Electronic Supplementary Material (ESI) for Organic .
This journal is © The Royal Society of Chemistry 2014

Supporting Information

Synthesis and Properties of Imidazolo Fused Benzotriazinyl Radicals

Andrey A. Berezin,T Christos P. Constan‘[inides,T Styliana 1. Mirallai,T Maria Manolif Levy L.

Cao, t Jeremy M. Rawson,i Panayiotis A. Koutentis '

" Department of Chemistry, University of Cyprus, P.O. Box 20537, 1678 Nicosia, Cyprus

* Department of Chemistry and Biochemistry, University of Windsor, 401 Sunset Avenue,

Windsor, Ontario, Canada N9B 3P4

koutenti@ucy.ac.cy

S1


mailto:koutenti@ucy.ac.cy

Supporting Information

Table of Contents Page
Figures S1-S10. Cyclic Voltammetry Spectra of Radicals 4a-i and 5 S3
Figures S11-S20. Solid-State EPR Spectra of Radicals 4a-i and 5 S8
Figures S21-S30. Solution EPR Spectra of Radicals 4a-i and 5 S13
Figures S31-S32. X-Ray Crystallographic Data for Radicals 4a and 5 S18
NMR Spectra. 'H and >C NMR Spectra for All New Compounds and S21

"H NMR Spectra of Known Compounds 13a, 13b, 14 and N-(4-nitrophenyl)acetamide Prepared via

New Routes

S2



Cyclic Voltammetry Spectra of Radicals 4a-i and S

Figure S1. Cyclic voltammogram of radical 4a
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Figure S2. Cyclic voltammogram of radical 4b
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Figure S3. Cyclic voltammogram of radical 4¢
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Figure S4. Cyclic voltammogram of radical 4d
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Figure SS. Cyclic voltammogram of radical 4e
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Figure S6. Cyclic voltammogram of radical 4f
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Figure S7. Cyclic voltammogram of radical 4g
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Figure S8. Cyclic voltammogram of radical 4h
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Figure S9. Cyclic voltammogram of radical 4i
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Figure S10. Cyclic voltammogram of radical 5
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Solid-State EPR Spectra of Radicals 4a-i and 5

Figure S11. Solid-state EPR spectrum of radical 4a
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Figure S12. Solid-state EPR spectrum of radical 4b
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Figure S13. Solid-state EPR spectrum of radical 4¢
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Figure S14. Solid-state EPR spectrum of radical 4d
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Figure S15. Solid-state EPR spectrum of radical 4e
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Figure S16. Solid-state EPR spectrum of radical 4f
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Figure S17. Solid-state EPR spectrum of radical 4g
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Figure S18. Solid-state EPR spectrum of radical 4h
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Figure S19. Solid-state EPR spectrum of radical 4i
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Figure S20. Solid-state EPR spectrum of radical 5
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Solution EPR Spectra of Radicals 5 and 4a-i

Figure S21. Solution EPR spectrum of radical 4a
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Figure S22. Solution EPR spectrum of radical 4b
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Figure S23. Solution EPR spectrum of radical 4¢
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Figure S24. Solution EPR spectrum of radical 4d
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Figure S25. Solution EPR spectrum of radical 4e

Simulation

e e mmam i, P, i oy e A
i

U\[U Experimental

3275 3300 3323 3330 3375 3400 3425

Figure S26. Solution EPR spectrum of radical 4f
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Figure S27. Solution EPR spectrum of radical 4g
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Figure S28. Solution EPR spectrum of radical 4h
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Figure S29. Solution EPR spectrum of radical 4i
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Figure S30. Solution EPR spectrum of radical 5
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X-Ray Crystallography. Radical 4a (CCDC 940089)

Data were collected on an Oxford-Diffraction Supernova diffractometer, equipped with a CCD
area detector utilizing Cu-Ka radiation (A = 1.5418 A). A suitable crystal was attached to glass
fibers using paratone-N oil and transferred to a goniostat where they were cooled for data
collection. Unit cell dimensions were determined and refined by using 3520 (3.34<6<72.47)
reflections. Empirical absorption corrections (multi-scan based on symmetry-related
measurements) were applied using CrysAlis RED software.' The structures were solved by direct
method and refined on F* using full-matrix least squares using SHELXL97.> Software packages
used: CrysAlis CCD' for data collection, CrysAlis RED' for cell refinement and data reduction,
WINGX for geometric calculations,” and DIAMOND for molecular graphics. The non-H atoms
were treated anisotropically. The hydrogen atoms were placed in calculated, ideal positions and

refined as riding on their respective carbon atoms.

Crystal refinement data (4a): C3;;H2oNs, M = 476.55, Triclinic, space group P -1, a = 7.8924(8)
A, b=113721(9) A, ¢ = 13.2802(12) A, a = 96.019(7)°, B = 90.262(8)°, y = 96.237(8)°, V =
1178.20(19) A’, Z =2, T = 100(2) K, peatca = 1.343 g cm™, 20max = 67. Refinement of 334
parameters on 4186 independent reflections out of 7408 measured reflections (Riy = 0.0284) led
to Ry = 0.0452 [I>2s(I)], wR, = 0.1356 (all data), and S = 1.044 with the largest difference peak
and hole of 0.220 and -0.315 ¢, respectively.

Figure S31. A partially labelled plot of 1,3,7,8-tetraphenyl-4,8-dihydro-1H-imidazo[4,5-

gl[1,2,4]benzotriazin-4-yl (4a). The hydrogen atoms were omitted for clarity.
S18



X-Ray Crystallography. Radical 5 (CCDC 940088)

Data were collected on an Oxford-Diffraction Supernova diffractometer, equipped with a CCD
area detector utilizing Cu-Ka radiation (A = 1.5418 A). A suitable crystal was attached to glass
fibers using paratone-N oil and transferred to a goniostat where they were cooled for data
collection. Unit cell dimensions were determined and refined by using 2999 (4.99<6<66.99°)
reflections. Empirical absorption corrections (multi-scan based on symmetry-related
measurements) were applied using CrysAlis RED software.' The structures were solved by direct
method and refined on F* using full-matrix least squares using SHELXL97.> Software packages
used: CrysAlis CCD' for data collection, CrysAlis RED' for cell refinement and data reduction,
WINGX for geometric calculations,” and DIAMOND for molecular graphics. The non-H atoms
were treated anisotropically. The hydrogen atoms were placed in calculated, ideal positions and

refined as riding on their respective carbon atoms.

