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Figure 1 'H and 3C NMR of compound 5a.
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Figure 2 *H and 3C NMR of compound 5b.
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Figure 3 'H and '3C NMR of compound 5c.
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Figure 4 'H and '3C NMR of compound 5d.
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Figure 5 'H and '3C NMR of compound 1a.
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Figure 6 'H and '3C NMR of compound 1b.

Page S7 ©AUTHOR(S)



General Papers

T
ST

0 g
10

§335238 g

=

11111

EEER
s-129
126

ARKIVOC 2022, v, $1-S33

WE o WIS 2400

1600

1400

1000

T T T T T
50 75 70 &5 &0 55 50

— 1A
—
DY

O
OJ""\O
1c

mdwmmmwmwwmwmmwmwm °

L i s S e S L A S

140 130 10 110 {l.DD S0 ED 70

180 170 160 150

Figure 7 *H and '3C NMR of compound

' :
40 35 30
(ppm)

1cin CDCl;

EEEE

L s S

ppm)

1cin CDCls
1c.

Page S8

T T T
2.5 0 1.5 1.0 o5 0.0

T
1
939
A

F4500

1000

©AUTHOR(S)



General Papers ARKIVOC 2022, v, S1-S33

B0
i

TaE

a0

H f
OYN HN—/
DRSS, .
1d
- 500
I HINN] |
PR IR s 4 &
9.0 85 80 7.5 ?.‘0 6.5 &0 55 5;) {D‘;'ﬁ) ' 4.‘0 ' 3.r5 ’ 3;) ’ 215 ’ 2.‘0 ' ]..-5 ' ]..’0 ’ 015 ’ DiD

1d in CDCl3

LRY]
1059
60
— 1657
1950
— B
TN
—ERET
SR}

Mhlumwummmm o) e bt i | ©

s e o o s e e e e e e e S B s S e E e |
120 180 170 160 150 140 130 120 110 1m{ ) 90 BD O &0 50 40 30 20 10 o
Bpm

1d in CDCl;
Figure 8 'H and 3C NMR of compound 1d.
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Figure 9 'H and 3C NMR of compound 7.
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Figure 10 *H and *C NMR of compound 8.
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Figure 11 'H and 3C NMR of compound 10.
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 50.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

157 formula(e) evaluated with 8 results within limits (up to 50 closest results for each mass)
Elements Used:

C:0-50 H:0-50 N:0-2 0O:0-8 23Na:0-1

IMA 17 CH30H Vc=30V —O0 25-Mar-2019
16:11:19

111 N 22 (0.990) Cm (1:22) (@] 1: TOF MS ES-
3.06e+006

& 243.0978

U-« s

244.1016
» 2211568 2251010 227. 10532281089 __233.0561 2399176 5410842 ( 2451034248 9652 249.9690 _ .
2200 2205 2260 2275 2300 2325 2350 2375  240.0 2425 2450 2475 2500 2525
Minimum: =31 .5
Maximum: 5.0 50.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
243.0978 243.0981 3 =1.2 4.5 986.9 6.3 10 Hi5 N2 05
243.0997 -1.9 -7.8 5.5 991 10.6 C13 H1é O3 23Na
243.0957 2.1 8.6 155 9933 127 C8 H16 N2 05 23Na
243.1021 -4.3 o 7, 8.5 994.5 1:3:.:9 €15 Hi15 O3
243.0922 5.6 23.0 13.5 998.3 7.9 c17 H1i N2
243.0898 8.0 32.9 105 997.2 16.6 ¢i5 ‘Hi2X N2 23Na
243.1080 S1G.2 -42.0 =055 994 .6 14.0 €8 H19 @8
243.0869 15029 44 .8 4.5 980.6 0.0 cdl Hib5: ©6
Figure 23 HRMS of compound 1a (IMA 17)
Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 50.0 PPM / DBE: min =-1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

163 formula(e) evaluated with 9 results within limits (up to 50 closest results for each mass)
Elements Used:

