was purified by silica

gel column chromatography (5% EtOAc/petroleum ether) to give the RCM product (55 mg).
Colourless solid; 84% yield.

R¢ = 0.39 (silica gel, 5% EtOAc-petroleum ether); mp: 227-229 °C.

IR (KBr) vinax: 3054, 2988, 2929, 1685, 1266, 1020 cm™.

'H NMR (400 MHz, CDCls): §1.74-1.81 (2H, b,m), 2.10-2.15 (2H, m), 2.46-2.53 (1H, m),
2.78-2.91 (1H, m), 3.10-3.23 (2H, m), 3.81 (6H, s), 5.47 (1H, d, J = 6.7 Hz), 5.64-5.70 (1H,

m), 7.19-7.27 (2H, m), 7.29-7.31 (2H, m), 7.36-7.41 (2H, m), 8.01 (1H, d, J = 7.9 Hz), 8.09
(1H, d, 8.0 Hz).

3C NMR (100 MHz, CDCls): §26.46, 26.61, 27.99, 28.16, 28.85, 29.87, 30.29, 30.38, 30.40,
35.59, 35.96, 69.42, 70.93, 111.21, 121.16, 121.26, 122.44, 123.00, 123.33, 123.40, 127.23,
127.84, 133.38, 134.01, 142.37, 144.65, 144.72, 192.57, 192.90.

HRMS (ESI, Q-ToF): m/z calcd for CogH2sN20, [M+H]" 421.1908 found: 421.1908.

Synthesis of compound 11

To a solution of propellane 10 (45 mg, 0.10 mmol) in dry EtOAc (10 mL), 10% Pd/C (9 mg,
0.08 mmol) was added and the reaction mixture was stirred at room temperature under H;
atmosphere (1 atm) for 32 h. At the end of the reaction (TLC monitoring), the reaction
mixture was filtered through a pad of celite and washed with ethyl acetate (20 mL).
Evaporation of the solvent in vacuo gave the crude product, which was further purified by
silica-gel column chromatography (5% EtOAc/petroleum ether) to give the hydrogenated
product 11 (41 mg).

Colourless solid; 91% vyield.
R¢ = 0.41 (silica gel, 5% EtOAc/petroleum ether); mp>339 °C decomposing.

IR (KBr) vmax: 3054, 2929, 1685, 1266, 1020 cm™.
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'H NMR (400 MHz, CDCly): §1.24-1.31 (6H, m), 1.82-1.86 (2H, m), 2.61 (4H, t, J = 5.9
Hz), 3.81 (6H, s), 7.20-7.26 (2H, m), 7.29-7.31 (2H, m), 7.36-7.40 (2H, m), 8.06 (2H, d,

J=8.1 Hz).

3C NMR (100 MHz, CDCls): & 26.28, 27.19, 30.09, 30.38, 67.89, 111.25, 121.22, 122.88,

123.47,127.18, 133.45, 143.35, 144.73, 193.35.

HRMS (ESI, Q-ToF): m/z calcd for CgH25N20, [M+H]423.2073 found: 423.2071.

2. 'H, 3C and HRMS of compound 7
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78-SRK-AKC-241-13C

Sa 53983 nbinmmonTaNas ~ 0o w o s o NAME 78-SRK-RKC-241-13C
o e e e T T P e G . i EXPNO . 74
a5 et oo i o Baatal S fr s a a PROCNO 1
Date_ 20131020
| SN Vool R+
INSTRUM spect
PROBHD 5 mm SEI 1H/D-
PULPROG zgpg30
™o 65536
SOLVENT CDC13
NS 851
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 228
oW 20.800 usec
DE 6.50 usec
TE 294.4 K
D1 1.00000000 sec
D11 0.03000000 sec
TDO 1