Crystal refinement data (5): C9H20N4O, M = 440.49, Triclinic, space group P -1, a = 7.8405(13)
A, b =9.2163(12) A, c = 15.484(2) A, a = 96.813(11)°, = 90.713(13)°, y = 104.161(13)°, V =
1076.2(3) A’, Z =2, T = 100(2) K, peaica = 1.359 g cm”, 20max = 67. Refinement of 307
parameters on 3820 independent reflections out of 6475 measured reflections (Ri = 0.0260) led
to R; = 0.0471 [I>2s(I)], wR,= 0.1323 (all data), and S = 1.028 with the largest difference peak
and hole of 0.217and -0.257 ¢”, respectively.

Figure S32. A partially labelled plot of 1,3,7-triphenyl-1,4-dihydro[ 1,3]Joxazolo[4,5-
gl[1,2,4]benzotriazin-4-yl (5). The hydrogen atoms were omitted for clarity.
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'H and *C NMR Spectra for All New Compounds and 'H NMR Spectra of Known
Compounds 13a, 13b, 14 and N-(4-nitrophenyl)acetamide Prepared via New Routes
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N-(Pyridin-2-yl)picolinimidamide (6k)
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N-(1,7-Dihydro-7-oxo0-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-phenylbenzimidamide (7a)
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N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1,2 4]triazin-6-yl)-N'-p-tolylbenzimidamide (7b)
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N-(1,7-Dihydro-7-oxo0-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-p-tolylbenzimidamide (7b)
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Current Data Parameters

NAME Andrey
EXPNO 572
PROCNO 572

F2 - Acquisition Parameters
Date_ 20121017

Time 21.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod

D 65536
SOLVENT CDCI3

NS 6000

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec

TE 297.2K
CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
d20 0.00689655 sec
DELTA 0.00000908 sec
TDO 1

======== CHANNEL 1
NUCA1 13C

P1 7.13 usec

p2 14.26 usec

PL1 -2.00 dB

SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H

PCPD2 110.00 usec
PL2 0.00 dB

PL12 22.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
Sl 32768

SF 75.4677542 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



N-(1 7-Dlhydro 7-0xo0-1,3-diphenylbenzole][l,2 4]triazin-6-yl)-N '-(4-methoxyphenyl)benztmzdamtde (7¢c)
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Current Data Parameters

NAME Andrey
EXPNO 142
PROCNO 1

F2 - Acquisition Parameters
Date_ 20121016
Time 15.16
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDCI3

NS 16

DS 2

SWH 10330.578 Hz
FIDRES 0.157632 Hz
AQ 3.1719425 sec
RG 181

DW 48.400 usec
DE 6.50 usec

TE 296.1 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
SFO1 500.0361158 MHz
NUCA1 1H

P1 11.75 usec
PLWA1 15.41699982 W
F2 - Processing parameters
Sl 65536

SF 500.0330400 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00



N-(1,7-Dihydro-7-oxo0-1,3-diphenylbenzo[e][1,2 4 ]trzazm-6-yl)-N (. 4-meth0xyphenyl)benztmldamlde (7¢c)
N < © N © DLIONNANOUL NN ML O
2 2PRE LB2FSEQRLERBPIEES § 8 z R 3
o O ¥ @ CNTBYIVOI R RGO N 6@ +t o “ 0 Q9 < Current Data Parameters
= LoLL I¥sooofeddNdNdd o 2 3 KR 5 NAME  Andrey
I NN L o S B e ey e I ~I [ EXPNO 144
3 | PROCNO 1
703 | | 2 8 9g N0 I
3 cH, ® - d®d No©o - Acquisition Parameters
3 | S 223 S Dgte_ 20121016
093 o ‘l- ‘l- ‘l- ‘l- ‘—I\E; Time 16.03
3 o X INSTRUM spect
3 I 1.0 11 PROBHD 5 mm PABBO BB-
0.8 3 o N | . PULPROG jmod
E N AN SN ] TD 65536
WA ] SOLVENT CDCI3
"3 ] NS 1256
E NH \N 0.5 ] | DS 4
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0.4 E 130.5 130.0 129.5 129.0 128.5 TE 2971 K
3 CNST2 145.0000000
0.3 3 | ! CNST11 1.0000000
3 D1 2.00000000 sec
3 D20 0.00689655 sec
0.2 3 TDO 1
01 ; ======== CHANNEL f1 ========
3 SFO1 125.7459782 MHz
3 ) N Y . . NUC1 13C
0.0 3 ) P1 8.70 usec
E P2 17.40 usec
0 3 PLWA1 138.00000000 W
-1 g |
é | I I I | ! | | ! ======== CHANNEL f2 ========
021 I SFO2 500.0350280 MHz
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] | | GB 0
E ' l PC 1.40
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N'-(4-F luorophenyl)-N-( 1,7-dihydro-7-oxo-1,3-diphenylbenzo[e][1,2 4]triazin-6-yl)benzimidamide (7d)
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Current Data Parameters

NAME Andrey
EXPNO 574
PROCNO 574

F2 - Acquisition Parameters
Date_ 20121019
Time 15.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 322.5

DwW 81.000 usec
DE 9.00 usec

TE 296.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 9.00 usec

PL1 0.00dB

SFO1 300.1318534 MHz

F1 - Acquisition parameters

NDO 2

TD 256

SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SW 10.284 ppm

FnMODE undefined

F2 - Processing parameters

Sl 32768

SF 300.1300058 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

F1 - Processing parameters
Sl 1024

MC2 QF

SF 300.1300000 MHz
WDW SINE

SSB 0

LB 0.30 Hz

GB 0.1
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N'-(4-Fluorophenyl)-N-(1,7-dihydro-7-oxo-1 ,3-diphenylbenzo[e][1,2 4]triazin-6-yl) benzimidamide (7d)
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Current Data Parameters

NAME Andrey
EXPNO 575
PROCNO 575

F2 - Acquisition Parameters
Date_ 20121019

Time 16.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod

TD 65536
SOLVENT CDCI3

NS 1200

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 4597.6

DW 27.800 usec
DE 6.00 usec

TE 296.2 K
CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
d20 0.00689655 sec
DELTA 0.00000908 sec
TDO 1