C:0-50 H:0-50 N:0-2 O:0-8 23Na:0-1

IMA 21CH30H V=30V —0 ; 25-Mar-2019
16:02:48
110 N 17 (0.779) Cm (1:22) H 0] 1: TOF MS ES-
1) HN 4.856+006
50 N o 257.1145
\) 5 I\< <
% 1b
258.1178
" 234.9865 2361077 _239.1135 2431011 2470721 5489633 2532212 5555353 , [ 259.1194 262, 85332641785
: %
2325 2350 2375 2400 2425 2450  247.5 2500 2525 2550  257.5 2600 2625 2650
Minimum: -1.5
Maximum: 50 50.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
257.1145 257113 0.8 3l 4.5 978.3 0.9 c11 H17 N2 os
257.1154 -0.9 ~3.5 5.5 986.5 9.1 Clza H18 03 23Na
257.1113 32 12.4 2 590 983.2 5.8 C9 H1s N2 os 23Na
257.1178 -3.3 -12.,8 8.5 989.1 11,8 Clé H17 03
257.1079 6.6 2557 L35 992.1 14.7 c1s8 H13 N2
257.1055 9.0 35.0 10.5 991.0 13.7 cle H14 N2 23Na
257.1236 -9.1 -35.4 -0.5 985.0 by 250 C9 H21 o8
257.1025 1.2 0 46.7 4.5 977.9 0.5 cC12 H17 06
257.1266 -12.1 -47.1 5D 987.0 9.7 c13 H18 N2 02 23Na

Figure 24 HRMS of compound 1b (IMA 21)
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 50.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT = 3
Monoisotopic Mass, Even Electron lons
163 formula(e) evaluated with 9 results within limits (up to 50 closest results for each mass)
Elements Used:
C:0-50 H:0-50 N:0-2 0:0-8 23Na: 0-1 —0
IMA 24 CH30H Vc=30V 25-Mar-2019
109 N 15 (0.671) Cm (1:15) O 1: TOF 1M5$52g9
H e 3.30e+006
100 1144
O\\‘/N HN |
\) - I\< |
% O O
1c
258.1180
234.9877 248.96
2 - \280] 118? 24‘2.9495 _243.9496 9646 249 9689 255.2375 259.1196  263.0704 5
s s e — —f T r T Ty T ———— m/z
2350 2375 2400 2425 2450 2475 2500 2505 2550 2575 2600  60&
Minimum: =1.5
Maximum: 5.0 50.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i-FIT (Norm) Formula
257.1144 257.1137 3 o 4.5 884.2 305 €I 5 &2 68
257.1154 -1.0 -3.9 5.5 891.0 10.3 Cl4 H18 O3 23Na
257 011 2.4 127 1.5 889.6 8.9 C9 H18 N2 05 23Na
257.1178 -3.4 -13.2 8.5 893.8 3.1 C16 H17 03
257.1079 6.5 25.3 13.5 897.0 16.4 C18 H13 N2
257.1055 8.9 34.6 10.5 896.0 15.3 Cl6 H14 N2 23Na
257.1236 -9.2 -35.8 -0.5 890.8 10.1 C9 H21 08
257.1025 11,9 46.3 4.5 880.7 0.0 Cl2 H17 O6
257.1266 -12.2 -47.4 5.5 892.0 113 Cl3 H18 N2 02 23Na
Figure 25 HRMS of compound 1c (IMA 24)
Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 50.0 PPM [/ DBE: min = -1.5, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT = 3
Monoisotopic Mass, Even Electron lons
203 formula(e) evaluated with 14 results within limits (up to 50 closest results for each mass)
Elements Used:
C:0-50 H:0-50 N:0-2 O:0-8 23Na:0-1
IMA 27 CH3OH Vc=30V —0 25-Mar-2019
15:40:45
108 P 41 (1.811) Cm (35:41) o) 1: TOF MS ES+
H 4.56e+005
100 (@) N HN 4 315.?956
.-||< i }
0 \
o @]
1d
316.0983  327.0841
2611277 2731592 3770979 2843313 295.1468 301.1362307.0654 J/ SR ; 337.0765_339.9337
2600 | 2700 2800 | 2000 | aom0. . 0 "3100 320.0 3300 | 340.0
Minimum: -1.5
Maximum: 5510 50.0 50.0
Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm) Formula
315.0956 315.0957 -0.1 -0.3 7.5 668.4 1.6 Cl4 H16 N2 O5 23Na
315.0981 -2.5 -7.9 10.5 667.9 153 Cl6 H15 N2 O5
315.0922 3.4 10.8 19.5 675.7 8.9 C23 H11l N2
315.0997 -4.1 -13.0 11.5 672.7 5.9 C19 H16 03 23Na
315.0898 5.8 18.4 16.5 674.9 Bl Cc21 H12 N2 23Na
315.1021 -6.5 -20.6 14.5 674.8 8.0 €21 H15 O3
315.0869 8.7 27.6 10.5 670.2 3.4 C17 H15 06
315.1056 -10.0 -31.7 2.5 674.4 7.6 Cl2 H20 08 23Na
315.0845 1T -1 35.2 7.5 667.7 0.9 C15 H16 06 23Na
315.1080 -12.4 -39.4 5.5 670.6 3.8 c14 H19 08
315.0828 12.8 40.6 6.5 673.5 6.7 C12 H15 N2 08
315.0810 14.6 46.3 19.5 678.2 11.4 o4 -HId O
315.0804 15.2 48.2 3.5 676.5 9.7 C10 H16 N2 O8 23Na
315.1109 -15.3 -48.6 11.5 673.9 T d c18 H16 N2 02 23Na
Figure 26 HRMS of compound 1d (IMA 27)
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Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA) H R AM
Plate-forme de Spectrométrie de Masse Haute Résolution

