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Perspective view of 11d Showing absolute configuration:

11d

Perspective view of 17a Showing absolute configuration:
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17a

XYZ Coordinates for dimer of 11d
Counterpoise: corrected energy = -7750.365223271178

Center Atomic  Atomic Coordinates (Angstroms)
Number Number Type X Y V4
1 8 0  -4.380078 0.322314 2.654824
2 7 0  -8.680660 1.449877 0.414840
3 6 0  -5.534611 -0.490406 0.710929
4 6 0  -7.443283 0.930161 0.496376
5 6 0  -5.290949 -1.686359 -0.222109
6 6 0  -5.173863 0.834737 0.060790
7 6 0  -4.809479 -0.638486 2.057514
8 6 0  -5.483547 -2.622867 -2.441345
9 6 0  -4.603097 -2.832613 0.197093
10 6 0  -6.262343 1.599793 -0.037632
11 1 0  -6.268007 2.455064 -0.402075
12 6 0  -7.019701 -0.294633 1.000789
13 6 0  -3.821801 1.191166 -0.383453
14 6 0  -5.749482 -1.613088 -1.530890
15 1 0  -6.241003 -0.871591 -1.801396
16 6 0 -11.089578 1.036401 0.155851
17 1 0 -11.846189 0.590563 0.566545
18 1 0 -10.993370 0.695781 -0.747437
19 6 0 -4.729349 -2.043357 2.590435
20 1 0  -4221300 -2.045872 3.417139
21 1 0  -5.622975 -2.365789 2.785347
22 6 0 -10.145910 3.207213 -0.504458
23 1 0 -10.050446 2.915827 -1.424612
24 1 0 -10.288567 4.166707 -0.507639
25 6 0  -4.075013 -2.958800 1.601420
26 1 0  -4.195106 -3.874247 1.898049
27 1 0  -3.121684 -2.775995 1.592162
28 7 0  -8.256427 -2.131932 2.244133
29 6 0  -3.529050 2.509394 -0.693821
30 1 0  -4.188229 3.158727 -0.595674
31 6 0 -2.812594 0.258444 -0.519264
32 1 0  -2.979312 -0.629368 -0.295240
33 6 0  -4.790351 -3.742053 -2.031748
34 1 0 -4.604279 -4.424409 -2.636241
35 6 0  -4378745 -3.843613 -0.731040
36 1 0  -3.933826 -4.613882 -0.458565
37 6 0  -8.889276 2.896967 0.245522
1 0

(O8]
o]

-8.132620 3.273330 -0.232020
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-8.927635
-9.844154
-9.982276
-9.672338
-7.746142
-11.342583
-12.135568
-11.489805
-1.573710
-0.909686
-2.274148
-2.082436
-1.316847
0.396711
-5.947805
-5.648175
-6.032731
-6.012970
-4.695301
-0.396711
3.121684
4.380079
8.680659
5.534612
7.443283
5.290949
5.173863
4.809480
5.483548
4.603097
6.262342
6.268007
7.019701
3.821802
5.749482
6.241004
11.089578
11.846188
10.993371
4.729349
4.221301
5.622975
10.145909
10.050446
10.288568
4.075013
4.195106
8.256427
3.529051
4.188229
2.812594
2.979311
4.790351
4.604279
4.378746
3.933825
8.889275
8.132620
8.927635
9.844154
9.982277
9.672338

3.317076
0.737335
0.990615
-0.216165
-1.281752
2.529939
2.714351
2.867896
0.611367
-0.032428
2.877332
3.765036
1.904635
2.420766
-2.419985
-3.390866
-3.124701
-4.238623
-3.467590
-2.420766
2.775994
-0.322313
-1.449876
0.490406
-0.930162
1.686358
-0.834738
0.638486
2.622867
2.832613
-1.599793
-2.455065
0.294633
-1.191166
1.613089
0.871591
-1.036401
-0.590563
-0.695781
2.043357
2.045872
2.365789
-3.207213
-2.915826
-4.166707
2.958801
3.874247
2.131932
-2.509394
-3.158727
-0.258444
0.629368
3.742054
4.424409
3.843613
4.613883
-2.896968
-3.273330
-3.317075
-0.737335
-0.990615
0.216165

1.118900
0.939522
1.865827
0.913758
1.680184
0.110639
-0.418068
1.007654
-0.976866
-1.068920
-1.146048
-1.344931
-1.296427
-1.905714
-3.709696
-4.696046
-5.534387
-4.432549
-4.790166
1.905714
-1.592161
-2.654824
-0.414841
-0.710930
-0.496375
0.222109
-0.060790
-2.057515
2.441346
-0.197093
0.037631
0.402075
-1.000789
0.383453
1.530890
1.801396
-0.155850
-0.566545
0.747437
-2.590435
-3.417140
-2.785348
0.504457
1.424612
0.507639
-1.601420
-1.898049
-2.244133
0.693821
0.595674
0.519265
0.295240
2.031748
2.636241
0.731041
0.458564
-0.245522
0.232020
-1.118899
-0.939522
-1.865827
-0.913757



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

101
102
103
104
105
106
107
108
109
110
111
112
113
114

—_——— QN OO QN — QN = O\ = — O\ O

7.746142
11.342583
12.135569
11.489805
1.573710
0.909686
2.274148
2.082436
1.316847
5.947805
5.648175
6.032731
6.012970
4.695301

1.281752 -1.680185
-2.529939 -0.110639
-2.714351 0.418068
-2.867896 -1.007653
-0.611366 0.976866
0.032429 1.068920
-2.877331 1.146048
-3.765036 1.344932
-1.904634 1.296427
2.419985 3.709697
3.390866 4.696046
3.124702 5.534387
4.238623 4.432548
3.467590 4.790166