======== CHANNEL f1 ========
NUCA1 13C

P1 7.13 usec

p2 14.26 usec

PL1 -2.00 dB

SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H

PCPD2 110.00 usec
PL2 0.00 dB

PL12 22.00dB
SFO2 300.1312005 MHz
F2 - Processing parameters
Sl 32768

SF 75.4677524 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



N '-(4-Chlorophenyl)-N-(1 7-dlhydro 7-oxo0-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl) benzimidamide ( 7e)

383 SRECR 9885885352853 3e 8
S3 aoas NIEEININININE NN NN el P Current Data Parameters
o O 0O 0O 0O MNNNNN NNNNNNNNNNNNN © © ©
[/ Nle— e e N A [/ NAME Andrey
E I EXPNO 577
103 PROCNO 577
E F2 - Acquisition Parameters
. | Date_ 20121024
0.9 3 Time 20.09
= INSTRUM spect
3 PROBHD 5 mm PABBO BB-
83 Cl PULPROG 2930
E TD 65536
3 SOLVENT CDCI3
S (0] N NS 16
07 3 N N DS 2
3 SWH 6172.839 Hz
1 FIDRES 0.094190 Hz
0.6 J NN | AQ 5.3084660 sec
E NH N RG 3225
E DW 81.000 usec
05 1 DE 9.00 usec
E I TE 296.2 K
] ' | l D1 1.00000000 sec
- TDO 1
0.4 g | |
E | ======== CHANNEL f1 ========
3 | NUC1 1H
0.3 P1 9.00 usec
E PL1 0.00 dB
3 || SFO1 300.1318534 MHz
— |
02 E ' I ! F1 - Acquisition parameters
E NDO 2
3 I D 256
0.1 3 SFO1 300.1314 MHz
3 ' FIDRES 12.056327 Hz
E N SwW 10.284 ppm
0.0 13 FnMODE undefined
1.89 2.04 5.31 3.12 5.18 2.00 2.03 1.00
| I— | I— E |=| El E | I— L F2 - Processing parameters
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 T T T T T T T T T T T T T T T T T T T T T T T Sl 32768
B IBT AL BSIN2B5352H 3 &3 WDW EM
S VMM COIITNONONT NN~ 0 N SSB 0
DO WO MNNMNNMNNMNNNNNNNNOOO N
e N R e e e | 8 030 He
105 ! | PC 1.00
3 | I F1 - Processing parameters
0.5 3 ! || Sl 1024
3 j}L ﬂ J MC2 QF
] | I SF 300.1300000 MHz
— - WDW SINE
0.0 1.89 2.04 5.315.18 203 1.00 SSB 0
[ U [ [ 3] LB 0.30 Hz

T T T T T I T T
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 15 1.0 0.5 GB 0.1
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S I I 55Nt I NAME Andrey
E | EXPNO 578
1.0 3 PROCNO 578
= 0] 0 < N~ OO N
E ® IS RE8E & Cl
3 o ooo 0 0 O O F2 - Acquisition Parameters
0.9 3 e ged gog d | Date_ 20121024
E I i ~~l | | Time 20.16
08 1 o | | INSTRUM spect
e 0 | PROBHD 5 mm PABBO BB-
E 1 | PULPROG jmod
0.7 3 ] I D 65536
3 - SOLVENT cDCI3
3 . NS 1200
0.6 3 ] DS 4
E 4 SWH 17985.611 Hz
—3 FIDRES 0.274439 Hz
053 0.5 4 AQ 1.8219508 sec
3 ] RG 16384
0.4 3 - | DW 27.800 usec
3 . | DE 6.00 usec
3 ) = 296.2 K
03 3 ] | CNST2  145.0000000
E . CNST11 1.0000000
VE 001 D1 2.00000000 sec
é TTT I TTTT | TTTT I LILBLEL | LI I TTTT | LILBLEL I LI | LILBLEL I LI | 1 dDZEOLTA O.Oooggggggsozec
= . sec
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3 " " AN A UL«JI A PO RSP - s iy === === == CHANNEL 1
0.0 3 NUCT 13C
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3 I ' | | PL1 -2.00 dB
E | [ SFO1 75.4752953 MHz
027
E ======== CHANNEL 12
— CPDPRG2 waltz16
-0.33 NUC2 1H
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[} NTOANNDOMMOVWMODONON OON O PL2 0.00dB
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s — | ~I~ ,
— F2 - Processing parameters
1.0 3 | sl 32768
E SF 75.4677532 MHz
] WDW EM
0.5 ] | | SSB 0
E LB 1.00 Hz
E l GB 0
0.0 3 T I M PC 1.40
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N '-(4-Bromophenyl)-N-(1 7-dihydro-7-oxo-1,3-diphenylbenzo[e][1,2 4]triazin-6-yl)benzamidine (7f)
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3 Br Current Data Parameters
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= O N
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0.357 F2 - Acquisition Parameters
3 NN | Date_ 20121016
E NH N Time 19.44
0.307 | I INSTRUM spect
3 | | PROBHD 5 mm PABBO BB-
3 I PULPROG zg30
0251 D 65536
3 SOLVENT CDCI3
3 ' w | NS 16
0.203 ! | | DS 2
E [ SWH 10330.578 Hz
E FIDRES 0.157632 Hz
G753 AQ 3.1719425 sec
E | RG 161
E P | DW 48.400 usec
0103 | DE 6.50 usec
3 | TE 296.6 K
E D1 1.00000000 sec
S TDO 1
E j(\ ======== CHANNEL f1 ========
(TO: A SFO1 500.0361158 MHz
E NUC1 1H
1.71 1.98 519 320 7.17 1.96 1.00 P1 11.75 usec
| — &I |=| ﬁl [ — — PLW1 15.41699982 W
T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T T I T T T T T T T T T I T T T T T T T
9.0 8.5 8.0 7 S 7.0 6.5 F2 - Processing parameters
8 88 o o s 65536
P 22 e 2 SF 500.0330400 MHz
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3 LB 0.30 Hz
E GB 0
] PC 1.00
0.5 4
] |
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N'-(4-Bromophenyl)-N-(1,7-dihydro-7-oxo-1,3-diphenylbenzo[e][1,2 4]triazin-6-yl)benzamidine (7f)
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Current Data Parameters