Analysis Info Acquisition Date 12/02/2020 13:28:20
Sample Name IMA 85 Instrument / Ser# maXis 255552.00086
Analysis Name X054819CYC.d Method Positif.m
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C.
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 I/min
Intens. ] +MS, 0.29min #17, Background Subtracted (#7-8)
x1053 1+
3.0
] 243.1340
253 i
] i
2.0
] 1+
1.5 416.1429
1.0 1+
] 14 174.1601 T
057 1201022 | 394.1607,
] 1 l i i 478.1134
100 200 300 400 500 600 m/z
'menS‘i: X054819CYC.d: +MS, 0.29min #17, Background Subtracted (#7-8)
104] 1+
4 5 394.1607
] 0) (0]
1 e
3 N N
] f OyN = H (o)
] =
22 | 1+ () 2a
] 395.1640
17 J 1+
] it 396.1664
0 i A
x104] " CigHaN:05, 394.1609
5] 394.1609
4 g
: £
5 1
2
2; !E 1+
] {1 395.1640
13 ’.} i 1+
ol —Al : B e L e
394.0 394.5 395.0 395.5 396.0 396.5 397.0 3975 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e Conf
129.102239 1+ 1 C6H13N20 129.102239 0.0 32 20 even
174.160127 1+ 1 C8H20N30O 174.160089 -0.2 59 1.0 even
183.112836 1+ 1 C9H15N202 183.112804 -0.2 6.0 4.0 even -
243.133977 1+ 1 C11H19N204 243.133934 -0.2 57 4.0 even
394.160675 1+ 1 C18H24N307 394.160877 0.5 40 9.0 even
416.142866 1+ 1 C18H23N3NaO7 416.142821 -0.1 9.3 9.0 even
Institut de Chimie Organique et Analytique cyril.colas@univ-orleans.fr printed:  17/02/2020 17:42:43
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Figure 27 HRMS of compound 2a (IMA 85)
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Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA) H R AM
Plate-forme de Spectrométrie de Masse Haute Résolution

Analysis Info Acquisition Date 12/02/2020 13:26:48
Sample Name  IMA 84 Instrument / Ser# maXis 255552.00086
Analysis Name X054818CYC.d Method Positif.m
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 “C'
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 I/min
Intens. +MS, 0.29min #17, Background Subtracted (#7)
x10] 14
1 257.1497
31 i
E i
1+
2 430.1589
] !
1 ]
s 14
1 408.1766
4 1
] 129.1023 174.1602 il 338.3416 I 4921293
0....‘..i.'...'.1.;.~.....‘.‘..'...‘....
100 200 300 400 500 600 m/z
Intens‘i i X054818CYC.d: +MS, 0.29min #17, Background Subtracted (#7)
1047 ¥
2 408.1766
y é 0 0
4 Eg N— N
| =
i 1+ 02N — A ©
21 i 409.1794 o 2b
f‘ i 1+
f f\ 410.1820
0 11 i
x0% 1 CysH26N307, 408.1765
T L
408.1765
6_
4-
1+
21 409.1796
1+
i 410.1820
0 v v T T ¥ T v T T v v T fl A T T ] v T T ¥ AV T T hd v T T T T T v v
408.0 408.5 409.0 409.5 410.0 410.5 411.0 4115 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e  Conf
129.102335 1+ 1 C6H13N20 129.102239 -0.7 75 20 even
197.128730 1+ 1 C10H17N202 197.128454 -1.4 82 4.0 even
257.149699 1+ 1 C12H21N204 257.149584 -0.5 20 40 even
408.176580 1+ 1 C19H26N307 408.176527 -0.1 0.6 9.0 even -
430.158943 1+ 1 C19H25N3NaO7 430.158471 -1.1 52 9.0 even
Institut de Chimie Organique et Analytique cyril.colas@univ-orleans.fr printed:  17/02/2020 17:40:57
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Figure 28 HRMS of compound 2b (IMA 84)
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Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA) H R AM
Plate-forme de Spectrométrie de Masse Haute Résolution

