Supplementary Material

Synthesis, structure elucidation, antibacterial activities and synergistic effects of novel juglone and naphthazarin derivatives against clinical Methicillin-Resistant Staphylococcus aureus strains
Valentin Duvauchelle,a Chaimae Majdi,a David Bénimélis,a Catherine Dunyach-Rémy,b Patrick Meffre,a and Zohra Benfoddaa*
aUNIV. NIMES, EA 7352 CHROME, F-30021 Nîmes cedex 1, France
bInstitut National de la Santé et de la Recherche Médicale, U1047, Montpellier University, CHU de Nîmes, Place du Pr R. Debré, 30029 Nîmes
*corresponding author: Zohra Benfodda; zohra.benfodda@unimes.fr; University of Nîmes, CHROME laboratory, Rue du Dr. G. Salan, 30021 Nîmes Cedex 1, France.
	
	
	Page

	1.
	Structural elucidation of regioisomers using NMR HMBC spectroscopy
	S4

	1.1
	Example of 3ah and 5ah
	

	
	
	

	2.
	Heatmaps corresponding to synergistic evaluations
	

	2.1
	Heatmaps for compounds 3al, 5am, 3bg and 5ag in combination with vancomycin.

	S8

	2.2
	Heatmaps for compounds 3al, 5am, 3bg and 5ag in combination with cloxacillin.

	S9

	3.
	X-ray crystallographic supporting data
	

	3.1
	X-ray crystallographic supporting data for 5ae
	S10

	3.2
	X-ray crystallographic supporting data for 3bg

	S15

	4.
	Characterization of final compounds (1H, 13C, DEPT-135, HRMS, HPLC)
	

	4.1
	2-hexyl-5-hydroxynaphthalene-1,4-dione (3ac)
	S21

	4.2
	2,3-dihexyl-5-hydroxynaphthalene-1,4-dione (4ac)
	S26

	4.3
	3-hexyl-5-hydroxynaphthalene-1,4-dione (5ac)
	S31

	4.4
	2-heptyl-5-hydroxynaphthalene-1,4-dione (3ad),
	S36

	4.5
	2,3-diheptyl-5-hydroxynaphthalene-1,4-dione (4ad)
	S41

	4.6
	2-heptyl-8-hydroxynaphthalene-1,4-dione (5ad)
	S46

	4.7
	5-hydroxy-2-octylnaphthalene-1,4-dione (3ae)
	S51

	4.8
	5-hydroxy-2,3-dioctylnaphthalene-1,4-dione (4ae)
	S56

	4.9
	5-hydroxy-3-octylnaphthalene-1,4-dione (5ae)
	S61

	4.10
	5-hydroxy-2-nonylnaphthalene-1,4-dione (3af)
	S66

	4.11
	5-hydroxy-2,3-dinonylnaphthalene-1,4-dione (4af)
	S71

	4.12
	5-hydroxy-3-nonylnaphthalene-1,4-dione (5af)
	S76

	4.13
	2-(heptan-4-yl)-5-hydroxynaphthalene-1,4-dione (3ag)
	S81

	4.14
	2,3-di(heptan-4-yl)-5-hydroxynaphthalene-1,4-dione (4ag)
	S86

	4.15
	3-(heptan-4-yl)-5-hydroxynaphthalene-1,4-dione (5ag)
	S91

	4.16
	2-(sec-butyl)-5-hydroxynaphthalene-1,4-dione(3ah)
	S96

	4.17
	3-(sec-butyl)-5-hydroxynaphthalene-1,4-dione(5ah)
	S101

	4.18
	5-hydroxy-2-(tert-pentyl)naphthalene-1,4-dione (3ai,
	S106

	4.19
	8-hydroxy-2-(tert-pentyl)naphthalene-1,4-dione (5ai)
	S111

	4.20
	5-hydroxy-2,3-di-tert-pentylnaphthalene-1,4-dione (3aj)
	S116

	4.21
	5-hydroxy-3-neopentylnaphthalene-1,4-dione (5aj)
	S121

	4.22
	5-hydroxy-2-isobutylnaphthalene-1,4-dione (3ak)
	S126

	4.23
	5-hydroxy-2,3-diisobutylnaphthalene-1,4-dione (4ak)
	S131

	4.24
	5-hydroxy-3-isobutylnaphthalene-1,4-dione (5ak)
	S136

	4.25
	5-hydroxy-2-(2-methylbutyl)naphthalene-1,4-dione (3al)
	S141

	4.26
	5-hydroxy-2,3-bis(2-methylbutyl)naphthalene-1,4-dione (4al)
	S146

	4.27
	5-hydroxy-3-(2-methylbutyl)naphthalene-1,4-dione (5al)
	S151

	4.28
	2-cyclohexyl-5-hydroxynaphthalene-1,4-dione (3am)
	S156

	4.29
	3-cyclohexyl-5-hydroxynaphthalene-1,4-dione (5am)
	S161

	4.30
	2-hexyl-5,8-dihydroxynaphthalene-1,4-dione (3bc)
	S166

	4.31
	2,3-diheptyl-5,8-dihydroxynaphthalene-1,4-dione (4bd)
	S171

	4.32
	5,8-dihydroxy-2-octylnaphthalene-1,4-dione (3be)
	S176

	4.33
	5,8-dihydroxy-2,3-dinonylnaphthalene-1,4-dione (4bf)
	S181

	4.34
	2-(heptan-4-yl)-5,8-dihydroxynaphthalene-1,4-dione (3bg)
	S186

	4.35
	2-(sec-butyl)-5,8-dihydroxynaphthalene-1,4-dione (3bh)
	S191

	4.36
	5,8-dihydroxy-2-(tert-pentyl)naphthalene-1,4-dione (3bi)
	S196

	4.37
	5,8-dihydroxy-2,3-di-tert-pentylnaphthalene-1,4-dione (4bi)
	S201

	4.38
	5,8-dihydroxy-2-neopentylnaphthalene-1,4-dione (3bj)
	S206

	4.39
	5,8-dihydroxy-2,3-dineopentylnaphthalene-1,4-dione (4bj)
	S211

	4.40
	5,8-dihydroxy-2-isobutylnaphthalene-1,4-dione (3bk)
	S216

	4.41
	5,8-dihydroxy-2,3-diisobutylnaphthalene-1,4-dione (4bk) 
	S221