NAME Andrey
EXPNO 147
PROCNO 1

F2 - Acquisition Parameters
Date_ 20121016

Time 21.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod

D 65536
SOLVENT CDCI3

NS 2400

DS 4

SWH 29761.904 Hz
FIDRES 0.454131 Hz
AQ 1.1010048 sec
RG 2050

DwW 16.800 usec

DE 6.50 usec

TE 298.1 K

CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
D20 0.00689655 sec
TDO 1

======== CHANNEL f1 ========
SFO1 125.7459782 MHz
NUC1 13C

P1 8.70 usec

P2 17.40 usec
PLWA1 138.00000000 W
======== CHANNEL f2 ========
SFO2 500.0350280 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 15.41699982 W
PLW12 0.33258000 W
F2 - Processing parameters
Sl 32768

SF 125.7334098 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



N'-(4-1odophenyl)-N-(1,7-dihydro-7-oxo0-1 ,3-diphenylbenzo[e][1 2 4]triazin-6-yl) benzimidamide (7g)
S5 R8BS CRBIIIRIYZ ] B B N
0 © 0 o g NNNNNMNNNNN N © © © Current Data Parameters
|~ ~l AR TR M e [ ¢ NAME Andrey
| EXPNO 579
PROCNO 579

F2 - Acquisition Parameters
Date_ 20121027

I | Time 22.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
0] N D 65536
N N | SOLVENT coCi3

= NS 16
3 DS 2
E \ | SWH 6172.839 Hz
3 | FIDRES 0.094190 Hz
3 NH N n AQ 5.3084660 sec
E RG 3225
3 DW 81.000 usec
e | DE 9.00 usec
3 u TE 296.2 K
E D1 1.00000000 sec
— 3 | | TDO 1
E ======== CHANNEL f1 ========
3 ' NUC1 1H
3 | P1 9.00 usec
E ' PL1 0.00 dB
3 i I SFO1  300.1318534 MHz
= |
3 F1 - Acquisition parameters
E NDO 2
E TD 256
E | SFO1 300.1314 MHz
3 ' FIDRES  12.056327 Hz
E SwW 10.284 ppm
— et FAMODE  undefined
1.87 2.05 5.17 495 499 1.91 1.00 .
l |1 11 | [ F2 - Processing parameters
T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T SI 32768
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NN OOCOOANNONONANNTO KO O o WDW EM
S5 BA8EIBIIIRIAN BB I 5 SSB 0
— = e |~ | GB 0
3 | [ PC 1.00
] ! | F1 - Processing parameters
5 3 I | Sl 1024
3 | MC2 QF
] A }1 SF 300.1300000 MHz
1.87 2.05 5.17 4.99 1.91 1.00 \éVSDBW %INE
[ [ - | | LB 0.30 Hz
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N ©(4 ITodophenyl)-N-(1,7 dihgd:;o 7ooxo 1'\ 3 dghe,\n‘)_’lgegzo[ei[i ,i,gjinc\cllzm 6 yl)benzzmzdgmlde (7g)
B 853 8 & & IILE ERBIER 3 2 3
%) < o e} < - NWOY® S 00 o0 O © O o @ N
< Te e 3 T 3 O99ER STSST T = 3 3 Current Data Parameters
I S I I I NS I NAME Andrey
__ 7 | EXPNO 580
1-0§ S 58 R PROCNO 580
E 0 = 9 N o<
) 3 ]! 8 2 LY I F2 - Acquisition Parameters
3 TT 7 TV ' Date_ 20121027
E ' ' ' | |Tr\ig$RUM 229
3 spect
0.8 3 1.0 L] | N 0o N N PROBHD 5 mm PABBO BB-
3 T PULPROG jmod
0.7 3 ] D 65536
3 SOLVENT CDCI3
3 ] ' NH Y NS 1200
0.6 3 ] DS 4
E i SWH 17985.611 Hz
3 i FIDRES 0.274439 Hz
0.5 3 — AQ 1.8219508 sec
E S | | RG 16384
04 3 E DW 27.800 usec
- 1 DE 6.00 usec
E 7 TE 296.2 K
033 7 ' CNST2  145.0000000
3 ] CNST11 1.0000000
E ] D1 2.00000000 sec
0.2 3 ] d20 0.00689655 sec
3 ] DELTA  0.00000908 sec
E 0 TDO 1
013 1305 130.0 1295 129.0 1285
= ======== CHANNEL f1 ========
E 1 Yo A PO UWW««MW NUC1 13C
3 P1 7.13 usec
3 p2 14.26 usec
013 PL1 -2.00 dB
3 | SFO1 75.4752953 MHz
3 | | | !
-0.2 E ! I I I ======== CHANNEL {2 ========
3 ' CPDPRG2  waltz16
_ NUC2 1H
0.3 PCPD2 110.00 usec
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 90 85 PL2 0.00 dB
Q SOISBNT S0838%8F o 0 © oro r 3001312005 MHz
[(e) LOTVDOWVOW ~OMNOSTOWOAN ™M - © — O © .
o TYTNOITNG OB BB OGO T B m N SoOn
= LLOIFIIOE QAIINNANAN 2 S & K2R F2 - Processing parameters
~ /N SN I~ S| 32768
70 3 | Iy SF 75.4677552 MHz
3 wDW EM
E | SSB 0
0.5 3 ' LB 1.00 Hz
E | l GB 0
0.0 3 T TOT T T | m PC 140
3 I i1 I I
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0



N'-(4-Nitrophenyl)-N-(1,7-dihydro-7-oxo-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl) benzimidamide (7h)

O O N WON VDOANMNOULITITIUONDVDO—-—OM O o — N [32]
pa S RSB S5 BIB8o3FTLIRIERII § S8 N
o ) o0 00 60 05 O 0 © NNENNNNNNNNNNNNNN N © © © © Current Data Parameters
| | SN N N P& NAME Andrey
J | EXPNO 581
W: PROCNO 581
E F2 - Acquisition Parameters
] i Date_ 20121029
09 3 o} Time 22.43
3 INSTRUM spect
3 NN PROBHD 5 mm PABBO BB-
51 oF PULPROG 2930
E TD 65536
3 o N SOLVENT CDCI3
— NS 16
0.7 3 N SN DS 2
= | SWH 6172.839 Hz
E \ FIDRES 0.094190 Hz
E NH N AQ 5.3084660 sec
3 RG 456.1
E DW 81.000 usec
— ' DE 9.00 usec
053 TE 296.2 K
3 ' D1 1,00000000 sec
1 TDO 1
04 3 |
= ======== CHANNEL f1 ========
3 NUC1 1H
A I I P1 9.00 usec
03 ' ! PL1 0.00 dB
E SFO1 300.1318534 MHz
0.2 3 F1 - Acquisition parameters
E | | i, NDO 2
3 D 256
] FIDRES 12.056327 Hz
E k t JJL sw 10.284 ppm
Wz _/ _/ FnMODE undefined
0.90 0.96 2.08 2.06 2.05 1.00 F2 - Processing parameters
T %‘ T I %‘ T T T T T T T I T I%I T T IIEI I T T T T T T T T T I T T T T T T T T T I I% T T T T T T I T T T IH| T 1 SI 32768
9.0 8.5 8.0 7.5 7.0 6.5 SF 300.1300064 MHz
TERIBLCBIBRILRIBIIBIN Q 83 SSB 0
PWWWWBWBBONNNNNNNNNN G G O © [T} - - LB 0.30 Hz
(N5 [~ GB 0
70 3 | PC 1.00
3 I F1 - Processing parameters
GE ' | S| 1024
B I I | MC2 QF
E ! lll .d M | ”L l | | SF 300.1300000 MHz
E A WDW SINE
0.0 0.96 2.082.06 8.25 2.05 1.00 SSB 0
4 d U d I [ ] LB 0.30 Hz
100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05 00 GB 0.1
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Current Data Parameters