Analysis Info Acquisition Date 11/03/2020 19:09:56
Sample Name  IMA 92 Instrument / Ser# maXis 255552.00086
Analysis Name X055495CYC.d Method, Positif.m
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 I/min
Intens +MS, 0.15-0.37min #9-22, -Peak Bkgrnd|
x10%] 1
] +
2.5 430.1586
2.0 i
1.59 |
] 1+ 1+
i 257.1496 408.1767
07 ] i
1 { i
0.5
4 114.0914
0.0] |136.0726 210.1103 gl 4621856 543.2426 630.75347
160 : s ; 2(‘)0 : ' ' : 360 I ' g 460 : ; ; ; 560 : ! : : 660 : rr'\/z
Intens. Jy . X055495CYC.d: +MS, 0.15-0.37min #9-22, -Peak Bkgrnd
x104 1+
1 408.1767 (0] o)
1.04
4 N N
0.8 E
0.6 i O/
] ' 2c o
0.4 1+ ~
1 409.1801
0.2 | & 1+ (0]
| i 410.1831
0.0 1 / A
x10411 3 CiaH26N307, 408.1765)
T +
1 408.1765
1.04
0.8
0.6
]
0.4 { 1+
1 | 409.1796
0.24 { 1+
1 | 1 410.1820
0.0 -1-‘-|- xvi‘rrur--|-ﬁ‘--|--v|- T ——
408.0 408.5 409.0 409.5 410.0 4105 411.0 4115 4120 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e Conf
114.091351 1+ 1 C6H12NO 114.091340 -0.1 na. 20 even
257.149626 1+ 1 C12H21N204 257.149584 -0.2 45 4.0 even
408.176650 1+ 1 C19H26N307 408.176527 -0.3 152 9.0 even 5
430.158599 1+ 1 C19H25N3NaO7 430.158471 -0.3 124 9.0 even
Institut de Chimie Organique et Analytique cyril.colas@univ-orleans.fr printed:  13/03/2020 13:30:45
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Figure 29 HRMS of compound 2c (IMA 92)
Page S28 ©AUTHOR(S)



General Papers ARKIVOC 2022, v, S1-S33

Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA) H R AM
Plate-forme de Spectrométrie de Masse Haute Résolution

Analysis Info Acquisition Date 12/02/2020 13:23:46
Sample Name  IMA 67 Instrument / Ser# maXis 255552.00086
Analysis Name X054816CYC.d Method Positif.m
)\cquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C
Scan End 3000 m/z Set Collision Cell RF 1800.0 Vpp Set Dry Gas 7.0 I/min
Intens A +MS, 0.12-0.37min #7-22, -Peak Bkgrnd|
x105] 1
] +
] 291.1338
4 !
] {
4 i
3: 1+
j 464.1428
25 1+ ‘
] 442.[1607}
1] ]
] ] 510.1358
ol O R e b l l ks in s
100 200 300 400 500 600 m/z
Intens. {1 X054816CYC.d: +MS, 0.12-0.37min #7-22, -Peak Bkgrnd
x105] 1+
1.5 442.1607
1.0 0] (0]
1 !‘ 1+ - N
0 j 4431638 O,N e
} | 1 ©F - 2d
] 5 i 444.1666
0.0 i A A
X105 P CaHmaN:07, 442.1609
+
151 442.1609
]
1.04
]
1 L 1+
0.51 i 443.1640
1 1+
444.1665
0.0 T |v\-v-x-v--|-vv-|v'--rvﬂ|v-|----1----1--v-|'v-'
4415 442.0 4425 443.0 443.5 444.0 4445 4450 4455 446.0 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e  Conf
291.133758 1+ 1 C15H19N204 291.133934 0.6 112 8.0 even
442160672 1+ 1 C22H24N307 442.160877 0.5 7.6 13.0 even
464.142763 1+ 1 C22H23N3NaO7 464.142821 0.1 65 13.0 even 2
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Figure 30 HRMS of compound 2d (IMA 67)
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Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA)
' Plate-forme de Spectrométrie de Masse Haute Résolution H RAM

