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Openlynx Report - Page 85
Sample: 43 Vial:1:E.4 File:1-0226555-001
Date:09-Jan-2018 Time:14:48:35
Printed: Mon Jan 15 12:57:57 2018
Sample Report (continued): e — -
1Compound 2a}
i s e s e e e a
Sample 43 Vial 1:E,4 ID File 1-0226555-001 Date 09-Jan-2018 Time 14:48:35 Description Met Gen
3: UV Detector: TIC 1.684e+2

Range: 1.679s+2

(2) _
1.5e+2 100% I
359.2(29%) |
1.0e+2 359.2(29%)
E 1.79 |
5.0e+1 It
= T T T T T T SR T T 1 Time
0.50 1.00 1.50 2.00 2.50 3.00
Peak Number Time Area %Total Mass Found
2 1.79 100.00 359.22, 359.22
1: MS ES+ :TIC 3.1e+009
10 - (@2
[ 100%
f |359.2(29%)
| 1359.2(29%)
* 5 1.82
0 T T T T T T T — %T—___—_F'_ — Time
0.50 1.00 1.50 2.00 2.50 3.00
2: MS ES- :TIC 3.5e4007
10
(2)
86%
5 359.2(29%)
*® 359.2(29%)
1.81
o T T T T T — Time
0.50 1.00 1.50 2.00 2.50 3.00
PeakID Time Mass Found
2 1.82 360.22
2: (Time: 1.79) 1:Ms Es+
2.8e+007
100~ 174.0 192.1 361.0
w % v 281.0 ”f352-0 422.0 567.3
0 ' T I T I | T I T T 1 m/z
200.0 300.0 400.0 500.0
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Openlynx Report - Page 86
Sample: 43 Vial:1:E,4 File:1-0226555-001
Date:09-Jan-2018 Time:14:48:35
Printed: Mon Jan 15 12:57:57 2018
Sample Report (continued):
PeakID Time Mass Found
2 182 358.22
2:(Time: 1.79) 2:MS ES-
2.5e+004
100 359.0
o 147.1 181.3 536.0 293.1309.1 360.2 405.2
Oif‘/'\"ﬁ'"'\‘/"lLL/"|“"|"‘"'|"\""|m/z
200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 87
Sample: 44 Vial:1:E,5 File:1-0226556-001 =
Date:09-Jan-2018 Time:14:52:39 ﬂ
Printed: Mon Jan 15 12:57:57 2018 2
@
Sample Report (continued): P —————y | ?‘T;.
iCompound 2b] =
e —- 3
Sample 44 Vial 1:E,5ID File 1-0226556-001 Date 09-Jan-2018 Time 14:52:39 Description Met Gen %
3: UV Detector: TIC 1.552e+2
Range: 1.54:‘&+2
(2) W
1.5e+2 100% . =1
315.8(26%) 2
1.0e+2 315.8(60%) | o
1.34 =
5.0e+1 =
§
SRR UL B LA L BB I [ B T T T T 1 Time
0.50 1.00 1.50 2.00 2.50 3.003
Peak Number Time Area %Total Mass Found P
2 134 100.00 315.76, 315.76 o
1: MS ES+ :TIC 4.8e%009
- (2) @
10
98% >
315.8 (26%) 5
5 | 1315.8 (60%) =
* 1.36 2
e - - — — 0
u I 1 I I 1 I I 1 | 1 1
0.50 1.00 1.50 2.00 2.50 3.007
0
2: MS ES- :TIC 4.7e%007
=
(2) e
0 T 9% o
1315.8(26%) .-
5 315.8(60%) =
* 1.37 5
| _ - s
0 T T T T T T T T T T T Time
0.50 1.00 1.50 2.00 2.50 3 00_5
{11
3
p=
PeakID Time Mass Found §
2 136 316.76 o
2: (Time: 1.34) 1:MsS §s+
4. 4e+007
100,174.0 1921 316.1
- E \ l193.0
7 319.1 379.0 631.2
T T 1 ' L T T " ' m/z
200.0 300.0 400.0 500.0 600.0
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Sample: 44 Vial:1:E,5 File:1-0226556-001
Date:09-Jan-2018 Time:14:52:39

Printed: Mon Jan 15 12:57:57 2018

Sample Report (continued):

PeakID Time Mass Found

2 1.36 314.76
2:(Time: 1.34) 2. MS BES—
7.4e+005
10 314.1
a0 6:1145.920'?.1 2359 258.1 /316.1 360.0 462.0
o - — 1T T T T T T 'z
200.0 300.0 400.0 500.0 600.0