NAME Andrey
EXPNO 582
PROCNO 582

F2 - Acquisition Parameters
Date_ 20121029
Time 22.57
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod
D 65536
SOLVENT CDCI3
NS 8611

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec
TE 296.2 K
CNST2 145.0000000
CNST11 1.0000000
D1 2.00000000 sec

d20 0.00689655 sec

DELTA 0.00000908 sec
TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 7.13 usec

p2 14.26 usec

PL1 -2.00 dB

SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H

PCPD2 110.00 usec
PL2 0.00 dB

PL12 22.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768

SF 75.4677520 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-(pyridin-2-yl) benzimidamide (7i)
— [sp Yo} ONTOVOOI MO OO O — N ™D~ o
238 38 BBHLHSIIRIINRR 58 R &
> © o5 NN NININRGNGRGNGNGN AR 6 © Current Data Parameters
W | R NP re NAME Andrey
i EXPNO 619
E PROCNO 619
— F2 - Acquisition Parameters
0.50 Date_ 20121226
E Time 12.13
— INSTRUM spect
0.453 PROBHD 5 mm PABBO BB-
E PULPROG zg30
— TD 65536
0.403 SOLVENT CDCI3
E ' NS 16
E DS 2
0.357 Z7 N SWH 6172.839 Hz
= | FIDRES 0.094190 Hz
3 X 0 N AQ 5.3084660 sec
0.307 N N RG 574.7
3 | DwW 81.000 usec
] NH \N DE 9.00 usec
0.25 TE 297.2 K
3 D1 1.00000000 sec
3 TDO 1
0.201
E ======== CHANNEL f1 ========
3 NUC1 1H
0151 | P1 9.00 usec
3 | PL1 0.00 dB
3 | SFO1 300.1318534 MHz
0 10§ I F1 - Acquisition parameters
E NDO 2
—— I TD 256
0'055 SFO1 300.1314 MHz
E FIDRES 12.056327 Hz
3/ SW 10.284 ppm
0.003 FAPMODE  undefined
0.93 2.38 526 446 475 1.00 0.90 1.00
] L | | L | | [ [ F2 - Processing parameters
LRI B B NN S B B B E S I B B I S B B B N B S B B NN B N R N N B B B S N R B R S B BN BN N E H EE E S S R H S HE N Y 32768
9.0 8.5 8.0 75 7.0 6.5 SF 300.1300060 MHz
methanol acetone WDW EM
1 1
o TOORODUTOOTANOO—DO N O © ~ N~ © LB 0.30 Hz
B N N N NN NP g - ¥ 2 S 6B 0
T L L | T pc 100
0.5 . I F1 - Processing parameters
3 Sl 1024
1 | | | | | MC2 QF
. I o I SF 300.1300000 MHz
0.0 0.93 2.38 5264.75 1.00 1.00 SSB 0
LH H [ 4 U H LB 0.30 Hz
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 05 0.0GCB 0.1



N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-(pyridin-2-yl) benzimidamide (7i)
[o] [32] — N N [{e] [Te] [o] < © MO NN o~ N
[{e] (a2l O ~— < o [{e] AN O— 1M — N~ [ee] N~
© N~ o © N Te] < (3p) o M~ ©O© M O O AN M~ N ~—
e = B o @ 5 < ~ 6 @ o S 15 @ © o ©
= e 2L 2 I I I ee doody - < h 3
I [/ | I I I\ W [ I
_E - O N [s2) (o) N I
1.0 3 325 8 &
3 S o o © o <
E RERNC R &
0.9 3 Ll (.
3 10
0.8 3 ] |
3 ] ZN
0.7 3 ] |
E ] | N o
N ] | N
0.6 3 | |
3 054 I
3 1 [
05 3 1 NH
073 : |
033 00
3 130.5 130.0 1285 128.0 1275 127.0 1265 126.0
0.2 3
4 I I
E ! ' !
013
0.0 3 U
el | I I |
0.13
E |
0.23
165 155 150 145 140 135 125 120 115 110
methanol
[oe] OUOTONMANTTONMONNONMNN !
© O OANTTTOTN - O - WM NMNOO ~ — O O ~—
© LTOONMNTOND—HOMO OANMNN - AN O M <
I OFT=—NWOLTNOOS D 0 WO LD OGS @ N ©
= IIICOCONNNNNT == 3 NN B
A e N
1.0 3 [
E ¥
05 3
3 | [ I
E N Loy LA 1 l
00 Coor o ol I
200 190 180 150 140 130 120 110 80 70 60 50

Current Data Parameters

NAME Andrey
EXPNO 594
PROCNO 594

F2 - Acquisition Parameters
Date_ 20121127
Time 16.15
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod

D 65536
SOLVENT CDCI3
NS 921

DS 4

SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 16384

DW 27.800 usec
DE 6.00 usec

TE 297.2K

CNST2 145.0000000
CNST11 1.0000000

D1 2.00000000 sec
d20 0.00689655 sec
DELTA 0.00000908 sec

TDO 1

======== CHANNEL f1 ========
NUC1 13C

P1 7.13 usec

p2 14.26 usec

PL1 -2.00 dB

SFO1 75.4752953 MHz
======== CHANNEL {2 ========
CPDPRG2 waltz16

NUC2 1H

PCPD2 110.00 usec

PL2 0.00 dB

PL12 22.00 dB

SFO2 300.1312005 MHz

F2 - Processing parameters

SI 32768

SF 75.4677546 MHz
WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



N-(1,7-Dihydro-7-oxo0-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-phenylpicolinidamide (7j)