B.75 usec

=2.00 dB
56.53121948 W

PL1W
SFOl 100.6228298 MHz
======== CHANNEL f2 =s=s====
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PL2W 10.56200695 W
PL12W 0.29767781 W
PL13W 0.2976778B1 W
SFQ2 400.1316005 MHz
SI 3276
SF 100.6127495 MHz
WoW EM
S5B 0
LB 1.00 Hz
GB o
PC 1.40
T ] e
ZiD 260 1;0 1&0 1;0 léﬂ }gﬂ 130 150 1%0 liD 160 Qh Bb Tb Eh Sb ¢b Bb Zb lb 6 -10 PFm.
Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 30.0 PPM / DBE: min =-1.5, max = 200.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Odd and Even Electron lons
20 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Waters(Micromass) : Q-Tof micro(YA-105) Dept. Of Chemistry - I.1.T.(B) 03-Sep-201215:39:37
C25H20N202
SRK-AKC-68-51 32 (0.317) AM (Cen,5, 80.00, Ht,5000.0,556.28,1.00); Sm (Mn, 2x4.00); Sb (5,40.00 ); Cm (1:34) TOF MS ES+
318.2987 812
100~
|
381.1599
%-| |
362.3254 ‘
1 319.2992 330.3355 346.3253 |
: | 382.1630 390.3538
. 320.2953 ‘334_2855 ' 356.3490 | 363.3219 374.3593 . 403.1427
0 . I ok 1[[ - . L, Ly I'I L 1 . H . &‘ L TR TR miz
315 320 325 330 335 340 345 350 355 360 365 370 375 380 385 390 395 400 405 410
Minimum: -1.5
Maximum: 200.0 30.0 200.0
Mass Calc. Mass mDa PPM DBE Score Formula
381.1599  381.1603 -0.4 -1.0 16.5 1 C25 H21 N2 02
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3. 'H, 3C and HRMS of compound 3

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG

D
SOLVENT
NS

Ds

SWH
FIDRES
BQ

RG

68-srk-akc-51-1h
6
1
20120120
9,25
spect
5 mm PRBBO BB-
2g30
65536

cpc13
15

3 0
8223.685 Hz
0.125483 Hz

3.9846387 sec

60.800 usec
6.50 usec
292.6 K
1.00000000 sec
L

68-srk-akc-51-1h

CHANNEL f1 =
13.50 usec
-1.00 dB
10.56200695 W
400.1324710 MHz
32768
400.1300095 MHz
EM
0
0.30 Hz
Q
1.00
T T T I T
1" 10 9 8 7
- —o|=
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NAME O 68-srk-ake-51-13c a8 3% Sgn22 8 woa o n ®
EXENO o 7 - @ Emade o L = T 8
FROCHO 3, - o EER & 52 &
el o AN \a |
PROBHD 5 mm PABBO BB-
PULBRCG z2gpg30
TD 65536
SOLVENT €pcl3
NS 179
DS - 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
RBQ 1.3631988 sec
RG 2050
DW 20.800 usec
DE 6.50 usec
TE 233.3 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
Wucl 13c
Pl 8.75 usec
PL1 -2.00 dB
PL1W 56.53121948 W
SFOl 100.6228298 MHz
===——=== CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
BCPD2 B0.00 usec
PL2 -1.00 dB
PL12 14.50 dB
PL13 14.50 dB
PLZW 10.56200695 W
PL12W 0.29767781L W
PL13W 0.29767781 W
SF02 400.1316005 MHz
5T 32768
SF 100.6127690 MHz
WoW EM
SSB 0
LB 1.00 Hz
GB Q
BC 1.40
T T T T T T ML T T T T Iv T T T T T T T T r
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min =-1.5, max = 200.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Odd and Even Electron lons
594 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
Waters(Micromass) : Q-Tof micro(YA-105) Dept. Of Chemistry - I.L.T.(B) 24-Sep-201215:25:37
C28H24N202
SRK-AKC-68-56 37 (0.371) AM (Cen,6, 80.00, Ht,5000.0,556.28,1.00); Sb (3,40.00 ); Cm (1:38) TOF MS ES+
421.1917 3.97e3
100- ‘
0/ - ’
; l422.1968
\ 863.3574
] 444.1795 865.3690
5 21.0614 158.0334 274.2737351_1535}80.115349 [y 557.2847  650.2559 707.1729 858.4031 | 94'12%7/2
4 — ‘ - I R e e ——
100 200 300 400 500 600 700 800 900
Minimum: -1.5
Maximum: 200.0 5.0 200.0
Mass Calc. Mass mDa PPM DBE Score Formula
421.1917  421.1916 0.1 0.3 17.5 1 Cc28 H25 N2 02
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4.*H, *C and HRMS of compound 9

NAME 68-SRK-AKC-63-1H 68-SRK-AKC-63-1H

EXPNO 4

PROCNO k1

Date_ 20120314

Time 8.22

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 31

DS 0

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 181

DW 60.800 usec

DE 6.50 usec

TE 294.5 K

D1 1.00000000 sec

TDO 1

PL1 -1.00 dB

PL1W 10.56200695 W

SFO1 400.1324710 MHz

SI 32768

SF 400.1300095 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
& 4% I s ) O SR A =3