	4.42
	5,8-dihydroxy-2,3-bis(2-methylbutyl)naphthalene-1,4-dione (4bl)
	S226

	4.43
	2-cyclohexyl-5,8-dihydroxynaphthalene-1,4-dione (3bm)
	S231




	1. Structural elucidation of regioisomers using NMR HMBC spectroscopy

	       1.1 Example of 3ah and 5ah

	


By means of Heteronuclear multiple bond correlation (HMBC) spectroscopy technic, we were able to determine either regioisomer 3ah or 5ah were purified (Fig S1.)



Figure S1. Structures of 3ah and 5ah
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Figure S2. HMBC spectra of 3ah
3ah
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H7, H8
5ah

[image: ]Figure S3. HMBC spectra of 5ah
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		Supplementary Material
On these two figures (Figure S2, S3) we can observe coupling between hydrogen atoms and carbon atoms at high distance. Firstly, we know the chemical shift of C1 and C4 because of correlation between H11 and C4. No correlation is possible between H11 and C1 because they are too far of each other. Then, are observed for 3ah correlation between C1, H12 and between C1 and H3. It indicates proximity between these groups. No correlation is observed between C4 and H12 because of the too big distance between these two atoms. Concerning 5ah, are observed correlation between C4 and H2 and between C4 and H12. It indicates proximity between these groups. No correlation is observed between C1 and H12 because of the too big distance between these two atoms. In both cases, we observe correlation between C1 and H8 because of their proximity. Correlation between H7, H8 and C4 is not possible because they are too far of each other. For all other regioisomers this method has been applied to determine the right structure by analogy. This technique alone is not sufficient to attest the correct structure, which is why we have confirmed with X-ray diffraction technique.
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	2.
	Heatmaps corresponding to synergistic evaluations

	2.1
	Heatmaps for compounds 3al, 5am, 3bg and 5ag in combination with vancomycin.
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Figure S1: Heatmaps for compounds 3al, 5am, 3bg and 5ag in combination with vancomycin.

	2.2
	Heatmaps for compounds 3al, 5am, 3bg and 5ag in combination with cloxacillin.
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	3.
	X-ray crystallographic supporting data

	3.1
	X-ray crystallographic supporting data for 5ae


[image: ] CCDC 2083159 contains the supplementary crystallographic data for this paper. These data can be obtained free of charge from The Cambridge Crystallographic Data Center via www.ccdc.cam.ac.uk/data_request/cif.


	O3-C5
O3-H3
O1-C1
O2-C4
C7-H7
C7-C8
C7-C6
C8-H8
C8-C9
C9-C1
C9-C10
C1-C2
C2-H2
C2-C3
C3-C11
C3-C4
C11-H11A
C11-H11B
C11-C12
C12-H12A
C12-H12B
C12-C13
		1.359(3)

	0.87(2)

	1.226(3)

	1.243(3)

	0.95

	1.389(3)

	1.380(3)

	0.95

	1.379(3)

	1.482(3)

	1.411(3)

	1.468(3)

	0.95

	1.343(3)

	1.499(3)

	1.483(3)

	0.99

	0.99

	1.523(3)

	0.99

	0.99

	1.516(3)



	C13-H13A
C13-H13B
C13-C14
C14-H14A
C14-H14B
C14-C15
C15-H15A
C15-H15B
C15-C16
C16-H16A
C16-H16B
C16-C17
C17-H17A
C17-H17B
C17-C18
C18-H18A
C18-H18B
C18-H18C
C6-H6
C6-C5
C5-C10
C10-C4
		0.99

	0.99

	1.523(3)

	0.99

	0.99

	1.518(3)

	0.99

	0.99

	1.519(3)

	0.99

	0.99

	1.517(3)

	0.99

	0.99

	1.518(3)

	0.98

	0.98

	0.98

	0.95

	1.389(3)

	1.404(3) 

	1.460(3)





Table S1. Bond lenghts (Å).


	C5-O3-H3
	109(1)
	H14A-C14-H14B
	107.5

	H7-C7-C8
	119.8
	H14A-C14-C15
	108.6

	H7-C7-C6
	119.8
	H14B-C14-C15
	108.6

	C8-C7-C6
	120.4(2)
	C14-C15-H15A
	108.9

	C7-C8-H8
	119.8
	C14-C15-H15B
	108.9

	C7-C8-C9
	120.4(2)
	C14-C15-C16
	113.4(2)

	H8-C8-C9
	119.8
	H15A-C15-H15B
	107.7

	C8-C9-C1
	120.9(2)
	H15A-C15-C16
	108.9

	C8-C9-C10
	120.2(2)
	H15B-C15-C16
	108.9

	C1-C9-C1
	119.0(2)
	C15-C16-H16A
	108.8

	O1-C1-C9
	121.3(2)
	C15-C16-H16B
	108.8

	O1-C1-C2
	120.4(2)
	C15-C16-C17
	114.1(2)