Analysis Info Acquisition Date 12/02/2020 13:38:05
Sample Name  IMA 95 Instrument / Ser# maXis 255552.00086
Analysis Name X054823CYC.d Method Positif.m
Acquisition Parameter
Source Type ESI| lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500V Set Dry Heater 200 °C
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 /min
Intens. ] +MS, 0.29min #16, Background Subtracted (#6),
x1054 9
4 +
i 2431339
4 !’
9 |
] |
1 { 1+
2: | 405:1187
4 i
1
|
1_
i IR ... L AL s
100 200 300 400 500 600 m/z
Intens4.: X054823CYC.d: +MS, 0.29min #16, Background Subtracted (#6)
1073
Lt 383:1363
2_ -
: O% o
2.0 \/\k O
] N N
4 2
15 Cl = H (0]
1.0 385.1340 o} 3a
3 | 384.1400
55 f‘ | 386.1371
o i § i i3 g 388.2446
x104] 1 C1sH24CIN,Os, 383.1368)
B +
1 383.1368
2.5
2.0%
1.5
1+
1,05 7 385.1346
384.1400
0.5 i 1+
] Ig 386.1374
"“'...I...."’.....“, .‘t‘.......... e e
383 384 385 386 387 388 389 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e Conf
243.133936 1+ 1 C11H19N204 243.133934 -0.0 24 40 even
257.149485 1+ 1 C12H21N204 257.149584 0.4 17.0 4.0 even
383.136254 1+ 1 C18H24CIN205 383.136826 1.5 146 8.0 even 2
405.118697 1+ 1 C18H23CIN2NaO5 405.118770 0.2 13.7 8.0 even
419.134152 1+ 1 C19H25CIN2NaO5 419.134420 0.6 18.1 8.0 even
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Figure 31 HRMS of compound 3a (IMA 95)
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Plate-forme de Spectrométrie de Masse Haute Résolution

Analysis Info Acquisition Date 12/02/2020 13:35:05
Sample Name  IMA 88 Instrument / Ser# maXis 255552.00086
Analysis Name X054821CYC.d Methoq Positif.m
Acquisition Parameter ;
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C_
Scan End 3000 m/z Set Collision Cell RF 1800.0 Vpp Set Dry Gas 7.0 I/min
Intens +MS, 0.31min #18, Background Subtracted (#6)|
x105] 1+
] 257.1494
2.01 i
1.5
1 1+
. 419.1344
1.0 {
B i
0.5 fa 14 [
] 129.1021 174.1601 l ,
00] e [ o 119711‘287' i . et L | L' '481.'3041| . '
100 200 300 400 500 600 m/z
Intens‘.. X054821CYC.d: +MS, 0.31min #18, Background Subtracted (#6)|
x10%]
397.1521
1.5 (o) % (0]
] s SEN
1.0 N—""N
f 399.1495 Cl = H 0}
—
0.5 398.1554 ‘ o] 3b
] J{ 400.1529
0.0] ! | A
x10%] CroH26CIN;05, 397.1525
1 1+
2.0 397.1525
157
1.01 %
1 399.1503
d 1+ s
0.5 398.1557 )
1 1+
] H 400.1531
0.0 1 g 3 v T v T A‘ v T v T T
397 398 399 400 401 402 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e Conf
129.102074 1+ 1 C6H13N20 129.102239 1.3 53 2.0 even
174.160094 1+ 1 C8H20N30O 174.160089 -0.0 55 1.0 even
197.128656 1+ 1 C10H17N202 197.128454 -1.0 19.0 4.0 even 2
257.149416 1+ 1 C12H21N204 257.149584 0.7 19 4.0 even
271.165117 1+ 1 C13H23N204 271.165234 0.4 169 4.0 even
397.152130 1+ 1 C19H26CIN205 397.152476 0.9 9.0 8.0 even
411.167383 1+ 1 C20H28CIN205 411.168126 1.8 406 8.0 even
419.134379 1+ 1 C19H25CIN2NaO5 419.134420 0.1 8.7 8.0 even
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Figure 32 HRMS of compound 3b (IMA 88)
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% Fédération de Recherche Physique et Chimie du Vivant (FR2708 : CBM/ICOA)