T T T T T T T T T T T
11 10 9 8 7 6 4 3 2 1 0  ppm

g @ 5 NI 3l 3
Q et s P i S| 1 = b
] T B s S - <lls <l s S
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NRME 68— SRK-AKC-6-RCH-PROP13
EXPNO 3
Date . 20120918
i 0.5

Time -

INSTRUM opect
PROBHD 5 mm PABBO B
PULFROG ZEPH ‘g

T S5
o ~0e1 3
SOLVENT TDL]'E
NS 14167

e 24038 161 1z
F 0.366798 Kz
o 1.3631988 sec
a6 2050

i 20,6800 usec
o 5.50 usec
25 292.8 K
D1 1.00000000 sec
bll 0.03000000 sec

TDO i

11 -2.00 d8
File 56.53121948
sF01 100. 6228298 Miz

—= CHANNEL f2 =
c waltzl6

14.50
10.56200685 W
0.29767781 W
0.29767781 W

o™ =
ege ~O© L B

59 2836558 ] ] ]
s R0 R B | 3RS Q 5
: Y 88RART = R 3 =g
B4 II 22T - ~R~ oo

400.1316005 MHEz
2768
100.6127513 MHz
EM
0
1.00 Hz
o
1.40
. l l -~ : T T T T
L Ty 180 150 140 130 120 110 100 90 B0 70
210 200 190 180 170
Elemental Composition Report Page 1
Single Mass Analysis (displaying only valid results)
Tolerance = 10.0 PPM / DBE: min = -1.5, max = 200.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Odd and Even Electron lons
4 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Micromass : Q-Tof micro (YA-105) Dept. Of Chemistry I.1.T.(B) 20-Apr-201210:06:17
C26H20N202
SRK-AKC-68-63 5 (0.049) AM (Cen,5, 80.00, Ht,5000.0,556.28,1.00); Sb (5,40.00 ); Cm (1:30) TOF MS ES+
100 393.1609 4.34e3
\
%
| 297.6158 394.1657
79.0273 361.1623 (7 594.2252
| 158.‘0295 214.0919 29811601 J/415_1452 557.2806|/ :
| i 477.2524 659.1883 807.2979
|
P8 Y R Y L 7 Tk oae 72,3018
50 100 150 200 250 300 350 400 450 @ 500 580 600 650 700 750 800 850 900 950
Minimum: =15
Maximum: 200.0 10.0 200.0
Mass Calc. Mass mDa PPM DBE Score Formula
393.1609  393.1603 0.6 1.6 17.5 1 C26 H21 N2 O2
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5. 'H, 3C and HRMS of compound 4

68-SRK-AKC-76-1H

NAME 6B-SRK-AKC-76-1H
EXPNO 5
PROCNO 1
Date_ 20120420
Time 21.31
INSTRUM spect
PROBHD S5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 9

Ds 0

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144

DW 60.800 usec
DE 6.50 usec
TE 293.1 K
D1 1.00000000 sec
TDO 1

CHANNEL £

-1.00 dB
10.56200695 W
400.1324710 MHz

32768
400.1300096 MHz

EM

0
0.30 Hz
0

1.00

T T T T T T T
6 5 4 3 2 1 ppm
i AP )\ J ) I
‘of (w09 o EHES ]
e | aid bt g | 181 [
- oioliv| ledl ol o]
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.04

68-SRK-AKC-76-1

Voo

Elemental Composition Report Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 5.0 PPM / DBE: min = -1.5, max = 200.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons
22 formula(e) evaluated with 1 results within limits (all results (up to 1000) for each mass)
03-Sep-201212:31:22

Waters(Micromass) : Q-Tof micro(YA-105) Dept. Of Chemistry - .1.T.(B)

C26H22N202

SRK-AKC-68-66 31 (0.306) AM (Cen,5, 80.00, Ar,5000.0,556.28,1.00); Sm (Mn, 2x4.00); Sb (5,40.00 ); Cm (1:34) TOF MS ES+
274.2729 2.52e4
100
395.1750
%] l 18,2908 Laz.zsez
[ 437.1938
246.2420 | | L | 557.2801 846.4464
149.0240 ‘ ‘ 811.3289°4°" 970.4871
0 § . - - Ly by I‘vl' L Lk ‘.;ﬂ A ‘r l ll I\ : | | li‘55‘8‘2834v ]6884?96 - ST miz
100 200 300 400 500 600 700 800 900
Minimum: -1.5
Maximum: 200.0 5.0 200.0
Mass Calc. Mass mDa PPM DBE Score Formula
395.1750 395.1760 -1.0 -2.4 16.5 1 C26 H23 N2 02
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6. 'H, 3C and HRMS of compound 8