Optimized XYZ coordinates for monomer of 11d

Energy = -3875.18397073

Center Atomic Atomic Coordinates (Angstroms)
Number Number Type X Y Z

1 8 0 0.024009 -0.468193 -3.109164
2 7 0 -3.503178 -1.673681 0.190788
3 6 0 -0.730267 0.465416 -1.027907
4 6 0 -2.379088 -1.069438 -0.232494
5 6 0  -0.404608 1.775305 -0.294168
6 6 0  -0.093087 -0.744148 -0.364747
7 6 0  -0.354265 0.516894 -2.516869
8 6 0 -0.177738 2.939639 1.811065
9 6 0 0.044602 2.917727 -0.969335
10 6 0  -1.043599 -1.577538 0.061603
11 1 0  -0.875801 -2.383534 0.493521
12 6 0 -2.213388 0.119966 -0.933804
13 6 0 1.354571 -0.938618 -0.227149
14 6 0 -0.539196 1.814907 1.087442
15 1 0  -0.874984 1.072094 1.534722
16 6 0 -5.817363 -1.427188 0.981177
17 1 0  -6.690537 -1.092799 0.724950
18 1 0  -5.551857 -0.979497 1.799887
19 6 0  -0.546233 1.853954 -3.179823
20 1 0 -0.245332  1.803042 -4.100923
21 1 0 -1.489386 2.079721 -3.183328
22 6 0 -4.525516 -3.426501 1.591769
23 1 0 -4.251702 -3.025708 2.431467
24 1 0 -4.562563 -4.387721 1.716956
25 6 0 0.218950 2.925220 -2.464821
26 1 0 -0.061188 3.788473 -2.806539
27 1 0 1.162526 2.821389 -2.667856
28 7 0 -3.888187 1.699310 -2.007016
29 6 0 1.846999 -2.185392 0.123316
30 1 0 1.254480 -2.892238 0.246090
31 6 0 2.264809 0.081109 -0.423461
32 1 0 1.959168 0.921524 -0.681292
33 6 0 0.281681 4.056775 1.146377
34 1 0 0.529621 4.816097 1.623452
35 6 0 0.369771 4.042356 -0.218763
36 1 0 0.657012  4.809716 -0.659400
37 6 0 -3.514841 -3.104150 0.537028
38 1 0  -2.633488 -3.362134 0.851487
39 1 0 -3.709186 -3.622538 -0.259374
40 6 0  -4.824124 -1.120634 -0.102412
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-5.144607
-4.751574
-3.175799
-5.895699
-6.521894
-6.209394
3.605677
4.202059
3.203695
3.527717
4.062893
5.914989
-0.313635
0.101964
-0.049233
-0.400222
1.037528
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-1.487798
-0.159730
0.962248
-2.921309
-3.107167
-3.369725
-0.117411
0.583644
-2.398113
-3.239284
-1.341289
-1.646274
2.845834
3.943365
3.744372
4.723805
4.106157

-0.941311
-0.206072
-1.506538
1.222377
1.940500
0.421725
-0.246119
-0.375437
0.292995
0.520522
0.119555
0.344558
3.166846
3.959297
4.886165
3.714510
3.814615

Optimized XYZ coordinates for 17a (Ground State)
Energy =-1776.99180275

Center Atomic Atomic  Coordinates (Angstroms)
Number Number Type X Y Z
1 16 0 0.420761 3.229684 1.535300
2 8 0 -2.373641 -1.750108 3.228423
3 8 0 5.954064 -0.631614 0.655474
4 8 0  -0.079032 0.406382 -3.239462
5 7 0 1.397101 -3.556485 -1.275348
6 7 0 3.181190 -0.267354 0.166328
7 6 0 -0.377115 -0.442374 -0.985104
8 6 0 0.993903 -1.086549 -0.709265
9 6 0 1.862602 -0.134242 -0.230108
10 6 0 1.132929 1.134306 -0.093797
11 6 0 1.674816 2.408245 0.479764
12 6 0  -0.996197 3.112633 0.462350
13 6 0  -1.987231 4.086809 0.583328
14 6 0  -3.152254 4.005569 -0.172608
15 6 0  -3.326270 2.953278 -1.068443
16 6 0  -2.343874 1979132 -1.188834
17 6 0  -1.165828 2.022780 -0.426515
18 6 0  -0.149596 0.979979 -0.501382
19 6 0  -0.524333 -0.474545 -2.546705
20 6 0 -1.246108 -1.680000 -3.101168
21 6 0  -2.632418 -1.812255 -2.453543
22 6 0  -2.559237 -1.809479 -0.942695
23 6 0  -3.547267 -2.451625 -0.193923
24 6 0  -3.537904 -2.460316 1.196337
25 6 0  -2.501378 -1.809420 1.872278
26 6 0  -1.503580 -1.167860 1.139607
27 6 0 -1.521699 -1.159736 -0.253702
28 6 0 3.725257 -1.601123 0.453863
29 6 0 4.983852 -1.445350 1.303168
30 6 0 5.439881 0.664760 0.392430
31 6 0 4.188085 0.597784 -0.476225
32 6 0 1.245003 -2.437932 -1.006570
33 6 0  -3.358248 -2.387437 4.029446
34 1 0 2.515556 2.211975 1.145256
35 1 0 1.998471 3.103927 -0.300998
36 1 0  -1.838238 4.915554 1.265871
37 1 0 -3.913280 4.771362 -0.071126
38 1 0  -4222887 2.892201 -1.673813
39 1 0  -2.485877 1.175626 -1.898260
40 1 0  -0.656118 -2.574974 -2.876354
41 1 0  -1.307765 -1.565972 -4.184361
42 1 0  -3.110300 -2.732646 -2.799796
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43 1 0  -3.272026 -0.990142 -2.801272
44 1 0  -4349363 -2.965064 -0.714729
45 1 0  -4323792 -2.974855 1.732251
46 1 0  -0.709685 -0.672493 1.685688
47 1 0 2.980384 -2.179656 1.001608
48 1 0 3.970428 -2.142983 -0.468967
49 1 0 4.719991 -1.011232 2.279099
50 1 0 5452168 -2.417368 1.464323
51 1 0 5208924 1.178958 1.338136
52 1 0 6.229385 1.214809 -0.122616
53 1 0 4.449685 0.186761 -1.462585
54 1 0 3.783514 1.596869 -0.634140
55 1 0  -4352646 -1.957835 3.863318
56 1 0  -3.392493 -3.466725 3.842728
57 1 0 -3.060130 -2.211627 5.061701

Optimized XYZ coordinates for 17a (Transition State)
Energy =-1776.98734748

Center Atomic Atomic Coordinates (Angstroms)