8 g 2% gooe NIBT89888858828 2
S o N~ SRR Ex] COOIEITITONANNOOO O X N Current Data Parameters
-~ D © o O O O A L S SN S S S S (e e} © NAME Andrey
= NS NS N T T EXPNO ke
3 | PROCNO 587
1.0 3
3 F2 - Acquisition Parameters
] Date_ 20121117
093 Time 20.21
3 INSTRUM spect
E PROBHD 5 mm PABBO BB-
W: | PULPROG zg30
- o N TD 65536
3 \ ~ SOLVENT CDCI3
_ N N NS 16
0.7 3 | DS 2
3 N XN SWH 6172.839 Hz
3 NH N FIDRES 0.094190 Hz
GE | AQ 5.3084660 sec
3 N RG 512
3 = DW 81.000 usec
05 = DE 9.00 usec
™~ | TE 298.2 K
E | D1 1.00000000 sec
3 | | | TDO 1
0.4 7
E ======== CHANNEL f1
3 NUC1 1H
0.3 4 P1 9.00 usec
3 PL1 0.00 dB
é I SFO1 300.1318534 MHz
— |
0.2 3 | F1 - Acquisition parameters
E | ' NDO 2
E | D 256
0.1 4 SFO1 300.1314 MHz
= FIDRES 12.056327 Hz
3 k SwW 10.284 ppm
0.0 3 FnMODE undefined
0.71 0.92 1.01 2.06 516 417 2.61 1.95 1.95 1.00
L —J [— I ] [ F2 - Processing parameters
I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T T T I T T T T T T T SI 32768
10.5 o 10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 SF 3001300061 MHz
N LMOOWMNT T~ 0O©OLWWOONLO® © - WDW EM
™ NOTOUTOANTNOUOANODWIWOWO—OOLW (o] N
o ONNOOMNOOITITNANNNOO®AN N 0 SSB 0
~ DO OWMOAMWMAONMNMNDMNMNNMNMNMNMNMNNNMNMNMNDNO OO [Te] -—
N = /= Ic_;?a °~3O°HZ
1.0 3 | PC 1.00
7 ! F1 - Processing parameters
0.5 3 l ' sl 1024
3 | o ﬂ ool l ! | MC2 QF
E SF 300.1300000 MHz
. A -, v l A WDW SINE
0.0 0.7 0.92 1.01 2.06 5.16 2.61 1.95 1.00 SSB 0
L = d d u L L LB 0.30 Hz
110 105 100 95 90 85 80 7.5 65 60 55 50 45 40 35 30 25 20 15 10 05 00GB 0.1



N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl)-N'-phenylpicolinidamide (7j)
(2] N~ N JSO©Om © N MOANANTSTNOLOITITITNL DLW —
o < <t LONO N~ [To] TOFTOIT T -TFTOOOOO O < ~
(3p) (o)) O MNOMO O Yol OOMNNOONOOO T—WWO O, ~ wn
< Y dosos I o« BB YOO BB OB 6 FB O o 0
= e L3II¥YXYT 2 oo AN 2 & Current Data Parameters
] I | SNe—=—" | R RIS e d ' NAME Andrey
3 EXPNO 588
——] PROCNO 588
[
F2 - Acquisition Parameters
Date_ 20121117
Time 21.04
INSTRUM spect
I"' ym PROBHD 5 mm PABBO BB-
m PULPROG jmod
D 65536
SOLVENT cDCI3
E NS 15000
-O.10§ | DS 4
3 I SWH 17985.611 Hz
-0.155 IIY © g S I 99 2 © | | FIDRES 0.274439 Hz
3 g9se o9 o8 22 52 p p AQ 1.8219508 sec
02 eed o o 8 o g o S RG 6502
E [T | [\ | [ DW 27.800 usec
-0.25§ 5 | DE 6.00 usec
3 TE 299.2 K
3 [ CNST2  145.0000000
3 ' CNST11  1.0000000
- | D1 2.00000000 sec
E | o d20 0.00689655 sec
— Xy ~\ DELTA  0.00000908 sec
3 i | TDO 1
043 N U U ——
3 AN TN g N CHANNEL f1
0_55 | NUCH1 13C
-0.53 P1 7.13 usec
E N
3 | | | | N p2 14.26 usec
063 i PL1 -2.00 dB
__3 | SFO1 75.4752953 MHz
3 | | I
'0.7 T T I T T T T T T T I T T T T T T T T T
E 130 125 ! ======== CHANNEL 12
3 Pl CPDPRG2  waltz16
-0.703 NUC2 1H
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 o5 HFDZ 11000 usec
3 FRIZLRICILIIIREILT - N O o PL12 22.00 dB
15] ODONOOONNONOOD— DO D — 0 N O N SFO2 300.1312005 MHz
< NG OB LTOP DD I8 O o 0 NS
= LEITIORAINNNAANNNGS 3 NN F2 - Processi t
I —— S e—— I = s r°°essgg§g;rame ers
3 I I [ "
] | Lol ol M SF 75.4677501 MHz
0.0 1 ‘ ] l ‘ WDW EM
] [ | i SSB 0
= [ | | LB 1.00 Hz
] GB 0
054 Lo PC 1.40
] |
200 19 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0