	C9-C1-C2
	118.3(2)
	H16A-C16-H16B
	107.6

	C1-C2-H2
	118.3
	H16A-C16-C17
	108.7

	C1-C2-C3
	123.4(2)
	H16B-C16-C17
	108.7

	H2-C2-C3
	118.3
	C16-C17-H17A
	108.9

	C2-C3-C11
	124.3(2)
	C16-C17-H17B
	108.9

	C2-C3-C4
	119.0(2)
	C16-C17-C18
	113.5(2)

	C11-C3-C4
	116.6(2)
	H17A-C17-H17B
	107.7

	C3-C11-H11A
	108.6
	H17A-C17-C18
	108.9

	C3-C11-H11B
	108.6
	H17B-C17-C18
	108.9

	C3-C11-C12
	114.7(2)
	C17-C18-H18A
	109.5

	H11A-C11-H11B
	107.5
	C17-C18-H18B
	109.5

	H11A-C11-C12
	108.6
	C17-C18-H18C
	109.5

	H11B-C11-C12
	108.6
	H18A-C18-H18B
	109.5

	C11-C12-H12A
	108.8
	H18A-C18-H18C
	109.5

	C11-C12-H12B
	108.8
	H18B-C18-H18C
	109.5

	C11-C12-C13
	113.9(2)
	C7-C6-H6
	120

	H12A-C12-H12B
	107.7
	C7-C6-C5
	119.9(2)

	H12A-C12-C13
	108.8
	H6-C6-C5
	120

	H12B-C12-C13
	108.7
	O3-C5-C6
	118.0(2)

	C12-C13-H13A
	109.2
	O3-C5-C10
	121.5(2)

	C12-C13-H13B
	109.2
	C6-C5-C10
	120.5(2)

	C12-C13-C14
	112.1(2)
	C9-C10-C5
	118.6(2)

	H13A-C13-H13B
	107.9
	C9-C10-C4
	120.6(2)

	H13A-C13-C14
	109.2
	C5-C10-C4
	120.8(2)

	H13B-C13-C14
	109.2
	O2-C4-C3
	118.8(2)

	C13-C14-H14A
	108.6
	O2-C4-C10
	121.4(2)

	C13-C14-H14B
	108.6
	C3-C4-C10
	119.7(2)

	C13-C14-C15
	114.8(2)
	
	


Table S2. Bond angles (°).



		H3-O3-C5-C6

	H3-O3-C5-C10

	H7-C7-C8-H8

	H7-C7-C8-C9

	C6-C7-C8-H8

	C6-C7-C8-C9

	H7-C7-C6-H6

	H7-C7-C6-C5

	C8-C7-C6-H6

	C8-C7-C6-C5

	C7-C8-C9-C1

	C7-C8-C9-C10

	H8-C8-C9-C1

	H8-C8-C9-C10

	C8-C9-C1-O1

	C8-C9-C1-C2

	C10-C9-C1-O1

	C10-C9-C1-C2

	C8-C9-C10-C5

	C8-C9-C10-C4

	C1-C9-C10-C5

	C1-C9-C10-C4

	O1-C1-C2-H2

	O1-C1-C2-C3

	C9-C1-C2-H2

	C9-C1-C2-C3

	C1-C2-C3-C11

	C1-C2-C3-C4

	H2-C2-C3-C11

	H2-C2-C3-C4

	C2-C3-C11-H11A

	C2-C3-C11-H11B

	C2-C3-C11-C12

	C4-C3-C11-H11A

	C4-C3-C11-H11B

	C4-C3-C11-C12

	C2-C3-C4-O2

	C2-C3-C4-C10

	C11-C3-C4-O2

	C11-C3-C4-C10

	C3-C11-C12-H12

	C3-C11-C12-H12

	C3-C11-C12-C13

	H11A-C11-C12-H12A

	H11A-C11-C12-H12B

	H11A-C11-C12-C13

	H11B-C11-C12-H12A

	H11B-C11-C12-H12B

	H11B-C11-C12-C13

	C11-C12-C13-H13A

	C11-C12-C13-H13B

	C11-C12-C13-C14

	H12A-C12-C13-H13A

	H12A-C12-C13-H13B

	H12A-C12-C13-C14

	H12B-C12-C13-H13A

	H12B-C12-C13-H13B

	H12B-C12-C13-C14



		179(2)

	0(2)

	-0.6

	179.4

	179.4

	-0.6(3)

	0.1

	-179.9

	-179.9

	0.2(3)

	179.7(2)

	0.3(3)

	-0.3

	-179.7

	-0.8(3)

	-179.8(2)

	178.6(2)

	-0.4(3)

	0.5(3)

	179.9(2)

	-178.9(2)

	0.5(3)

	1.3

	-178.7(2)

	-179.7

	0.3(3)

	179.5(2)

	-0.3(3)

	-0.5

	179.7

	-125.6

	117.7

	-4.0(3)

	54.1

	-62.5

	175.8(2)

	179.7(2)

	0.4(3)

	-0.1(3)

	-179.4(2)

	-58.3

	58.7

	-179.8(2)

	63.4

	-179.6

	-58.1

	-180

	-62.9

	58.5

	58.7

	-59

	179.8(2)