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

68-SRK-AKC-75-1H

20120413

22.31

spect

S mm PABBO BB-
2g30

65536

CcDC13

17

0
8223.685
0.125483

3.9846387
114
60.800
6.50
292.8
1.00000000
1

Hz
Hz
sec

usec
usec

sec

-1.00
10.56200695
400.1324710

32768
400.1300095

EM

0
0.30

0
1.00

68-SRK-AKC-75-1H

1

°

16.90

512



68-SRK-AKC-75-13C

77.52
77.20

® 9
LR
o o
oo
- -

68-SRK-AKC-75-13C
14
1
20120416
9.08
spect
S mm PABBO BB-
zgpg30
€5536

cpcl3
1140

4
24038.461 Hz
0 98 Hz
88 sec
2050
20.800 usec
6.50 usec
295.1 K
2.00000000 sec
0.03000000 sec

CHANNEL f1 =

= CHANNEL f2 ===
waltzl6
1H

80.00 usec
-1.00 dB
14.50 dB
14.50 dB
10.56200695 w
0.29767781 W

400.1316005 MHz
68

100.6127504 MHz

1.00 Hz

1.40

76.88

_—67.98
T—66.99

0.18

170 160

T T

T T T T T
150 140 130 120 110 100 90 80

T
180

190

70 60 50 40 30

20 ppm|

Elemental Composition Report

Single Mass Analysis (displaying only valid results)
Tolerance = 50.0 PPM / DBE: min = -1.5, max = 200.0

Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)

Micromass : Q-Tof micro (YA-105)
C30H29N202

SRK-AKC-68-73 47 (0.469) AM (Top,5, Ht,5000.0,556.28,1.00); Sm (Md, 6.00); Sb (5,40.00 )
100 449.2224

Dept. Of Chemistry I.1.T.(B)

%-|
1 450.2303

471.2039
7

B

557.2725
|~ s78.2657
R |

274.2719
0

365.1677

Page 1

10-May-201211:30:34

TOF MS ES+
92

919.4226

350

T BEREs =

400 450

P IRBERS|

500 550

[T

T
300 . 600 650

Minimum:
Maximum:

=1.5

200.0 50.0 200.0

Mass Calc. Mass mDa PPM DBE Score

449.2224 449.2229

T
700

ARERRsEEES

T B3]
750 800 850

Formula

C30 H29 N2 02

! miz
900

513



7. *H, 3C and HRMS of compound 10

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

68-SRK-AKC-81-1H
8

&

20120511

23.15

spect

5 mm PABBO BB-

« 0
8223.685
0.125483

3.9846387
144
60,800
6.50

291.9 K
1.00000000
1

Hz
Hz
sec

usec
usec

68-SRK-AKC-81-1H

PL1 -1.00 dB
PLLW 10.56200695 W
SFO1 400.1324710 MHz
sI 32768
SF 400.1300086 MHz
WDwW EM
55B 0
LB 0.30 Hz
GB 0
eC 1.00
o Eetd
T T T T T
11 10 9 8 7