N'-n-Hexyl-N-(1,7-dihydro-7-oxo0-1,3-diphenylbenzo[e][1 2 4]triazin-6-yl) benzimidamide (71)
SRONBEI2ELRELSRY B R K2 38 NS PIIRDINBLE
ITTETT T OQOQOOFTETTOOMOM™M © ™ [sp N ap N ep) < < O OO MANNONN 0 0 0
WWOWOBBNNNNNNNNNN © CHg [te) e koeksr] o v+ +v+w v+ oo Current Data Parameters
= = I | ~ & =7 ¢ NAME Andrey
_ EXPNO 610
0.101 | PROCNO 610
E | F2 - Acquisition Parameters
0.097 Date_ 20121208
3 Time 16.41
E INSTRUM spect
7 o N PROBHD 5 mm PABBO BB-
0.083 Ny SN PULPROG 2930
E D 65536
E SOLVENT DMSO
0.071 NH \N NS 16
E DS 2
] SWH 6172.839 Hz
0061 FIDRES 0.094190 Hz
3 AQ 5.3084660 sec
E RG 362
I DW 81.000 usec
0.057 | DE 9.00 usec
3 I TE 298.2 K
E ' D1 1.00000000 sec
0.041 TDO 1
E ======== CHANNEL f1 ========
— I 1 NUC1 1H
0.033 P1 9.00 usec
E PL1 0.00 dB
7 SFO1 300.1318534 MHz
0.023 | 1l
3 | F1 - Acquisition parameters
E \ ( o NDO 2
AIGEE D 256
3 | ' L SFO1 300.1314 MHz
E FIDRES 12.056327 Hz
_ 1 JL . M JL 4J J L A sSW 10.284 ppm
0.003 FAMODE  undefined
1&5 zlilz Igl 5.06 Oﬁ5 1|£|0 256 2|=1? ?=51| :|3=61| gIZ - Processrsi;g é)éarameters
8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 SF 300.1300012 MHz
VON VDOODWONNTIODS W ™ o~ © 0o NODT-ONOOYMNWOLW WDW EM
I SIC0INIIREN8 8 & %35 S ©3BRANINS R SSB 0
WWOWW BONMNNNNNNNNN © [Te) oMo NI T T T 000 LB 0.30 Hz
e = — ~ Y e GB 0
0.103 ! PC 1.00
_E | | | F1 - Processing parameters
0.057 Sl 1024
E | Il | | MC2 QF
E (| ' SF 300.1300000 MHz
0.00 105 2.02 566 506 0.95 1.00 2,56 218651 3.61 \éVSDBW %'NE
H d H | H = e =
LB 0.30 Hz
100 95 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 1.5 1.0 05 0.0 GB 0.1
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N' -n-Hexyl-N-( 1 7-dlhydro-7-ox0-1 3- dlphenylbenzo[e][l ,2 4]triazin-6-yl)benzimidamide (71)
[@Ne)] TTANOMO O N O N
% 3 R S HN32RNBE5828 8 > BBRIBINREBIIR »
R 23 82 $883388k88 8 3 NP s i e
~ ~ - ~ — T T T T T T T ~ » OOOOMOOMOOMONNN — Current Data Parameters
T T SN e @R NAME Andrey
EXPNO 612
PROCNO 612
F2 - Acquisition Parameters
Date_ 20121208
Time 17.08
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG jmod
TD 65536
SOLVENT DMSO
NS 1200
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 7298.2
DW 27.800 usec
! DE 6.00 usec
TE 298.2 K
CNST2 145.0000000
I CNST11 1.0000000
O N D1 2.00000000 sec
| N N d20 0.00689655 sec
[ | S DELTA 0.00000908 sec
NH N TDO 1
======== CHANNEL f1 ========
NUC1 13C
I P1 7.13 usec
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 921 1‘;-26 usec
PL -2.00 dB
838 88 g&¢g 8 2828358 5 828 § 3 SFOT 754752053 Wiz
g @ g 8 g g g g 5 g g ? %)\'% % % % % 8 '(ltl $ K o‘l_') ======== CHANNEL {2 ========
</ |1~ | | S ] CPDPRG2 waltz16
| - NUC2 1H
bl ] PCPD2 110.00 usec
] PL2 0.00 dB
51 PL12 22.00dB
A v — ] | | SFO2 300.1312005 MHz
1 |
- ! F2 - Processing parameters
] Sl 32768
| ] SF 75.4677913 MHz
— \awir -~ \WDW EM
0.0 1 SSB 0
1 LB 1.00 Hz
= GB 0
] | PC 1.40
|IIIIIIIII|IIIIIIIII|IIIIIIIII|IIIIIIIII|IIII|IIII|IIII|III
135 134 133 132 131 130 129 128 127 126 15



1 ,3-Dlphenyl-6-( ‘pyridin-2-ylamino)benzole][1,2 4]triazin-7(1H)-one (8i)
AN~ < O N ONO - NOOANDN OO o [N o NeRTo] (2]
<M OB T~ O 00 OLWNLO NN © BT mMo <
S > D ©6 om0 NROOOOoUIISSY | SS98 N
[e>] [oe) O 0O €O O 0O 0O [l I e D D Dl D D D D N~ [l Dl D ©
I I [ S\ = S I ~\
1 |
1.0
09 3
0.8;
E 0
0.7 3 |
: NN X
06 1 N NH
0.55
3 | |
0.45 |
E I
03 3
0.2 3
E I Iy
3 |
0.7 3 !
E |
0.0
079 1.00 104 203 623  3.17 2.05 1.02
- [Ty E— | S — S— [—
L LI LI LI T T T© 1T 17T LI T L T T
9.0 8. 75 70 6.
= — < O OBV O O ~ N~
[{e] ™ O N nuTom® < [o)] o]
S ) 1) O ™ 1000 N [ts}
o)) > 00 o0 o0 NN N [To] -—
LEREPEX LRI IO F
1.0 3
05 3 ' I
E I | | 1
3 AJ Iy ' !
0.0 1.00 2. 1.02
du o 5]
IIIII|IIIIIIIII|IIII|IIII|IIII|IIII| IIIIIIII|IIIIIIIII|IIII|IIII|IIIIIIIII|IIIIIIIII|IIIIIIIII|IIIIIIIII|IIII|IIII|IIII|
12 1 10 9

Current Data Parameters

NAME Andrey
EXPNO 498
PROCNO 498

F2 - Acquisition Parameters
Date_ 20120308
Time 20.27
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 574.7

DwW 81.000 usec
DE 9.00 usec

TE 297.2K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 9.00 usec

PL1 0.00dB

SFO1 300.1318534 MHz

F1 - Acquisition parameters

NDO 2

TD 256

SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SwW 10.284 ppm
FnMODE undefined