Number Number  Type X Y V4

1 16 0 0.358903 3.437059 1.076892
2 8 0  -3.132007 -0.744661 3.055672
3 8 0 5.949058 -0.431255 0.990702
4 8 0 -0.156944  0.047707 -3.229237
5 7 0 1.523984 -3.675433 -0.679331
6 7 0 3.193525 -0.182688 0.351420
7 6 0  -0.313473 -0.585970 -0.898078
8 6 0 1.057995 -1.159683 -0.490266
9 6 0 1.891221 -0.132158 -0.114279
10 6 0 1.140530 1.128364 -0.190383
11 6 0 1.652356 2.481875 0.197737
12 6 0 -1.023146 3.136001 -0.006076
13 6 0 -2.028399 4.101974 -0.056985
14 6 0 -3.174659 3.887089 -0.814886
15 6 0  -3.316583 2.704621 -1.537454
16 6 0  -2.319863 1.739427 -1.488032
17 6 0 -1.156283 1.920772 -0.722256
18 6 0  -0.125655 0.893869 -0.612289
19 6 0  -0.424986 -0.824322 -2.438351
20 6 0 -0.820323 -2.211577 -2.899018
21 6 0 -1.744824 -3.027891 -1.971388
22 6 0 -2.128115 -2.366796 -0.662130
23 6 0 -3.161565 -2.931065 0.090096
24 6 0  -3.540794 -2.432536 1.330825
25 6 0  -2.864590 -1.325399 1.850893
26 6 0  -1.839737 -0.739242 1.109216
27 6 0  -1.469880 -1.243283 -0.137957
28 6 0 3.736400 -1.448766 0.860760
29 6 0 4961029 -1.148324 1.720747
30 6 0 5.435863 0.803043 0.514380
31 6 0 4217725 0.588516 -0.377813
32 6 0 1.342518 -2.533684 -0.576900
33 6 0 -4.168268 -1.294602 3.855530
34 1 0 2.474221 2.400654 0.909165
35 1 0 1.993447 3.054111 -0.670780
36 1 0 -1.905406 5.027315 0.493909
37 1 0 -3.946857 4.647113 -0.848347
38 1 0  -4.200483 2.534497 -2.140654
39 1 0  -2.441557 0.830653 -2.059754
40 1 0 0.124212 -2.747621 -3.043636
41 1 0 -1.251856 -2.085972 -3.893305
42 1 0  -1.266264 -3.984612 -1.743218
43 1 0 -2.661743 -3.271171 -2.515597
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-3.684850
-4.348487
-1.341498
2.975393
4.020378
4.657701
5.429845
5.167620
6.239796
4.520013
3.811593
-5.138885
-3.957383
-4.201777

-3.795644
-2.905453
0.123626
-1.944765
-2.123913
-0.573409
-2.078117
1.453154
1.277520
0.036319
1.546734
-1.242182
-2.334679
-0.686103

-0.306515
1.872627
1.532006
1.464646
0.042956
2.608345
2.045817
1.361444
-0.051025
-1.280210
-0.699859
3.349177
4.129201
4.757748
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Copy of HRMS and HNMRs:
4-phenyl-2-(piperidin-1-yl)-9,10-dihydrophenanthrene-1-carbonitrile (10 a):

Acq. Data Name: 11JUNOB6A
Internal Sample Id: VJR-116A

lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0

Reduction History: Correct Basel[5. 0%],Av;rage(MS[1] 0.046..0.086)
Experiment Date/Time: 6/16/2011 9:54:55 AM

x10°  Intensity (63460)

Spec. Record Interval: 0.4(s]

Ring Lens Volt: 11[V]

Time of Maximum: 0.054[min]

Operator Name: admin

4 365.19788
60
50
40
304
20+
| 366.20235
g 363.18183
104
1 37017914 729.43962
0 T T T T l
7 + 7 T 7 e = T
300 400 500 600 700 800 900 1000
miz
=7
¥ °
g
3
Filename = RP_116A_PROTON-3.jdf
Author = delta
Experiment = single_pulse.ex2
Sample id = RP 116K
Solvent = CHLOROFORM-D
Creation time = 12-MAY-2011 13:11:46
Revision time = 12-MAY-2011 13 8
- Current_time = 23-MAY-2011 11:47:29
“ Comment = RP 1162
Data_format = 1D COMPLEX
Dim size = 13107
Dim title =1
Dim units = [ppm]
= Dimensions -
2 site = ECX 400P
] ] Spectrometer = DELTA2 NMR
8 Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.36577024 [s]
X domain 1
X freq = 399.78219838 [MHz]
X offset = 5 [ppm]
X point = 16384
& X prescans .
o7 2 X_resolution 0.73218757 [Hz]
3 " sweep 11.99616123 [kHz]
= Irr_domain
Irr fraq 399.78219838 [MHz]
Irr offset 5 [ppm]
= Tri”domain 1H
3 Tri_freq 399.78219838 [MHz]
= Tri offset = 5[ppml
Clipped = FALSE
Mod_return =1
Scans - 16
o5 Total scans =16
= X _90_width = 11.57 [us]
X acq_time = 1.36577024 [s]
X angle = 45[deg]
< | X atn = 5[dB]
= X pulse 5.785[us]
Ifr_mode off
Tri mode off
Dante_presat FALSE
o Initial wait 1ls]
bt Recvr_gain 34
Relaxation delay = 4[s]
Repetition time = 5.36577024[s]
Temp_get 23.61dC]
g
]
-]
]
H
2
B
T T T T T T T T
Y U A (O N
ge3ggugse Isgzes 22893
28884388Y 8523224 gBESS
dedereedd ER ] R

X : parts per Million : 1H
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e O @dEDL
S
Filename = RP_116A CARBON-3.jdf
Author - delta
Experiment = single_pulse_dec
Sample_id = RP 11
Solvent = CHLOROFORM.
C N Creation time = 13-MAY-2011 16:00:59
e Rovision time = 13-MAY-2011 16:03:48
s Current_time = 23-MAY-2011 11:44:13
Comment = RP 116A
Data_format = 1D COMPLEX
Dim size - 26214
Dim_title = 13¢
Dim_units = Ippml
“ Diménsions -
3 Site = ECX 400P
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.04333312[s]
X dom = 13c
X freq = 100.52530333 [MHz]
X offset = 100 [ppm]
=] X points - 32768
< X prescans -4
X_resolution = 0.95846665 [Hz]
X sweep = 31.40703518 [kHz]
Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irr offset = 5[ppml
Clipped - FALSE
o Mod return -1
21 Scans = 750
Total scans = 750
X_90_width = 11.75[us]
X“acq_time = 1.04333312(s]
X angT = 30[deg]
X at - 10[aB]
X _pulse = 3.91666667 [us]
o Ifr_atn dec = 24.95[dB]
i Irr_atn_noe = 24.95[dB]
Irr_noise = WALT:
Decoupling = TRUE
Initial wait = 1ls]
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Noe_time = 2[s]
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2'-0x0-5-phenyl-3-(piperidin-1-yl)-3',4'-dihydro-2'H-spiro[cyclopenta[2,4]diene-1,1"-naphthalene]-2-carbonitrile
(11a):
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Acq. Data Name: 11JUNOB4A

Intgrna_( Sample Id: VJR-116B Spec. Record Interval: 0.4[s]
lonization Mode: ESI+ Orifice1 Volt Sweep: 15V Ring Lens Volt: 11[V]

MS Calibration Name: YOKUDELNA_ES+_2000 Acquired m/z Range: 50.0..1000.0 Time of Maximum: 0.074[min]
Reduction History: Correct Base[5.0%];Average(MS[1] 0.066..0.103)