S14



68-SRK-AKC-79B-13C

192.90
< 19257

T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60

50 40 30 20 10 0 ppm

calculated mass(421.1908)
s

[Micromass : QT'i‘gmicro (?K-IOS) o 7Die'pt Of Chep try I.I.T.(li)ﬁ

22-May-201211:29:39
|

C28H27N202
SRK-AKC-68_79 37 (0.366) AM (Cen,5, 80.00, Ht,5000.0,556.28, 1486); Sm (Mn, 3x6.00); Sb (5,40.00 ); Cm (15:50) TOF MS ES+
1005 421.1908 2.61e3
s | 34316 422.1953
o% sesess 172070 274.2724 311.0811 93 l ss7.2768577.2066 763.3470 o, 9720 353 3542 905.4223 o61.3499
SRK-AKC-68_79 37 (0.366) AM (Cen, '5, 80.00, Ht,5000.0, 556 28 1 100); Sm (Mn, 3x6.00); Cm (15:50) TOF MS ES+
2.61e3
‘ 1?;) s 422.1953
: 74.2723 343, % L ;
‘ ;_ 84.9637___ 173.0874 2 31,0811 [ 557.2767577.2069 ‘763 34?7 841.3728863.3542 : 9P5A83 oo 3432
SRK-AKC-68_79 37 (0.366) AM (Cen, '5, 80.00, Ht,5000.0, 556 28 1 .00); Sb (5,40.00 ); Cm (15:50) TOF MS ES+ |
‘ 100 6.49e3|
% f] 274.2731 311.0790343.1660 l4/22'1948
‘ 1 84.9625  173.0959 [ 1 557.2794577.2072 7633523 g41.3747863.3549 969.3166
SRK-AKC-68_79 37 (0.366) AM (Cen,5, 80. 00, Ht,5000.0,556.28,1.00); Cm (15:50) TOF MS ES+
06 4214897, 6.50e3|
‘ 2742731 311.0790343.1660 [sz21040
L 84.9625 _ 173.0059 1 : [ 557.2794577.2068 7633530 g1 5747863.3546 905:4250 969.3156 |
SRK AKC-68_79 37 (0.366) Sm (Mn, 3x6.00); Sb (5.40. 00 ) Cm (15 50) TOF Mg Ezs+3
{3
12? 422.1773 {
| ; 049560 274.2563 311.0634 343.1562 5562545 4150008833112 1
| SRK-AKC-68_79 37 (0.366) Sm (Mn, '3x6.00); Cm (15:50) TOF MS ES+|
100 421,1685 2.62e3
‘ . § c 4221773
| ; i 2742‘583 311.9634‘ 343.1562 l L T ear300 86‘3.:}11 o
| SRK-AKC-68_79 37 (0.366) Sb (5,40.00 ); Cm (15:50) TOF MS ES+
00 421.1685 6.54e3
% 1 74,2583 34343.1463 peza7es ‘
3 849540 _ 173.0842 27T4:2553 AL 00328 { 556.2546 841.3306 863.2955 j
| SRK-AKC-68_79 37 (0.366) Cm (15 50) TOF MS ES+ |
| 100+ 421.1685 6.54e3
% | 2 11.0634 343.1463 pezdiie
oL Biosa 1730842 2742583 5110834 343. L 556.2546 841.3306 863.2955 e
100 200 300 400 500 600 700 800 900 1000
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8. 'H, 3C and HRMS of compound 11

NAME 68-srk-akc-80-1h 68-srk-akc-80-1h
EXPNO 1
PROCNO 1
Date 20120501
Time 16.33
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
65536
SOLVENT €DC13
NS 16
DS 0
SWH B8223,685 Hz
FIDRES 0.125483 Hz
RO 3.9846387 sec
RG 144
DW 60.800 usec
DE 6.50 usec
TE 292.0 K
Dl 1.00000000 sec
TDO 1
-1.00 dB
10.56200695 W
400.1324710 MHz
32768 {
400.1300095 MHz i
EM
0 Hp
0.30 Hz ,
0 i
1.00 r
r l’
f (|
[
|
. |I s / j / f
Il I _____A,uJAJAAAALA___.AL_ﬁmAJ_J\,}L_JH‘AA}\AAAA__lJklg_,_,gg,
T T T T T T T T T T T
11 10 9 8 6 5 4 3 2 1 0 ppm
| .
: f:s S 2 s lafalie 2
=] = S © o I b
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Elemental Composition Report

Page 1

Single Mass Analysis (displaying only valid results)
Tolerance = 50.0 PPM / DBE: min = -1.5, max = 200.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Odd and Even Electron lons
4 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
Micromass : Q-Tof micro (YA-105)

Dept. Of Chemistry I.I.T.(B) 22-May-201211:10:54

C28H29N202
SRK-AKC-68-80 21 (0.208) AM (Cen,5, 80.00, Ht,5000.0,556.28,1.00); Sm (Mn, 3x6.00); Sb (5,40.00 ); Cm (1:31) TOF MS ES+
100 274.2729 423.2071 2.07e3
‘ || 437.1044
’ (
| |
311.0824 H ‘
%- [318.2078 ||
| || | 445.1904
1395.1807 l ‘
Y | 2784
218.2095 | | m 357.2784 599 1923 8
4 ‘ 099. 51.3996
0] meitmpetrrptrsobbibtisbb b Wb L 4782728 | b 252068 8518 9704890
50 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950
Minimum: 1.5
Maximum: 200.0 50.0 200.0
Mass Calc. Mass mDa PPM DBE Score Formula
423.2071  423.2073 -0.2 -0.5 16.5 1 C28 H27 N2 02
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