	-62.8

	179.5

	58.3

	-179.8

	62.5

	-58.7



		C12-C13-C14-H14A

	C12-C13-C14-H14B

	C12-C13-C14-C15

	H13A-C13-C14-H14A

	H13A-C13-C14-H14B

	H13A-C13-C14-C15

	H13B-C13-C14-H14A

	H13B-C13-C14-H14B

	H13B-C13-C14-C15

	C13-C14-C15-H14A

	C13-C14-C15-H14B

	C13-C14-C15-C16

	H14A-C14-C15-H15A

	H14A-C14-C15-H15B

	H14A-C14-C15-C16

	H14B-C14-C15-H15A

	H14B-C14-C15-H15B

	H14B-C14-C15-C16

	C14-C15-C16-H16A

	C14-C15-C16-H16B

	C14-C15-C16-C17

	H15A-C15-C16-H16A

	H15A-C15-C16-H16B

	H15A-C15-C16-C17

	H15B-C15-C16-H16A

	H15B-C15-C16-H16B

	H15B-C15-C16-C17

	C15-C16-C17-H17A

	C15-C16-C17-H17B

	C15-C16-C17-C18

	H16A-C16-C17-H17A

	H16A-C16-C17-H17B

	H16A-C16-C17-C18

	H16B-C16-C17-H17A

	H16B-C16-C17-H17B

	H16B-C16-C17-C18

	C16-C17-C18-H18A

	C16-C17-C18-H18B

	C16-C17-C18-H18C

	H17A-C17-C18-H18A

	H17A-C17-C18-H18B

	H17A-C17-C18-H18C

	H17B-C17-C18-H18A

	H17B-C17-C18-H18B

	H17B-C17-C18-H18C

	C7-C6-C5-O3

	C7-C6-C5-C10

	H6-C6-C5-O3

	H6-C6-C5-C10

	O3-C5-C10-C9

	O3-C5-C10-C4

	C6-C5-C10-C9

	C6-C5-C10-C4

	C9-C10-C4-O2

	C9-C10-C4-C3

	C5-C10-C4-O2

	C5-C10-C4-C3



		-55.6

	61

	-177.3(2)

	65.5

	-177.9

	-56.2

	-176.8

	-60.1

	61.5

	-59.5

	57.7

	179.1(2)

	178.8

	-64

	57.4

	62.1

	179.4

	-59.3

	57.2

	-59.7

	178.8(2)

	-64.2

	178.9

	57.4

	178.6

	61.7

	-59.9

	-58.3

	58.8

	-179.7(2)

	63.2

	-179.7

	-58.2

	-179.9

	-62.7

	58.7

	-62.8

	177.2

	57.2

	175.8

	55.8

	-64.2

	58.6

	-61.4

	178.6

	-178.4(2)

	0.7(3)

	1.6

	-179.3

	178.1(2)

	-1.3(3)

	-1.0(3)

	179.6(2)

	-179.8(2)

	-0.5(3)

	-0.4(3)

	178.9(2)





Table S3. Torsion angles (°)


	

	
	Donor-H
	Acceptor-H
	Donor-Acceptor
	Angle

	O3-H3...O2
	0.873
	1.801
	2.575
	147


Table S4. Hydrogen bond distances (Å) and angles (°).


	3.
	X-ray crystallographic supporting data

	3.2
	X-ray crystallographic supporting data for 3bg



[image: ]CCDC 2083158 contains the supplementary crystallographic data for this paper. These data can be obtained free of charge from The Cambridge Crystallographic Data Center via www.ccdc.cam.ac.uk/data_request/cif.



	O2-C4
O4-C8
O4-H4
O1-C1
O3-C5
O3-H3
C9-C1
C9-C10
C9-C8
C3-H3A
C3-C4
C3-C2
C4-C10
C1-C2
C2-C11
C10-C5
C8-C7
C7-H7
C7-C6
C5-C6
C11-H11
		1.244(2)

	1.347(2)

	0.90(2)

	1.242(2)

	1.343(2)

	0.88(2)

	1.459(2)

	1.419(2)

	1.396(2)

	0.95

	1.461(2)

	1.341(2)

	1.456(2)

	1.486(2)

	1.514(2)

	1.394(2)

	1.407(2)

	0.95

	1.364(2)

	1.407(2)

	1



	C11-C12
C11-C15
C6-H6
C12-H12A
C12-H12B
C12-C13
C15-H15A
C15-H15B
C15-C16
C16-H16A
C16-H16B
C16-C17
C13-H13A
C13-H13B
C13-C14
C14-H14A
C14-H14B
C14-H14C
C17-H17A
C17-H17B
C17-H17C
		1.531(2)

	1.538(2)

	0.95

	0.99

	0.99

	1.514(2)

	0.99

	0.99

	1.523(2)

	0.99

	0.99

	1.505(3)

	0.99

	0.99

	1.515(2)

	0.98

	0.98

	0.98

	0.98

	0.98

	0.98






Table S5. Bond lengths (Å).


	C8-O4-H4
C5-O3-H3
C1-C9-C10
C1-C9-C8
C10-C9-C8
H3A-C3-C4
H3A-C3-C2
C4-C3-C2
O2-C4-C3
O2-C4-C10
C3-C4-C10
O1-C1-C9
O1-C1-C2
C9-C1-C2
C3-C2-C1
C3-C2-C11
C1-C2-C11
C9-C10-C4
C9-C10-C5
C4-C10-C5
O4-C8-C9
O4-C8-C7
C9-C8-C7
C8-C7-H7
C8-C7-C6
H7-C7-C6
O3-C5-C10
O3-C5-C6
C10-C5-C6
C2-C11-H11
C2-C11-C12
C2-C11-C15
H11-C11-C12
H11-C11-C15
C12-C11-C15
C7-C6-C5
C7-C6-H6
		104(1)

	106(1)

	120.3(1)

	120.3(1)

	119.4(1)

	118.2

	118.2

	123.5(1)

	119.9(1)

	121.8(1)

	118.3(1)

	121.0(1)

	120.0(1)

	119.1(1)

	119.1(1)

	122.2(1)

	118.7(1)

	119.5(1)

	119.9(1)

	120.5(1)

	122.4(1)