Experiment Date/Time: 6/16/2011 9:52:47 AM Operator Name: admin
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& ] % Filename - RP_116B_PROTON-3.jdf
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& Sample_id = RP 1168
2 o} Solvent = CHLOROFORM-D
Creation time = 12-MAY-2011 13
Rovision time = 12-MAY-2011 1.
] Current_time = 23-MAY-2011 14
% Comment - RP 1168
-] . Data_format = 1D COMPLEX
& Dim size = 13107
Dim_title =1
P Dim_units = Ippml
24 Diménsions - x
= ECX 400P
Spectrometer = DELTA2_NMR
~ Field strength = 9.389766[T] (400 [MHz]
_acq duration = 1.36577024 [s]
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X offset -
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24 X_prescans =1
X_resolution = 0.73218757 [Hz]
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2] = Irr_domain = 1H
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Irr offset = 5 [ppm]
Tri”domain -1
27 Tri freq = 399.78219838 [MHz]
Tri offset = 5[ppm]
2 Clipped - FALSE
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=4 = Mod_return =1
Scans =16
Total_scans =16
X_90_width - 11.57[us]
X acq_time = 1.36577024 [s]
X angTe - og]
] X_atn = 5[dB]
5 X _pulse = 5.785[us]
3 Irr_mode = off
- Tri_mode - off
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E Recvr_gain =34
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Repetition time = 5.36577024[s]
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Filename = RP_116B_CARBON-3.jdf
Author - delta
Experiment = single_pulse_dec

N Sample id = RP :
Solvent = CHLOROFORM-
CN Creation time = 13-MAY-2011 16:43:50

R = 13-MAY-2011 16:46:40
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Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.04333312[s]
X dom = 13c
- X freq = 100.52530333 [MHz]
2 X offset = 100 [ppm]
X points - 32768
X prescans -4
X_resolution = 0.95846665 [Hz]
“sweep = 31.40703518 [kHz]
Irr_domain -1
Irr_freq = 399.78219838 [MHz]
Irr offset = 5Ip)
Clipped - FALSE
Mod return =1
Scans = 750
Total scans = 750
o] s
X_90_width = 11.75[us]
X“acq_time = 1.04333312(s]
X ang1 = 30[deg]
X at - 10[aB]
X _pulse = 3.91666667 [us]
Ifr_atn dec = 24.95[dB]
Irr_atn_noe = 24.95[dB]
Irr noise = WALT:
Decoupling = TRUE
Initial wait = 1[s]
Noe = TRUE
p=f Noe_time = 2[s]
Recvr_gain - 56
Relaxation delay = 2[s]
Repetition time = 3.04333312[s]
Temp_get = 22.5[dC]
g
3
® ‘ J ‘
2
" ! |

T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 1 150.0 140.0 1’30 7 30.0 200 100 o

6/0(0 % ‘12‘0.0 110.0 100.0 90.0 ‘ﬂo.l)ktft 60.0 50|0 4|7|ﬂ })\
g ] sggzgse HEE g & E&b
§ 13 EREEE RN g 338 8 = =EB
£ 5 33a8sdS ifter 4 F A

X : parts per Million : 13C

2-(piperidin-1-yl)-4-p-tolyl-9,10-dihydrophenanthrene-1-carbonitrile (10b):
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Acq. Data Name: 11JUNO65A
Internal Sample Id: VJR-120A
lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Orifice1 Volt Sweep: 15V

Reduction History: Correct Base[5. 0%];Av§rage(MS[1] 0.068..0.110)

Experiment Date/Time: 6/16/2011 9:53:57 AM

Intensity (6496)

4 378.20292

BT

379.21362

380.21416

393.20071

Acquired m/z Range: 50.0..1000.0

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.076[min]

Operator Name: admin
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Filename
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Sample id
Solvent
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Revision time
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Dim_size
Dim_title
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Temp_get
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X : parts per Million : IH
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o]
Filename = RP_120A CARBON-3.jdf
N Author. - deTta
Experiment = single pulse_dec
Sample_id = RP_120&
w] Solvent = CHEOROFORM-D
2 ‘ ;N Creation time = 16-MAY-2011 14:11
Rovision time = 16-MAY-2011 14:14
Current_time = 23-MAY-2011 14:35
Comment = RP 1208
Data_format = 1D COMPLEX
Dim size - 26214
Dim_title = 13¢
Dim_units - Ippml
Dimensions -
=] Site = ECX 400P
- M e Spectrometer = DELTA2 NMR
Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.04333312[s]
X domain = 13c
X freq = 100.52530333 [MHz]
X offset = 100 [ppm]
X points - 32768
“prescans -4
& X _resolution = 0.95846665 [Hz]
24 X sweep = 31.40703518 [kHz]
Irr_domain - 10
Irr_freq = 399.78219838 [MHz]
Irr offset = 5[ppml
Clipped - FALSE
Mod return =1
Scans = 750
Total scans = 750
X_90_width - 11.75[us]
& X“acq_time = 1.04333312(s]
s X ang1 - 30[deg]
X at = 10[aB]
X pulse = 3.91666667 [us]
Ifr_atn dec = 24.95[4B]
Irr_atn_noe = 24.95[dB]
Irr noise = WALT:
Decoupling = TRUE
Initial wait = 1[s]
e = TRUE
Noe_time = 2[s]
=] Recvr_gais - 58
s Ralaxation delay = 2[s]
Repetition time = 3.04333312[s]
Temp_get = 21.8[dC]
g
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X : parts per Million : 13C

2'-0x0-3-(piperidin-1-yl)-5-p-tolyl-3',4'-dihydro-2'H-spiro[cyclopenta[2,4]|diene-1,1'-naphthalene] -2-carbonitrile
(11b):

13
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Acq. Data Name: 11JUNO70A
Internal Sample Id: VJR-120B
lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0
Reduction History: Correct Base[5.0%];Average(MS[1] 0.054..0.076)
Experiment Date/Time: 6/16/2011 10:01:17 AM

x10° Intensity (64828)

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.054[min]

Operator Name: admin
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& Data_format = 1D COMPLEX
Q Dim size = 13107
B Dim_title = 1H
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Dimensions -
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Field strength = 9.389766[T] (400 [MHz]
X acq duration = 1.36577024 [s]
X_domain = 1H
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X offset = 5 [ppm]
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. X resolution = 0.73218757 [Hz]
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= Tri_domain = 1H
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Tri offset -
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Mod_return =1
Scans =16
3 & Total_scans =16
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= X_90_width = 11.57 [us]
Xacq_time = 1.36577024 [s]
X angTe = 45[deg]
& Xatn = 5[dB]
=7 X _pulse = 5.785[us]
Irr_mode = off
Tri mode = off
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Initial wait = 1[s]
Racve galn D
Relaxation delay = 4[s]
Repetition time = 5.36577024[s]
= Temp_get = 22[4c]
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al N @ dEDL
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ﬁ (0] Filename = RP_120B_CARBON-3.jdf
1 Ruthor - detea
Exporimont = single pulse dec
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1 Me Creation = 13-MAY-2011 01:10:37
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{ Z Box 4000
& Spectrometer = DELTA2_NMR
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X_domain = 13C
X freq = 100.52530333 [MHz]
X offset = 100 [ppm]
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4 X pulse = 3.91666667 [us]
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1 Irr_atn noe = 24.95[dB]
Irr_noise -
4 Decoupling = TRUE
Initial wait = 1[s]
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6-methoxy-2-(piperidin-1-yl)-4-p-tolyl-9,10-dihydrophenanthrene-1-carbonitrile (10c):
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Acq. Data Name: 11JUNO63A
Internal Sample Id: VJR-121A