Page S5 ©AUTHOR(S)



Issue in honor of Professor Girolamo (Gilmo) Cirrincione ARKIVOC 2022, ii, $1-S21

Openlynx Report - Page 91
Sample: 46 Vial-1:E, 7 File:l1-0226558-001 =.
Date:09-Jan-2018 Time:15:00:50 ﬂ
Printed: Man Jan 15 12:57:57 2018 2
®
Sample Report (continued): F——————————— - ?‘?
ICompound 2c| 3
[ (ST - =
Sample 46 Vial 1:E,7 ID File 1-0226558-001 Date 09-Jan-2018 Time 15:00:50 Description Met Gen %
3: UV Detector: TIC 2.4-3-e+2
Range : 2.42@5+2
(1) _ »
100% | =
2-0e+2 386.5 (55%) | e
o 386.5(57%) o
5 1.0e+2 1.51 M s
8
g
U 7 T T L LA S e B L L PR B 1 Time
0.50 1.00 1.50 2.00 2.50 3.007
Peak Number Time Area %Total Mass Found 7
1 1.51 100.00 386.45, 386 45 o
1: MS ES+ :TIC 1.9£%009
(1) ®
10
84% >
386.5(55%) 3
- 5 386.5(57%) | (3) () =
1.52 \ 7% 0% =.
f 1.76 1.97 - —
—_— r < = I —— —_U
0 R S I R A B I | U I L T
0.50 1.00 1.50 2.00 2.50 3.00T
2: MS ES- :TIC 4.6e4007
(1) §
100,  o7s ]
3 | 386.5 (55%) .
] 386.5(57%) =
* 504 1.53 5
_ I s
u I | | 1 ! I I M| | N I 1 Tim&
0.50 1.00 1.50 2.00 2.50 3.00=
41
3
=
PeakID Time Mass Found §
1 1.52 387.45 o
1: (Time: 1.51) 1:mM5 §S+
3.4e+007
100 387.1
- 3174'0 197-1 281.1 388-1 450.2 608.0
O J| U B L = L B L 1 —— m/z
200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 92
Sample: 46 Vial-1:E,7 File:1-0226558-001
Date:09-Jan-2018 Time:15:00:50

Printed: Mon Jan 15 12:67:57 2018

Sample Report (continued):

PeaklD Time Mass Found

1 1.52 38545
1: (Time: 1.51) 2:M5 ES-
7.1e%005
100 385.1
229.0 265.0 :

- 3 181.1 249.0 311.2 1 431.2 578-3 600.0
T ——r T mf 2

200.0 300.0 400.0 500.0 600.0
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Openlynx Report -
Sample: 45 Vial:1:E,6 File:l-0226557-001_
Date:10-Jan-2018 Time:16:28:09

Printed: Mon Jan 15 12:57:57 2018

ARKIVOC 2022, ii, S1-S21

Page 89

Sample Report (continued):

Compound 2dj

1
1
o e e e e e e

Sample 45 Vial 1:E,6 ID File 1-0226557-001_ Date 10-Jan-2018 Time 16:28:09 Description Met Gen

3: UV Detector:

101]ENJEAD UE L'g)!? pajesauab sem ajiy si
+
NN

TIC 2.2
Range: 2 +
2
2.0e+2: 99%
358.4(48%) |
5 358.4 (15%)
i 1.0e+2 0.91 I
.\l
™ T T T B e e B e B e e e T T T T T%me
0.50 1.00 1.50 2.00 2.50 3.007;
Peak Number Time Area %Total Mass Found a
2 097 9893 35840, 358.40 o
3 1.21 1.07 358.40 =
o)
=4
1: MS ES+ :TIC 2.9e#009
4+]
10 R ¢-3) (5) >
. 60% 37% 2
358.4(48%) 2.81 c
- 5 35364&5%] @) - %
- 3% —
2.65 0
. — — o
G I T T I | r 1 T 1 I ML 1 Tﬂl‘l.&
0.50 1.00 1.50 2.00 2.50 3.009
2: MS ES- :TIC 3.3 ;ODB
]
1000 ~ (1 (5) g
53% o) .
10.36 34% =
AN 13% 2.82 =
- 5 . 358.4(48%) / o
358.4(15%) _//-/ =
N =
0.93 - e — e 3
G I rr rr I | ' 1 T 1 I T ' 1 'I'Z'III.E
0.50 1.00 1.50 2.00 2.50 3.002
<
PeakID Time Mass Found o
2 094 359.40 o
2: (Time: 0.91) 1:M5 Es+
4.5e+007
100 359.1
- 3 174.0 192.0 \/351.1 400.1
| e
05— ' T ' i M T L I T i ' I T ! 1 m/z
200.0 300.0 400.0 500.0 600.0
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Page 90
Sample: 45 Vial:1:E,6 File:1-0226557-001_
Date:10-Jan-2018 Time:16:28:09
Printed: Mon Jan 15 12:57:57 2018
Sample Report (continued):
PeakID Time Mass Found
3121 359.40
3: (Time: 1.21) 1:MS BS+
9.0e%005
561.3
100
171.3 159.0 J- 562.3
o 192.0 255.1 415.1 -
oé-._.,\,..L,-.1,..,1-. ——————| e ymf'z
200.0 300.0 400.0 500.0 600.0
PeakID Time Mass Found
2 094 357.40
2: (Time: 0.91) 2:MS ES-
7.7e+004
155.0, 00 4
100% f (188 B 234.3 357.1
* : T 282.0 314.7 439.6471.3
0 R4 e T " T | mfiz
200.0 300.0 400.0 500.0 600.0
PeakID Time Mass Found
3 121
3:(Time: 1.21) 2:M5 ES-
1.0£%005
100 155.2 249.0
® 181.1 265.1 394.8 479.4 531.5 559 5
0-'--'/'|" | I R I UL """\'"---- ,mfz
200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 93
Sample: 47 Vial:1:E,8 File:1-0226559-001 =.
Date:09-Jan-2018 Time:15:04:56 ﬂ
Printed: Mon Jan 15 12:57:57 2018 2
7
Sample Report (continued): S ——— Q
iCompound zei %
Sample 47 Vial 1:E,8 ID File 1-0226559-001 Date 09-Jan-2018 Time 15:04:56 Description Met Gen %
3: UV Detector: TIC 2.463e+2
Range : 2.45§E+2
(1) -
100%
2.0e+2 414.5(59%) |
. 414.5(35%) |
& 1.0e+2 1.11
L T A AL L N I RN I N 1
0.50 1.00 1.50 2.00 2.50 3.005
Peak Number Time Area %Total Mass Found
1 1.1 100.00 414 46, 414 46

1: MS ES+ :TIC

7]
[44]
(=]
[=]
=]

(1) ;100%;414.5(59%) ;414.5(35%) ;1.12

d (4)iunAwy au]ﬁa uoIsia Emueme;\a ue

100
e 50
o T T T T 1 T T LN T T T
0.50 1.00 1.50 2.00 2.50 3.007
2: MS ES- :TIC 1.6e4008
=
100 (1) ;100%;414.5(59%) ;414.5(35%) ;1.11 g
A ®
- 50 =
=
0 = ¥ T L e B B B e s e e = = = T T Téme
0.50 1.00 1.50 2.00 2.50 3.00%
@
3
=
PeaklD Time Mass Found S
1 1.12 41546 o
1:(Time: 1.11) 1:Ms §s+
1.0e%008
100 415.2
@ 31”'0\192.1 225.0 L‘”—"’-l 456.2 560.2
0+ b : —r e : . o . T o . o y mfz
200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 94

Sample: 47 Vial:1:E,8 File:1-0226559-001

Date:09-Jan-2018 Time:15:04:56

Printed: Mon Jan 15 12:57:57 2018

Sample Report (continued):

PeakID Time Mass Found

1 1.12 413.46
1:(Time: 1.11) 2:MS ES-
2.2e3006
100:3 413.2 459 .2
- 206.9 258.0 |A14.2 ‘,—460.3
0|....|\..23.5.'9|/...,..--:----:----: "'5'5'2?'3'5....,....,]1/2
200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 62
Sample: 31 Vial:1:D,2 File:1-0227943-001 =.
Date:18-Jan-2018 Time:18:25:54

Printed: Fri Jan 19 09:28:55 2018

Sample Report (continued):

Sample 31 Vial 1:D,2 1D File 1-0227943-001 Date 18-Jan-2018 Time 18:25:54 Description Met Gen