	117.8(1)

	119.8(1)

	119.7

	120.6(1)

	119.7

	122.4(1)

	118.1(1)

	119.5(1)

	108

	110.2(1)

	111.6(1)

	108

	108

	110.9(1)

	120.7(1)

	119.6



	C5-C6-H6
C11-C12-H12A
C11-C12-H12B
C11-C12-C13
H12A-C12-H12B
H12A-C12-C13
H12B-C12-C13
C11-C15-H15A
C11-C15-H15B
C11-C15-C16
H15A-C15-H15B
H15A-C15-C16
H15B-C15-C16
C15-C16-H16A
C15-C16-H16B
C15-C16-C17
H16A-C16-H16B
H16A-C16-C17
H16B-C16-C17
C12-C13-H13A
C12-C13-H13B
C12-C13-C14
H13A-C13-H13B
H13A-C13-C14
H13B-C13-C14
C13-C14-H14A
C13-C14-H14B
C13-C14-H14C
H14A-C14-H14B
H14A-C14-H14C
H14B-C14-H14C
C16-C17-H17A
C16-C17-H17B
C16-C17-H17C
H17A-C17-H17B
H17A-C17-H17C
H17B-C17-H17C
		119.6

	108.5

	108.5

	115.2(1)

	107.5

	108.5

	108.5

	108.5

	108.5

	115.0(1)

	107.5

	108.5

	108.5

	108.7

	108.7

	114.2(1)

	107.6

	108.7

	108.7

	109

	109

	112.8(1)

	107.8

	109

	109

	109.5

	109.5

	109.5

	109.5

	109.5

	109.5

	109.5

	109.5

	109.4

	109.5

	109.5

	109.5






Table S6. Bond angles (°).





	H4-O4-C8-C9
H4-O4-C8-C7
H3-O3-C5-C10
H3-O3-C5-C6
C10-C9-C1-O1
C10-C9-C1-C2
C8-C9-C1-O1
C8-C9-C1-C2
C1-C9-C10-C4
C1-C9-C10-C5
C8-C9-C10-C4
C8-C9-C10-C5
C1-C9-C8-O4
C1-C9-C8-C7
C10-C9-C8-O4
C10-C9-C8-C7
H3A-C3-C4-O2
H3A-C3-C4-C10
C2-C3-C4-O2
C2-C3-C4-C10
H3A-C3-C2-C1
H3A-C3-C2-C11
C4-C3-C2-C1
C4-C3-C2-C11
O2-C4-C10-C9
O2-C4-C10-C5
C3-C4-C10-C9
C3-C4-C10-C5
O1-C1-C2-C3
O1-C1-C2-C11
C9-C1-C2-C3
C9-C1-C2-C11
C3-C2-C11-H11
C3-C2-C11-C12
C3-C2-C11-C15
C1-C2-C11-H11
C1-C2-C11-C12
C1-C2-C11-C15
C9-C10-C5-O3
C9-C10-C5-C6
C4-C10-C5-O3
C4-C10-C5-C6
O4-C8-C7-H7
O4-C8-C7-C6
C9-C8-C7-H7
C9-C8-C7-C6
C8-C7-C6-C5
C8-C7-C6-H6
H7-C7-C6-C5
H7-C7-C6-H6
O3-C5-C6-C7
O3-C5-C6-H6
C10-C5-C6-C7
C10-C5-C6-H6

		-2(2)

	178(2)

	3(1)

	-177(1)

	-178.2(1)

	1.7(2)

	0.5(2)

	-179.5(1)

	1.1(2)

	-180.0(1)

	-177.7(1)

	1.2(2)

	-0.4(2)

	180.0(1)

	178.3(1)

	-1.3(2)

	0.5

	-179

	-179.5(1)

	1.0(2)

	-178.1

	3.6

	1.9(2)

	-176.4(1)

	178.0(1)

	-0.9(2)

	-2.5(2)

	178.6(1)

	176.8(1)

	-4.9(2)

	-3.2(2)

	175.1(1)

	-175.3

	67.0(2)

	-56.7(2)

	6.4

	-111.3(1)

	125.0(1)

	179.7(1)

	-0.1(2)

	-1.3(2)

	178.9(1)

	0.5

	-179.5(1)

	-179.9

	0.1(2)

	1.1(2)

	-178.9

	-178.9

	1.1

	179.1(1)

	-0.9

	-1.1(2)

	178.9



	C2-C11-C12-H12A
C2-C11-C12-H12B
C2-C11-C12-C13
H11-C11-C12-H12A
H11-C11-C12-H12B
H11-C11-C12-C13
C15-C11-C12-H12A
C15-C11-C12-H12B
C15-C11-C12-C13
C2-C11-C15-H15A
C2-C11-C15-H15B
C2-C11-C15-C16
H11-C11-C15-H15A
H11-C11-C15-H15B
H11-C11-C15-C16
C12-C11-C15-H15A
C12-C11-C15-H15B
C12-C11-C15-C16
C11-C12-C13-H13A
C11-C12-C13-H13B
C11-C12-C13-C14
H12A-C12-C13-H13A
H12A-C12-C13-H13B
H12A-C12-C13-C14
H12B-C12-C13-H13A
H12B-C12-C13-H13B
H12B-C12-C13-C14
C11-C15-C16-H16A
C11-C15-C16-H16B
C11-C15-C16-C17
H15A-C15-C16-H16A
H15A-C15-C16-H16B
H15A-C15-C16-C17
H15B-C15-C16-H16A
H15B-C15-C16-H16B
H15B-C15-C16-C17
C15-C16-C17-H17A
C15-C16-C17-H17B
C15-C16-C17-H17C
H16A-C16-C17-H17A
H16A-C16-C17-H17B
H16A-C16-C17-H17C
H16B-C16-C17-H17A
H16B-C16-C17-H17B
H16B-C16-C17-H17C
C12-C13-C14-H14A
C12-C13-C14-H14B
C12-C13-C14-H14C
H13A-C13-C14-H14A
H13A-C13-C14-H14B
H13A-C13-C14-H14C
H13B-C13-C14-H14A
H13B-C13-C14-H14B
H13B-C13-C14-H14C
	177.5
-66
55.8(2)
59.8
176.3
-62
-58.4
58.1
179.8(1)
60.2
176.8
-61.5(2)
178.8
-64.6
57
-63
53.5
175.2(1)
58.6
-58.8
179.9(1)
-63.1
179.4
58.1
-179.6
62.9
-58.4
56.2
173
-65.4(2)
-65.6
51.3
172.8
177.9
-65.3
56.3
-58.8
-178.8
61.2
179.6
59.6
-60.4
62.8
-57.3
-177.2
-60.4
179.6
59.5
60.8
-59.2
-179.2
178.3
58.3
-61.8