=rnal | Spec. Record Interval: 0.
Ionlzatu_:n Mode, ESI+ Orifice1 Volt Sweep: 15V R?ng Lens Volt: 11 F
MS Cal_lbratlgn Name: YOKUDELNA_ES+_2000 Acquired m/z Range: 50.0..1000.0 Time of Maximum: 0.074[min]
Reduction History: Correct Base[5.0%];Average(MS[1] 0.066..0.088) o
Experiment Date/Time: 6/16/2011 9:51:47 AM
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] N
b Filename = RP_121A CARBON-3.jdf
Experiment = single_pulse_dec
Sample_id - RP_
Solvent = CHELOROFORM-D
Creation time =
Revision time =
Current_time -
Comment -
Data_format -
2 Me Dim_size -
Dim_title =
Dim_units -
Dimensions -
MeO it :
Spectrometer -
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X_acq duration = 1.04333312[s]
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] X offset = 100 [ppm]
2 X points - 32768
X prescans -4
X_resolution = 0.95846665 [Hz]
X_sweep = 31.40703518 [kHz]
Irr_domain = 1H
Irr_freq = 399.78219838 [MHz]
Irr offset = 5[p)
Clipped - FALSE
Mod return =1
Scans = 750
Total scans = 750
o s
X_90_width = 11.75[us]
X“acq_time = 1.04333312(s]
Xangle = 30[deg]
X at - 10[aB]
X _pulse = 3.91666667 [us]
Ifr_atn dec = 24.95[dB]
Irr_atn_noe = 24.95[dB]
Irr noise = WALT:
Decoupling = TRUE
Initial wait = 1[s]
= e = TRUE
< Noe_time = 2[s]
Recvr_gais - 54
Relaxation delay = 2([s]
Repetition time = 3.04333312[s]
Temp_get = 23.2[dC]
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7'-methoxy-2'-0x0-3-(piperidin-1-yl)-5-p-tolyl-3',4'-dihydro-2'H-spiro[cyclopenta|2,4]diene-1,1'-naphthalene]-2-

carbonitrile (11c):
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Acq. Data Name: 11JUN0B2A

Internal Sample Id: VJR-121B

lonization Mode: ESI+

MS Cal_ibration Name: YOKUDELNA_ES+ 2000
Redugtlon History: Correct Base[S,O%];Avgrage(MS
Experiment Date/Time: 6/16/2011 9:49:09 AM

x10°  Intensity (32004)

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0
[1]0.043..0.107)

Operator Name: admin

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[v]
Time of Maximum: 0.082[min]
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X : parts per Million : IH
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2]

®]

= CN Filename - RP_121B_CARBON-3.jdf
Author = delta

O Experiment = single_pulss_dec

Sample id - RD :
Solvent CHLOROFORM-D
Creation_time 16-MAY-2011 14:54

16-MRY-2011 14:57

[ Revision time :
< 23-MAY-2011 15:30:04

Current_time

Me Comment = RP 121B
Data_format = 1D COMPLEX
MeO Dinzize e
Dim title = 13c
v Dim units = [ppml
3 Dimensions -
ite = ECx 400P
Spectrometer = DELTA2_NMR
Field strength = 9.389766[T] (400 [MHz]
X acq duration = 1.043333121(s]
- X domain = 13c
& X froq = 100.52530333 [MHz]
X offset 100 [ppm]
X point 32768
X prescans 4
X resolution 0.95846665 [Hz]
op 31.40703518 [kHz]
Irr_domain = 10
= Irr freq = 399.78219838 [MHz]
= Irr_offset = 5 [ppm]
Clipped = FALSE
Mod_return 1
5 750
Total_scans 750
] X_90_width = 11.75[us]
2 X acq_time = 1.04333312(s]
X angTe = 30[deg]
Catn = 10[aB]
X pulse = 3.91666667 [us]
Irr_atn dec 24.95[dB]
Irr_atn noe 24.95[dB]
o Irr noise WALTZ
B Decoupling TRUE
Initial wait 1[s]
0 = TRUE
Noe_time = 2[s]
Recvr_gain = 58
Relaxation delay = 2[s]
Repetition time = 3.04333312[s]
== Temp_get = 22.3]dc]
§
H
2
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X : parts per Million : 13C

4-(4-bromophenyl)-6-methoxy-2-(piperidin-1-yl)-9,10-dihydrophenanthrene-1-carbonitrile (10d)
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Acq. Data Name: 11JUNO68A

Internal Sample Id: VJR-123A Spec. Record Interval: 0.4[s]
lonization Mode: ESI+ Orifice1 Volt Sweep: 15V Ring Lens Volt: 11[V]
MS Calibration Name: YOKUDELNA_ES+_2000 Acquired m/z Range: 50.0..1000.0 Time of Maximum: 0.069[min]
Reduction History: Average(MS[1] 0.064..0.071)
Experiment Date/Time: 6/16/2011 9:56:46 AM Operator Name: admin
x10>  Intensity (40337)
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Filename = RP_RP-123A_PROTON-3.j
Author - delta
Experiment = single_pulse.ex2
Sample_id = RP RP-123A
=] Solvent -
b Creation time =
Revision time =
Current_time =
Comment = RP RP-123A
Data_format = 1D COMPLEX
Dim size = 13107
Dim title = 1H
Dim_units = Ippml
Dimansions -x
- i = ECX 400P
. Spectrometer = DELTA2 NMR
Field strength = 9.389766[T] (400 [MHz]
“ X_acq duration = 1.36577024[s]
2 X domain =10
5 X freq = 399.78219838 [MHz]
X offset = 5[ppml
X points = 16384
X prescans -1
& X resolution = 0.73218757 [Hz]
@1 X_sweej = 11.99616123 [kHz]
5 Irr_domain =18
3 Irr_freq = 399.78219838 [MHz]
& Irr offset = 5ppml
Tri”domain -
Tri_freq = 399.78219838 [MHz]
Tri offset -
ippad = FALSE
3 Mod_return -1
] cans =16
=] a Total_scans =16
& a ol
- =104 X_90_width = 11.57 [us]
a2 gl e F X acq_time = 1.36577024 5]
@ X angle = 45[deg]
= Catn = 51dB]
X_pulse = 5.785[us)
Ifr_mode - off
Tri_mode - off
Dante_presat = FALSE
& Q Initial wait = 1[s]
= ¢ |é Recvr_gain =34
- Relaxation delay = 4[s]
Ropotition time = 5.36577024 [s]
Temp_get = 31.204C
: L ,__J
2
- ",
PO
T T T T T T T T T
Y VN Y\ ] O
£3 FTE8S § 2 g sn'-;.g ER SR
§% ZREEQ3E §§ §52=22 ZEEETE
Se ERcddéd e “nEaEa PIRERE R ]
X : parts per Million : 1H
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] MeO O