101jen|jeAa ue l@lﬂ pajesausb sem a1} s

PeakID Time Mass Found

3: UV Detector: TIC 2.369et2
Range: 2.3 +2
(4)
1
2.0e+2 100%
441.4(47%) |
5 441 .4 (70%)
a 1.0e+2 1.90
I = — T T e T T 5 Time
0.50 1.00 1.50 2.00 2.50 3.00%
Peak Number Time Area %Total Mass Found &
4 190 100.00 44141, 441 .41 o
1: MS ES+ :TIC 3.74009
a) o
10 - !
96% 1.2'_
441.4(47%) 3':
s 441.4(70%) =
* 1,92 2.
—
— — = —— U
0 I T T ™ ¥ T T LI T T T T I M| T Tdme
0.50 1.00 1.50 2.00 2.50 3.o00mM
0
2: MS ES- :TIC 4.9%007
-
(4) 3
10 - =2
99% 2]
441.4(47%) / .
s | | 441.4(70%) =
* 1.93 5
' . H]
0 1 T T T " LI T T M T T 1 Time
0.50 1.00 1.50 2.00 2.50 3 (](]_5-
41
3
-l
=

4 1.92 442 41

4: (Time: 1.90) 1:Ms Bs+
5.4e+007
100 112.1
i 444.1 .

- 5174 0 192.0 2510 - 483.1

I T T ] I I R T 1 m/z

200.0 300.0 400.0 500.0 600.0
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Openlynx Report - Page 63

Sample: 31 Vial:1:D,2 File:1-0227943-001

Date:18-Jan-2018 Time:18:25:54

Printed: Fri Jan 19 09:28:55 2018

Sample Report (continued):

PeakID Time Mass Found

4 1.92 44041
4: (Time: 1.90)

2:M5 BES-
8.4e%005
10 203.1 B 486.1
* 181.0 235.9 249.0 77 371.7 ~441-1 AR 554.1
0 I T S T T T A A B ————7——— | " T ]z
200.0 300.0 400.0 500.0 600.0
Page S13

©AUTHOR(S)



Issue in honor of Professor Girolamo (Gilmo) Cirrincione ARKIVOC 2022, ii, S1-S21

13.2
+4+1.20
81.87
84
17.00

1300

— 163.12

1200
1100
I- 1000
900
800
700
600
500

400

I —

F-100

r-200

~-300

-400

r-500

-600

-700

13C DEPT (CDCI3, 600 MHz) of compound 4.
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O
OH

s -

V/
NS N-_N

- )
@ MR

101.36

6.78
110.59
1700

[-2200

_~163.00
2467

2000
:1800
r 1600
;1400
11200
;1000
800
;600
iqno

200

-400
r-600
[-800
1—1000

r-1200

r-1400
r-1600

-1800

r-2000

13C DEPT (CDCI3, 600 MHz) of compound 5.
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NH

N
= =
v
N N\N
2a
Bow o ER = 5 B = 5
gE E2r B =3 5 g 3 B 3
) Sk I I | I | | |

T T
op B0 70

T T T
120 1200 110 100 ° 60
f1 {ppm)

—
170 160 150

13C NMR (CDCI3, 400 MHz) of compound 2a.
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v ,Dm
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T
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13C NMR (CDCI3, 400 MHz) of compound 2b

H {ppm)
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= =
7
N N__
N 2c
8a GREAVARR ]L3R a3 2 S 3 3 &
Sg chnNG S RN 3 b & S P 3
37 SyLsane AESENE = 3 © ¥ o~ i
' NYONSY S

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 T T T T T T T T 1
170 165 160 155 150 145 140 135 130 125 120 115 110 105f 1(00 ) 65 60 55 50 45 40 35 30 25 20 15 10 5 0
1 (ppm

13C NMR (DMSO-d6, 400 MHz) of compound 2c.

Page S18 ©AUTHOR(S)



Issue in honor of Professor Girolamo (Gilmo) Cirrincione ARKIVOC 2022, ii, S1-S21

_ N
0 /
o W an W
N
= —
7
x-N-N 2d

110.58
24.83

104.36

—124.21
—120.82

13C NMR (DMSO-dg, 400 MHz) of compound 2d.
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O /
NH \ N 0
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I 165 160 155 150 145 140 13F 130 125 120 1l5 I[III:‘:p:rr:}t:l) Wb 50 45 40 35 30 25 2 15 10

13C NMR (DMSO-d6, 400 MHz) of compound 2e.
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CFsy
(@) / O/
NH \ N
N
o’ -
/
x-N~N 2f
0 P i
ll"'Cl ' JIGD llf'Cl JI‘1|.'| ll'tcl JIE'EI JI]U JIUEI Ilwl'_n'p:ranu m (1] I5':| I'1C| ' I3:| '

13C NMR (CDCI3, 400 MHz) of compound 2f.
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