F2 - Processing parameters
Sl 32768

SF 300.1300059 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

F1 - Processing parameters
Sl 1024

MC2 QF

SF 300.1300000 MHz
WDW SINE

SSB 0

LB 0.30 Hz

0 GB 0.1



1,3-Diphenyl-6-(pyridin-2-ylamino)benzole][1,2 4]triazin-7(1H)-one (8i)
Yo} o AN N~ < o) «© <t O LOM MO O~ o [ce) [s2]
3 g=& & I 8 R K3 I38580 - < 3
™ < oo [ee} 0 ~ N O OO0 LW [ee} a2} e} ~
= Lee ¥ % I Q20 2N Nd han han e S Current Data Parameters
| 7~ I I 17 =1 1/ NAME Andrey
E EXPNO 499
— | PROCNO 499
1.0 3 0w oo © o ~ |
= AN < © — [s2) N~
3 g g g g S g F2 - Acquisition Parameters
E ®ed N N N Date_ 20120308
E [ 1] | o Time 20.40
I — ' | INSTRUM spect
083 103 | | = X N PROBHD 5 mm PABBO BB-
3 E D PULPROG jmod
—3 3 TD 65536
074 053 X X SOLVENT cbci3
3 E N NH NS 1200
W W rr1rTrroT I rTrrrrrroT I TrrrrorTT I rTrrrrrrroT I rTrrrprroT I T T 17T DS 4
3 130 129 128 127 126 SWH 17985.611 Hz
E I FIDRES 0.274439 Hz
05 3 | AQ 1.8219508 sec
= | | RG 16384
3 | I DW 27.800 usec
0.4 3 | DE 6.00 usec
E TE 297.2 K
3 CNST2 145.0000000
03 3 CNST11  1.0000000
3 D1 2.00000000 sec
02 3 d20 0.00689655 sec
3 DELTA 0.00000908 sec
E TDO 1
0.1 3
é ======== CHANNEL f1 ========
3 P1 7.13 usec
3 p2 14.26 usec
= PL1 -2.00 dB
3 ! | i SFO1  75.4752953 MHz
E |
02 E I ======== CHANNEL {2 ========
3 CPDPRG2 waltz16
b NUC2 1H
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(2] ANMNMNOOTONTOANTO—MNMI N © — O O
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NNVSSN N |
— [ F2 - Processing parameters
1.0 3 | SI 32768
= SF 75.4677515 MHz
E | | WDW EM
05 3 | ! ' ! SsB 0
E LB 1.00 Hz
3 GB 0
0.0 3 Wy I " ‘ > W " L L PC 1.40
E I 1 |l
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10



6-(n-Hexylamino)-
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Current Data Parameters

NAME Andrey
EXPNO 600
PROCNO 600

F2 - Acquisition Parameters
Date_ 20121201

Time 16.47
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 3225

DW 81.000 usec
DE 9.00 usec

TE 298.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H

P1 9.00 usec

PL1 0.00 dB
SFO1 300.1318534 MHz
F1 - Acquisition parameters
NDO 2

TD 256

SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SW 10.284 ppm
FnMODE undefined

F2 - Processing parameters
SI 32768

SF 300.1300059 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

F1 - Processing parameters
Sl 1024

MC2 QF

SF 300.1300000 MHz

WDW SINE
SSB 0
LB 0.30 Hz
GB 0.1



6-( n-Hexylamino)-1,3- dtphenylbenzo[e][l 2 4]triazin-7(1H)-one (81)
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3 | _ 3 EXPNO 601
1.0 3 0.403 PROCNO 601
3 I I 0.353 F2 - Acquisition Parameters
0.9 3 E Date_ 20121201
3 0.303 o N | Time 17.05
3 1525 152.0 E INSTRUM spect
08 3 0253 PROBHD 5 mm PABBO BB-
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3 o D N~ r5) ) [N 3 SOLVENT CDCI3
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0.6 3 ‘el T T T 3
3 I\'HH ! ! ! SWH 17985.611 Hz
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E ======== CHANNEL f1 ========
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E | |
-0.2 3 I ======== CHANNEL f2 ========
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E T | | cB 0
003 ! ]I o || [ ' ” ' PC 1.40
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N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1,2,4]triazin-6-yl)benzamide (13a)
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Current Data Parameters

NAME Andrey
EXPNO 494
PROCNO 494

F2 - Acquisition Parameters
Date_ 20120302
Time 18.54
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 574.7

DW 81.000 usec
DE 9.00 usec

TE 297.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 9.00 usec
PL1 0.00 dB
SFO1 300.1318534 MHz

F1 - Acquisition parameters
NDO 2

D 256

SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SW 10.284 ppm
FnMODE undefined

F2 - Processing parameters

Sl 32768

SF 300.1300058 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

F1 - Processing parameters
Sl 1024

MC2 QF

SF 300.1300000 MHz
WDW SINE

SSB 0

LB 0.30 Hz

o GB 0.1
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Typewritten Text
N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1,2,4]triazin-6-yl)benzamide (13a)
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Current Data Parameters

NAME Andrey
EXPNO 534
PROCNO 534

F2 - Acquisition Parameters
Date_ 20120409
Time 22.48
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDCI3
NS 16

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 7241

DW 81.000 usec
DE 9.00 usec

TE 297.2 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUCA1 1H

P1 9.00 usec

PL1 0.00 dB

SFO1 300.1318534 MHz

F1 - Acquisition parameters

NDO 2

TD 256

SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SW 10.284 ppm

FnMODE undefined

F2 - Processing parameters

Sl 32768

SF 300.1300056 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00

F1 - Processing parameters
Sl 1024

MC2 QF

SF 300.1300000 MHz
WDW SINE

SSB 0

LB 0.30 Hz
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N-(1,7-Dihydro-7-oxo-1,3-diphenylbenzo[e][1,2,4]triazin-6-yl)picolinamide (13b)


1H NMR of 6-Amino-1,3-diphenylbenzo[e][1,2,4]triazin-7(1H)-one (O O)
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1H NMR of 6-Amino-1,3-diphenylbenzo[e][1,2,4]triazin-7(1H)-one (１４) 
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N-(4-nitrophenyl)acetamide
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Current Data Parameters

—

2.00 2.030.98
[ H

9.5 9.0 8.5 8.0 7.5

NAME Andrey
EXPNO 613
PROCNO 613
F2 - Acquisition Parameters
Date_ 20121213
Time 13.31
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT CDCI3
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 574.7
DwW 81.000 usec
DE 9.00 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1 ========
NUC1 1H
P1 9.00 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F1 - Acquisition parameters
NDO 2
D 256
SFO1 300.1314 MHz
FIDRES 12.056327 Hz
SW 10.284 ppm
FnMODE undefined
F2 - Processing parameters
Sl 32768
SF 300.1300061 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
F1 - Processing parameters
Si 1024
MC2 QF
SF 300.1300000 MHz
WDW SINE
SSB 0
LB 0.30 Hz
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0.0 GB
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