05

0.4
1

03
T

0.1

abundance

& JEOL

Filename = RP_123A CARBON-3.jdf
olta

Author
Experiment
Sample id
Solvent
Creation_time
Revision time
Current_time

ite
Spectrometer

Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.04333312[s]
X domain

8

13¢
100.52530333 [MHz]
m]

X points
X prescans
X resolution

3276
n

95846665 [Hz]
1.40703518 [kHz]

H
399.78219838 [MHz]

Irr freq
Irr offset 5 [ppm]
Clipped FALSE
Mod_return

Scans

50
750

Fl
I
o
1

=
n
8
8
8
a

11.75[us]
1.04333312[s]
0[deg]

»
F
a
5

10[aB]
3.91666667 [us]
95 [dB]

T
Decoupling
Initial wait

Relaxation delay
Repetition_time
Temp_get

sl
.04333312[s]
22.44C]

T T T T T
n.oM 150.0} /L\w.o /l):gk ﬂ.o\ /uo.o |1oo.o 90.0
£g QeI gusecpeoss S
8% 288 SUITE-28RE X
24 S28 SE8ISEESRE R
C¥  GdZ Shgsdcsced 3
B IIT  g[Agganmas =
X : parts per Million : 13C

77.3242
77.0000
76.6854
54,5842
53.1540
9003
4606
8302
0663
0354

5-(4-bromophenyl)-7'-methoxy-2'-oxo-3-(piperidin-1-yl)-3',4'-dihydro-2'H-spiro[cyclopenta[2,4]

naphthalene]-2-carbonitrile (11d):

Acq. Data Name: 11JUNO67A

Internal Sample Id: VJR-123B

lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000
Reduction History: Correct Base[5.0%];Average(MS[1] 0.081..0.117)
Experiment Date/Time: 6/16/2011 9:55:51 AM

Intensity (6178)

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.088[min]

Operator Name: admin

60004 489.11397
1 N
. CN
5000 ﬁ (6]
A Sog
1 MeO
4000
3000
2000-]
§ 492.13676
1000
4 488.11237
bbbt o e .
e R e e e e
300 400 500 600 700 800 900 1000

diene-1,1'-
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w
8
2 &
- & i dEDL
=] N @
- CN Filename = RP_RP-123B_PROTON-3.j
0 Author - delta
Experiment = single_pulse.ex2
g Sample id = RP_RP-123B
v g Solvent = CHLOROFORM-
Creation time = 18-MAY-2011 12:10:41
ovision time = 18-MAY-2011 12:13:24
] B Current_time = 23-MAY-2011 15:35:18
r Comment = RP RP-123B
- MeO Data_format - 1D COMPLEX
3 Dim size = 13107
Dim_title =1
Dim_units = Ippml
] Diménsions -x
= Site = ECX 400P
Spectrometer = DELTA2 NMR
ol
= Field strength = 9.389766[T] (400 [MHz]
X_acq duration = 1.36577024[s]
- X dom -1
el X freq = 399.78219838 [MHz]
X offset = 5ppml
X points - 16384
=1 w “prescans -1
= e X_resolution = 0.73218757 [Hz]
= X_sweep = 11.99616123 [kHz]
o Irr_domain =18
2 - Irr_freq = 399.78219838 [MHz]
2 Irr offset = 5 [ppml
s Tri”domain -
24 Tri_freq = 399.78219838 [MHz]
Tri offset = 5 [ppm]
Clipped = FALSE
= Mod_return =1
s s =16
Total_scans =16
27 X_90_width - 11.57 [us]
X acq_time = 1.36577024 [s]
X angle = 45[deg]
- X_atn = 5[dB]
X _pulse = 5.785[us]
Irr_mode - off
] © Tri_mode - off
2 Dante_presat = FALSE
o - % Initial wait = 1[s]
X ] “ . Recvr_gais - 38
3 Relaxation delay = 4[s]
ot Repetition time = 5.36577024[s]
Temp_get = 31.3[dC]
8
g
3
3 -
§ <
R I
: \J
=] L SIS
T T T T T T T T T
8.0 /}I\“WN A 6.0 50 4.0 A\ /tl\i“ /\ 2.0 ‘ ‘ 10 0
az883ee <8 B8RS 99%8E 2% g2
2888853 I3 EBEENG2 EE &3
crrdese  dé Gk dmne da =2
X : parts per Million : TH
-
g CN
Filename = RP_123B_CARBON-3.jdf
o Author = delta
Experiment - single pulse_dec
Sample id = RP 1238
Solvent = CHLOROFORM-D
Creation time = 20-MAY-2011 02:56:49
Revision time = 20-MAY-2011 02:59:30
Current_time = 23-MAY-2011 15:38:13
Br - .
MeO Data format - 10 COMPLEX
Dim size - 26214
Dim title - 13C
Dim units = [ppml
Dimensions =
Site = ECX 400P
Spectrometer = DELTA2 NMR
24 Field strength = 9.389766[T] (400 [MHz]
X _acq duration = 1.04333312[c]
X domain - 13c
= 100.52530333 [MHz]
= 100 [ppm]
X resolution - 0.95846665 [Hz]
= 31.40703518 [kHz]
T
= 399.78219838 [MHz]
= 5 [ppnl
- FALSE
-1
- 750
= 750
= 11.75[us]
- = 1.04333312(s)
3 = 30[deg]
= 10[aB]
= 3.91666667 [us]
= 24.95[dB]
= 24.95[aB]
" = WALTZ
Dacoupling = TRUE
Initial wait = 1[s]
o = TRUE
Noe_time = 2[s]
Recvr_gain - 58
Relaxation delay = 2[s]
Repetition time = 3.04333312[s]
Tamp_get = 22.5(ac]
§
E
£ -
2
T T T T T T T T T T T T T T T T T T
2100 200.0 1900 1800 170.0 w}nK 150.0 1409 }K 20.0 }(M 1000 90.0 80.0 70.0 60.0 500 400 m.; 200 100 0
| l 7\ A T TN
< ooz ggr=cae e® esz ®w & ace
s hh g b 3 = £s
H g8k Aadgngy It RS 8% & &R
X : parts per Million : 13C