Plate-forme de Spectrométrie de Masse Haute Résolution

HRAM

Analysis Info Acquisition Date
Sample Name  IMA 94 Instrument / Ser#
Analysis Name X055488CYC.d Method

11/03/2020 18:59:24
maXis 255552.00086
Positif.m

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C.
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 /min
Intens.] +MS, 0.15-0.37min #9-22, -Peak Bkgrnd|
x10%] 1+
1 419.1345
2.0 ‘
157 |
4 1+ i
] 257.1500 |
1.0 § |
] i 1;
0_5: ! L 1+ 1+
] - l l | 4741767 L
il it e ) e e bk e bl b
100 200 300 400 500 600 m/z
Intens.Jq. X055488CYC.d: +MS, 0.15-0.37min #9-22, -Peak Bkgrnd|
50007 —
397.1524 0 # 1)
40007 \/U\
N N
30001 Cl = H
] O 3
20004 Cc
0005 i 399.1509 (o)
] 398.1561 it
10007
] ! i 400.1521 o)
0] il | i i =
4. = CioH26CIN,Os5, 397.1525
] +
2 397.1525
40001
30004
b 1+
20003 399.1503
1+
10004 398.1557 g 14
] i 400.1531
0 T T T T T T “- T T ‘\v T T T T T T T T
397 398 399 400 401 402 403 m/z
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e Conf
114.091233 1+ 1 CB6H12NO 114.091340 0.9 na. 2.0 even
136.050696 1+ 1 CBHBEN3O 136.050538 -1.2 na. 6.0 even
257.150011 1+ 1 C12H21N204 257.149584 -1.7 26 4.0 even =
271165366 1+ 1 C13H23N204 271.165234 -0.5 236 4.0 even
397.152387 1+ 1 C19H26CIN205 397.152476 0.2 111 8.0 even
419.134534 1+ 1 C19H25CIN2NaO5 419.134420 -0.3 6.0 8.0 even
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Figure 33 HRMS of compound 3c (IMA 94)
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Plate-forme de Spectrométrie de Masse Haute Résolution

HRAM

Analysis Info Acquisition Date 12/02/2020 13:25:14
Sample Name IMA 74 Instrument / Ser# maXis 255552.00086
Analysis Name X054817CYC.d Method. Positif.m
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.6 Bar
Scan Begin 50 m/z Set Capillary 4500 V Set Dry Heater 200 °C
Scan End 3000 m/z Set Collision Cell RF  1800.0 Vpp Set Dry Gas 7.0 /min
Intens. ] +MS, 0.31min #18, Background Subtracted (#7),
x10% 4
g +
] 291.1339
2.0 |
. .‘
15 i
4 453.}1 190
1.0
0.5
] 264.5648
0.0 A '159.?691‘ , TR G SR L' s 5.15'9.896. . .
100 200 300 400 500 600 m/z
Intens. X054817CYC.d: +MS, 0.31min #18, Background Subtracted (#7)
x104] 1+
431.1368
2.0
1.5 O% (0]
] (0]
1.0 1+ 1+ N \/u\ N e
] 432.1399 433.1342 cl g H
0.5 1+ e 0]
] 434.1366 (0] 3d
0.0 ] i
x104] C22H24CIN; 05, 431.1368
2 5; 1+
i’ 431.1368
2.0
1.57
] 1+
1.07 1% 4331349
] 432.1400
0.51 & 1+
1 434.1376 1+
0.01 ﬂ 4351399
431 432 433 434 435 436 437 mz
Meas.m/z z # lonFormula m/z err[ppm] mSigma rdb e  Conf
291.133899 1+ 1 C15H19N204 291.133934 0.1 4.1 8.0 even
431.136826 1+ 1 C22H24CIN205 431.136826 -0.0 256 120 even
453.118970 1+ 1 C22H23CIN2NaO5 453.118770 -0.4 13.1 120 even
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Figure 34 HRMS of compound 3d (IMA 74)
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