Table S7. Torsion angles (°).


	

	
	Donor-H
	Acceptor-H
	Donor-Acceptor
	Angle

	O3-H3...O2
	0.885
	1.781
	2.582
	149

	O4-H4...O1
	0.897
	1.734
	2.561
	152


Table S8. Hydrogen bond distances (Å) and angles (°)
	4.
	Characterization of final compounds (1H, 13C, DEPT-135, HRMS, HPLC)
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~ High Resolution Mass Result

Analysis Info Acquisition Date 9/912019 6:52:22 PM
Sample Name -HK-14-]
VD-HK-14-F3 Instrument / Ser# micrOTOF-Q Il 10300
Acquisition Parameter - o
Source Type ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z
Intens.
x105]
2822798
15
273.1401
10
0.5
ZSD.‘ZGM)

o 263.2359265.2522  268.2635270.2808 ‘ & | L 287.1629 296.2656
260 265 270 275 280 285 290 205 mz
Meas.m/z # Formula Score miz err[mDa] errlppm] rdo e Conf N-Rule

273.1491 1 C17H2103 100.00 273.1485 0.6 23 7.5 even ok
2 C15H19N302 3648 273.1472 20 72 8.0 odd ok
3 C4H19NSOS 833 273.1504 12 45 0.0 odd ok
4 C5H25N2010 6.36 273.1504 12 45 55 even ok
5 C2H17N1204 10.97 273.1490 -0.1 -0.4 05 even ok
6 C3H23N509 7.48 273.1490 0.1 -04 -50 odd ok
7 CH2INBOS8 268 273.1477 -1.5 53 -45 even ok
8 C2H27NO13 2.00 273.1477 -15 53 -10.0 odd ok
Bruker Compass DataAnalysis 4.0 printed: 57102019 12:15:10 PM Page 1 0f 1




image91.jpeg
mple Name: VD-HK-14-F3

Acq. Operator  : Nour Seq. Line : 37
Acq. Instrument : LC VWD Location : Vial 45
Injection Date : 6/8/2019 10:08:27 PM Inj : 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M

Last changed : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed 6/11/2019 06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
=] VWD1 A, Wavelength=254 nm (070519\D-HK-14-F3.0)
g

mAU
400

350

300

250

150 +
100+
50
o
; ; ,
1] 5 10 15
Area Percent Report
Sorted By : signal
Multiplier: : 1.0000
Dilution: s 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [min) AU *s  (mAU ] %

18.266 MF 0.4064 9889.50879 405.54034 97.0225
2 19.044 FM 0.3120 303.49341 16.21035 2.9775

Totals : 1.01930e4 421.75069

*** End of Report ***
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High Resolution Mass Result

Analysis Info

Acquisition Date

9/9/2019 6:37:50 PM

Sample Name -HK-45-]
VD-HK-45-F3 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter -
Source Type ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z
Intens..
X109
ks 231.1017
1.25:
1.00
0.75
0.504
0.25 256.2634
0. 213.0911 221.0395 ZZB.IZSIE 245.1134 ‘ 265\2521 270.2784
0.0 . -
200 210 220 230 240 250 260 270 miz
Meas.miz # Formula Score miz err[mDa] err[pom] rdb e Conf N-Rule
231.1017 1 C14H1503 100.00 231.1016 -0.2 <07 75 even ok
2 C12H13N302 4327 231.1002 -15 -65 80 odd ok
3 CHI3N9OS5 8.67 231.1034 17 73 0.0 odd ok
4 C2H1gN2010 6.85 231.1034 17 73 -55 even ok
Bruker Compass DataAnalysis 4.0 N printed: 9/10/2019 11:27:40 AM Page 1 of 1




image96.jpeg
mple Name: VD-HK-45-F3

Acq. Operator @ Valentin Seq. Line 9
Acq. Instrument : LC VWD Location : Vial 74
Injection Date : 7/6/2019 12:09:30 AM Inj : 1
Inj Volume : 5.0 ul
Acq. Method + C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-05 17-54-43\PROFIL-SYNTHESE.M

Last changed : 5/24/2019 10:42:04 AM by Nour

Analysis Method

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M

Last changed : 10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated

T VWDT A, Wavelength=254 nm (HK_ANALOGUES\230519 2019-07-05 17-54-43WD-HK-45-F3.0)
mAU 5
2
600
500
400
300
200
100
2
8
154
@
04—
== T T T y T T T
[ 5 10 15 20 2 35 40