7'-methoxy-3-morpholino- 'H,4H-spiro[cyclopenta[c]thiochromene-1,1'-naphthalene]-

carbonitrile (17a):

0x0-3',4"-dihydro-
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Acq. Data Name: 10FEB119A

Internal Sample Id: VJR-77

lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Experiment Date/Time: 2/11/2010 3:44:31 PM

100

90

80

70

40

30

20

Relative Intensity
(0]

2

N

MeO

VJR-77

Acqg. Data Name(FullPath): EA\JAN10A/FEB10:10FEB119A Sample Comments: DART

lon Guide RF Volt: 550V
Orifice1 Volt Sweep: 28V

] ¢ : it Acquired m/z Range: 10.0..1050.0
Reduction History: Determine m/z[Peak Detect[Centroid,50,Area];Correct Base[5.0%];Smooth(3]];Add[Correct Base[5.0%];Average(MS[1] 0.302..0.312);,1.0]; Correct Base[5.0%];...

CN

SIO

457.15457

miz

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 13[V]
Time of Maximum: 0.109[min]

Operator Name: admin

767.47775

600 800

opm

1000

Current Data Parameters

NAME vjr77.temp
EXPNO i
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100212
Time 16.16
INSTRUM spect
PROBHD 5 mm Multinucl
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 32
DS 2
SWH 9578.544 Hz
FIDRES 0.146157 Hz
AQ 3.4210291 sec
RG 1149.4
DW 52.200 usec
DE 6.00 usec
TE 294.2 K
D1 1.00000000 sec
MCREST 0.00000000 sec
MCWRK 0.01500000 sec
CHANNEL f1 =
1H

6.88 usec
PL1 -3.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
ST 32768
SF 300.1300005 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PE 1.00

23
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o o ol g
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o i Il
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7T
TaATER

i

S JEOL

N Filanama = BP _VJR-T7_CAESOH-4.3id
Authar - dalta
Experiment = single pulss dec
sampla 1a - B9 VIE-77
Soavent = CHLOROFORM-D
o CN var’ 7 e
Reviston tims - 21-JUN-2011

Currant tizme
S i
Data_rormat
Dim siza
Dim title
Dim wnits
Dimensicns
sits
Bpactrometar

Fisld streagth = 3.2B3755[T] (400 [MEs]
X acq curation = 1.043333120s]
X doma; - 12c
fraq - 100.53530333 MEx]
X ofgsct - 100[ppml
points - 32768
o] X prascans -1
s X rasclution = 0.35B45865 [Ha]
swasp 1.40703518 (k5]

RLRC
-é.wwu
1% 9854
doknHAy
E
E gl il
o
L
BEETE
i
du
ad
T

X 20 wiatn - 11.75[aa]
X acq time - 1.c433331208]
X angle - 300deq
X ata = 10[4E]
X pulss - 3.51865867 [us]
Iz atn dec = 24,55 [48]
Irr atn mos = 24,355 [a8]
— Irr ooiss = WALTZ
_— ¥ Decoupling - TRIE
R 58 o Initial wait - 1151
&7 g Hoa = TEUE
e Noa_time = 2181
| Recvr_gain -5
Relaxation delay = Z[s]
|l e T e

Temp get - 22.7%a0]

270865
1az94

T S48

shundsnce

T T T T T T T T T T T T T T T T T T T T T T T T T
12000 210.0 2000 1900 1800 1700 160.0 150.0 140.0 130.0 1200 1100 1000 200 800 700 600 500 400 300 200 100 0 -100 -200f

X : parts per Million : 13C

7'-methoxy-2'-0x0-3-(piperidin-1-yl)-3',4'-dihydro-2'H,4H-spiro[cyclopenta[c|thiochromene-1,1"-naphthalene]-2-
carbonitrile (17b):
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Acq. Data Name: 10JANO76A

Internal Sample Id: VJR-106

lonization Mode: ESI+ Orifice1 Volt Sweep: 15V

MS Calibration Name: YOKUDELNA_ES+_2000 Acquired m/z Range: 50.0..1000.0
Reduction History: Correct Base[5.0%];Average(MS[1] 0.081..0.086)

Experiment Date/Time: 1/19/2011 4:54:51 PM

Relative Intensity

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.094[min]

Operator Name: admin

1001 455.17544
] N
80 - s CN
(76
7 MeO O
60
40
456.18433
20
454.16966
o - 453.16399
0 e e
200 400 600 800 1000
miz
AM-106
@ NOTONM o
Senaatad S:moof\.’b‘lgzg e N N R R R Av B Bt g
OO WM HOM
AANNo8iEeseerrhIn® B A S LR R IR PN P e g B
A N e SRR CR R R AR R R R e R PR RN ENENENPN

/—6.8654

T

" TN

/
T 3.2650

.8
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0.9
6.49

N
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S JEOL

Pilename - BP_VJR-106 CARSCN-4.3
Author - dsita
Expariment - single pulsc dac
N Sampls 14 - BP VJR-10%
Salvant - CHEGROPOI
21 Creation time = 16-JUH-2011 20:08:55
Fovisionm time = 21-JUK 2011 13:26-
CN Current Eims = 21-TUN-2011 13:35:44
3 - B9 VIR-104
Data format = 1D COMPLED
Dim size - 25114
Dim title -
Dim wnits -
Dimansions -
51t -
Spectromstar -
Fiald strength = 3.385755[T] (400[MEz]
¥ acq auration = 1,04333312(8]
21 X doms: = 13c
X freg = 10052530333 pEs]
X offsat - 100,
X points - 32788
¥ prascans -4
X rasoluticn - 0.s58ssess[Ea
X_sweep = 31.40703518 [1Ex]
Ter dcmain -
Irr freg = 355.78215838 MEx]
ez orfsct - sippm1
Clipped - FALZE
Mod_ roturm -1
MeO =T
Total scans - 750
2 % 50 wisen - 11.75ma
¥ acg tims - 1.04333312(8]
¥ angle - 300deql
X atn - 10[4E]
¥ pulse - 3.51865867 [us]
Irr_atn deo -
Irr atn noe = 24.35[a5]
Irr noise - WALTZ
Decoupling - TRIE
= Initial watt - 1s]
A Xo9_time = 2181
& Recvr_gain - =
Eelaxation delay = 2(s]
| Fepstition time = 3.04333312[s]
] - Temp gut - 22.7[aC]
v S
* l
2 |
5

T T T T T T T T T T T T T T T T T T T T T T T T T
2300 2100 2000 199.0 180.0 170.0 160.0 150.0 1400 130.0 1200 110.0 1000 900 500 700 600 500 400 300 200 100 0 -10.0 —200
X : parts per Million : 13C

6'-methoxy-2'-0x0-3-(piperidin-1-yl)-3',4'-dihydro-2'H,4H-spiro[cyclopenta[c|thiochromene-1,1"-naphthalene]-2-
carbonitrile (17¢):

Acq. Data Name: 11FEB034A

Internal Sample Id: VJR-108 Spec. Record Interval: 0.4[s]
lonization Mode: ESI+ Orifice1 Volt Sweep: 15V Ring Lens Volt: 11[V]

MS Calibration Name: YOKUDELNA_ES+_2000 Acquired m/z Range: 50.0..1000.0 Time of Maximum: 0.417[min]
Reduction History: Correct Base[5.0%];Average(MS[1] 0.409..0.425)

Experiment Date/Time: 2/7/2011 2:08:04 PM Operator Name: admin

Relative Intensity

50
4 455.17584
40
30
204
i 456.17173
10|
| 454.15708 457.16810
239.13090
o dctan I N
e et
200 300 400 500 600 700 800 900

miz
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vjr-108

8-chloro-6'-methoxy-2'-0x0-3-(piperidin-1-yl)-3',4'-dihydro-2'H,4 H-spiro|cyclopenta|c]thiochro-

(32}

ol
o
Al

1
—

naphthalene]-2-carbonitrile (17d):

Acq. Data Name: 11FEB032A

Internal Sample 1d: VJR-109

lonization Mode: ESI+
MS Calibration Name: YOKUDELNA_ES+_2000

Experiment Date/Time: 2/7/2011 2:03:46 PM

Relative Intensity

1001

80 +

60 4

40

20

0 bbbl

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0
Reduction History: Correct Base[5.0%];Average(MS[1] 0.100..0.112)

R

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.102[min]

Operator Name: admin

ek
M~ DO e
W0 oo o
OHMN—HOO N
0O O W W i~ S
MMM MMM e T Mo NN N NN o s
i ;
|
I
|
Oad
&
%
o
)
r,"";'/
| e ﬂ
T T T T
3 2 1 0 -1 ppm
NI
o 13| ox! o'
Sl Lol ISl i
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N
CN
TILTp
cl O
MeO
491.12911
49213676
488.12541
; L
T T T T T T T T T T T T T T T
200 300 400 500 600 700
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VJR-109

72.43

51.46

MMMMWMMMMM%MMMmwmwihm ki bk

T T T T

200 180 160 140 120 100 80

60

T T
40 20

Ppm

6'-methoxy-2'-0x0-3-(piperidin-1-yl)-3',4,4',5-tetrahydro-2'H-spiro[cyclopenta[a]naphthalene-1,1'-naphthalene]-2-

carbonitrile (17¢):

Acq. Data Name: 11FEBO33A

Internal Sample Id: VJR-110

lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0

Reduction History: Correct Base[5.0%];Average(MS[1] 0.045..0.195)

Experiment Date/Time: 2/7/2011 2:05:11 PM
Relative Intensity

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.103[min]

Operator Name: admin

A 437.21884
] N
1 CN
- O0Te
20 MeO
15
10|
. 438.21281
1 17710034
5
. 436.20129
E 19511099 270.13338 439.21412
i m ‘ I b e zelk n -
[el——— T T T T T T T T T T T T T T T
200 300 400 500 600 700
: miz
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% [
N H.0
=3 CN Filename = EP WIR-110_PROTON-4.]
= Author = delta
Experiment = singla pulse.ax?
‘ 0 Sampls_id - EP_WIR-110
Solvent - CELOROFORN-D
=1 Creation_time = 11-JUL-2011 12:11:53
- Ravision time = 15-JUL-2011 15:12:06
Current Eima = 15-JUL-2011 15:12:45
t - EF WIR-110
. Datz_format =
& Dim size = 13107
Dim title - 1E
Dim umits - Ippml
Dimensicas -
Bita = ECX 4000
2 Bpectromatar - DELTAZ MMR
MeOQ Ficld stremgth = $.389766[T] [400[MEx]
X acg duration = 1.38577024([s]
X domain - 18
= Xfr = 335.78219838 [MIx]
X offiat = Sippal
™ X points = 16384
] X Treac -1
X rasolution = 0.73218757 [Ex]
= p = 11.359616123 [kKEx]
2H ITr domain - 1
Irr frag = 395.TE219838 [MHZ]
Irr offset - 5f
I Tri somain =
] Tri fra - 135.78115836 [MIx]
2 CDClz T ofaer = Sippal
" Clippad = EALEE
2 Mod_raturn -1
Scans - 1&
23 5H IH Total_scams - 18
X_50_width = 11.57[us]
X acg time = 1.36577024(8]
X angla - 451deg]
Xatn - S[dB]
23 r X palsa = 5.785[ua]
a 1H Irr mode - ot
6H Tri mods - ore
Dacte prasat = FALEE
Ioitial wait - 1[s]
2 Hai gain - 38
3H 1H Relaxation delay = 4[s]
Hapatition tima = 5.35577024 (s8]
Tamp_gat - 33
HEE 1H
L .
5 : J l
z
s - . "
T T T T T T T T T
&0 /)]0%1\ f\ [ 1] 40 | A\\S.ﬂ A 1 ’)lll\ ]
fLps o IEgz |~ ::g
LECEE E 3E4% 43 g2
bkt % Aded A b ]

2'-0x0-3-(piperidin-1-yl)-3',4'-dihydro-2'H,4H-spiro[cyclopenta[c]thiochromene-1,1'-naphthalene]-2-carbonitrile

176

Acq. Data Name: 11FEB145A
Internal Sample Id: VJR-112
lonization Mode: ESI+

MS Calibration Name: YOKUDELNA_ES+_2000

Experiment Date/Time: 2/15/2011 3:44.06 PM

Relative Intensity

Orifice1 Volt Sweep: 15V
Acquired m/z Range: 50.0..1000.0
Reduction History: Determine m/z[Peak Detect[Centroid,50,Area];Correct Base[5.0%];Smooth[3]];Add[Correct Base[5.0%];Average(MS[1] 0.162..0.163);,1.0];Correct Base[5.0%];...

Spec. Record Interval: 0.4[s]
Ring Lens Volt: 11[V]
Time of Maximum: 0.083[min]

Operator Name: admin

100 % 42516462
N
27 CN
" QA
80
"7 O
60 -|
50 -
40
30
20
1 )
104
0 T . i i Bzl i s 0 T —— i .
R e e e e e LA B e e
200 400 600 800
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wa

3

ahundance

¢DCls
% 1H
1H
3H
S|1H
2H['s

EH

H2:0

S JEOL

Carrent_time

Comment
Data_format

Spectromatar

Field strsugth
X

X_30_width
X acg time

X angla

X atn

X palsa

Irr_mode

Tri mode
Danta_prasat
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