Sorted By
Multiplier: 1.0000
Dilutio : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  (min] [min] mAU *s  (mAU ] %
B sl sl B | =mmmmmm s I 1
1 15.301 BV 0.4888 1.9733%e4  618.29047 95.6929
2 16.768 VB 0.6255 888.20563 19.90331 4.3071
Totals : 2.06221e4  638.19378

#*% End of Report ***

I — page 1 of 1
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image100.jpeg
High Resolution Mass Result

Analysis Info

Acquisition Date

9/9/2019 6:37:50 PM

Sample Name -HK-45-]
VD-HK-45-F3 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter N = o
Source Type ESI lon Polarity Positive Scan Begin 50 miz Scan End 2200 m/z
Intens.
x105:
10, 2311017
1.25
1.00-
075
0.50-
0.25: 256.2634
213,091 221.0395 228.2318 245.1134 | 2652521 70,2784
0.00: 4
200 210 220 230 240 250 260 270 mz
Meas.m/z # Formula Score miz err[mDa] err[ppm] rdb e Conf N-Rule
2311017 1 C14H1503 100.00 231.1016 -0.2 0.7 75 even ok
2 C12H13N302 4327 231.1002 15 65 80 odd ok
3 CH13N90OS5 867 231.1034 17 73 0.0 odd ok
4 C2H19N2010 685 231.1034 17 73 -55 even ok
Bruker Compass DataAnalysis 4.0 printed: 9/10/2019 11:27:40 AM Page 1 0of 1
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mple Name: VD-HK-45-F4

valentin Seq. Line : 11

Acq. Operator
Acq. Instrument : LC VKD Location : Vial 75
Injection Date : 7/6/2019 1:42:49 AM Inj : ki

Inj Volume : 5.0 pl
C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-05 17-54-43\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour
\CHEM32\1\DATA\070519\PROFIL~SYNTHESE .M
10/15/2019 10:13:27 AM
(modified after loading)

Additional Info : Peak(s) manually integrated

Acq. Method
Last changed
Analysis Method
Last changed

] VWD1 A, Wavelength=254 nm (HK_ANALOGUES\230519 2019-07-05 17-54-43WD-HK-45-F4.D)
o
mAU g ©
&
2000 -
1500
10004
500 -{
g o¢
w%w
o]
T — T 4 T T T
0 10 15 20 25 30 35 40
Area Percent Report
Sorted By 5 Signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDL A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
4 [min] [min] mAU *s  [(mAU ] %

1 15.302 MF 0.5386 7.58176e4 2346.33545 96.7093
2 16.709 MF 0.6573 1931.94983  48.98626  2.4643
3 17.913 FM 0.5685 647.90192  18.99352  0.8264

Totals : 7.83974ed  2414.31523

+++ End of Report ***
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High Resolution Mass Result

Analysis Info

sampleName  \/D)-HK-64-F1

Acquisition Date

3/10/2020 10:12:20 AM

Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter - g - >
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z
ntens.
o .
1 2451175
25
201
15
10
05
ool e 2stjoz 239,408 ; 2510009 572462 2612850
225 230 235 240 215 250 255 2650 265 wz
Meas.miz # lonFomula ~Score miz er[mDa] errppm] rdo e Coni N-Rule
2451175 1 CISHI703 10000 2451172 02 40 75 even ok
2 C13H15N302  41.90 245.1159 18 -65 80 odd ok
3 C18HI5N 19.73  245.1199 -24 -100 120 odd ok
4 C11H13N8O 1225 2451145 29 -11.9 85 even ok
Bruker Compass DataAnalysis 4.1 - printed: 3/10/2020 10:43:47 AM Page 1of 1





image106.jpeg
ple Name: VD-HK-64-F1

Acq. Operator : Valentin Seq. Line : 9
Acq. Instrument : LC VWD Location : Vial 14
Injection Date : 9/23/2019 5:17:18 PM Inj 1
Inj Volume : 5.0 pl
Acq. Method . C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFTL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method C: \CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated
[T VWD1 A, Wavelength=254 nm (070619 2019-09-23 11-02-15WD-HK-64-F1.)
<

mAU 8

500 &

400

300

200

Sorted By signal
Multiplier: 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWD1 A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  [min) (min] mAU *s  [mAU ] %

1 16.029 MF 0.4440 194.59277 7.30446
2 16.886 MF 0.4959 1.55706e4 523.32916
3 17.506 FM 0.3224 605.42432 31.29845 3.6982

Totals : 1.63706e4  561.93208

+++ End of Report ***

page 1 of 1
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High Resolution Mass Result

Analysis Info

Acquisition Date 3/10/2020 10:18:27 AM
Sample Name -HK-64-]
VD-HK-64-F2 Instrument / Serét micrOTOF-Q 228888.10300
Acquisition Parameter
Source Type  ESI fon Polarity ~ Positive Scan Begin 50 miz Scan End 2200 miz
Intens,
x10° 1+
2451173
5
4
2
o287 2510004 814167 267,017
225 230 235 240 245 250 255 260 265 miz
Meas.mz # lonFormula ~Score miz err[mDa] erfppm] rdo e Conf N-Rule
2451173 1 C15H1703 100.00 245.1172 0.1 05 75 even ok
2 C18HISN 1941 2451199 -26 -104 120 odd ok
3 C13HISN302 4276 245.1159 15 60 80 odd ok
4 C11H13N6O 1280 245.1145 -28 -11.5 85 even ok
Bruker Compass DataAnalysis 4.1 printed:  3/10/2020 10:36:49 AM Page 1 of 1





image111.jpeg
mple Name: VD-HK-64-F2

Acq. Operator : Valentin Seq. Line : 9
Acq. Instrument : LC VWD Location : Vial 44
Injection Date : 9/28/2019 12:25:53 AM Inj 1

Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\270919 2019-09-27 18-10-59\PROFIL-SYNTHESE.M
Last changed i 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFTL-SYNTHESE.M

Last changed : 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated

] VWD1 A, Wavelength=254 nm (HK_ANALOGUES\270819 2019-09-27 18-10-58\VD-HK-64-F2.0)
mAU 2
g s
8
600 K
500
400
300
200+
100
s
04—
- , ; , : : ,
0 5 10 15 20 25 30 40
Area Percent Report
Sorted By : Signal
Multiplier: : 1.0000
Dilution: ¥ 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [(min) [min] mAU  *s  [mAU ] %

1 17.039 WF 0.4535 1.71306e4  629.56757 97.5848
2 17.764 FM 0.3557 423.98099  19.86609  2.4152

Totals : 1.75546e4  649.43366

*++ End of Report ***
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image115.jpeg
High Resolution Mass Result

Analysis Info Acquisition Date 3/10/2020 10:18:27 AM
Sample Name -HK-50-
VD-HK-50-F3 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter 3
Source Type  ESI lon Polarity ~ Positive Scan Begin 50 miz Scan End 2200 miz
ntens.
3l 1+
25,1173
5
4
2
o lmes 2510024 2611197 2671017
235 230 235 20 285 250 255 260 E3 w2
Meas.m/z # lonFormula  Score m/iz err[mDa] err[ppm] rdo e Conf N-Rule
251173 1 CISHIZO3 10000 2451172 01 05 75 even ok
2 CiaHis 1941 2451109 25 odd ok
3 C13HI5N302 4276 2451158 -15 odd ok
4 C11H13NBO 1280 245.1145 -28 even ok

Bruker Compass DataAnalysis 4.1 printed: 3/10/2020 10:36:49 AM

Page 1of 1




image116.jpeg
mple Name: VD-HK-51-F2

Acq. Operator : Valentin Seq. Line : 3
Acq. Instrument : LC VWD Location : Vial 11
Injection Date : 9/23/2019 12:37:22 PM inj s 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFIL-SYNTHESE.M

Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info Peak(s) manually integrated

] VWDT A, Wavelengih=254 nm (070619 2016-09-23 11-02-15WD-HK-51-F20)
mAU 3 o
>
&
&
400-|
300
200
100
o
I T T T T y T
o 5 10 15 20 25 30 40
Area Percent Report
Sorted By : signal
Multiplier: : 1.0000
Dilution: £ 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min] [min] mAU *s  [mAU ] %

1 16.234 MF 0.5791 1.59635e4 459.40588 95.1880
2 17.042 FM 0.5214 806.99493 25.79743 4.8120

Totals : 1.67705ed4  485.20332

*** End of Report ***

abvimant 1 1N/16/901G 1106225 &M Page 1 of 1
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image120.jpeg
s High Resolution Mass Result

Analysis Info Acquisition Date

3/10/2020 10:18:27 AM

Sample Name o =51
VD-HK-51-F1 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter i a
Source Type  ESI lon Polarity  Positive ‘Scan Begin 50 miz Scan End 2200 miz
\mens“,
X0 e
2451173
&
P
2
1226.1796 251.0024 261.1197 267,‘“‘7
225 230 235 240 245 250 255 260 265 miz
Meas.m/z # lonFormula  Score mz er[mDa] errppm] rdo e Conf N-Rule
2051173 1 CISHI703 10000 245.1172 o1 05 75 even ok
2 C18H15N 19.41  245.1199 -26 -104 120 odd ok
3 C13HI5N302 4276 245.1159 -15 -60 80 odd ok
4 C11H13N6O 12.80 245.1145 -28 -11.5 85 even ok
Bruker Compass DataAnalysis 4.1 printed 3/10/2020 10:36:49 AN Page i of 1




image121.jpeg
mple Name: VD-HK-50-F4

Acq. Operator
Acq. Instrument
Injection Date

Acq. Method
Last changed
Analysis Method
Last changed

Additional Info

Valentin Seq. Line : 5
LC VWD Location : Vial 32
7/12/2019 9:21:56 PM Inj 3

Inj Volume : 5.0 pl

n"/Ommxww/M/G}..—.b/E%IbZPFOOCNM/mwom~w 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M

10/15/2019 10:13:27 AM

(modified after loading)

Peak(s) manually integrated

mAU

800 |

700

600

500

400 |

[T VWDT A, Wavelength=254 nm (230519 2019-07-12 18-13-38WD-HK-50-F4.D)

200
100 - 2
-
=
0
T T T T T T
[ 10 15 2 2 30 35 40 :
Area Percent Report
Sorted By :
Multiplier 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal VWD1 A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
# [min] [min] mAU *g [mAU ] %

2 17.389 VB

0.4484 2.43581ed 827.13696 96.7558

2.51748ed 845.47684

o.mﬂom;.dﬂ:Hm.uuwmmu.mtm ;
*+* End of Report *** ~
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. High Resolution Mass Result

Analysis Info Acquisition Date

Sample Name

VD-HK-53-F3

3/10/2020 10:09:17 AM

Instrument/Ser#  micrOTOF-Q 228888.10300
Acquisition Parameter )
Source Type  ESI lon Polarty  Positive Soan Begin 50miz Soan En 2200 miz
Intens,
X105 -
1.50 21020
125
100
075
0.50-
025
2170885
0.00- .
210 215 220 225 230 235 245 miz
Meas.miz # lonFormula Score  miz err(mDa] err[pom| rdo e Conf N-Rule
231.1020 1 C14H1503 100.00 231.1016 -05 -20 7.5 even ok
2 C12H13N302 39.94 231.1002 -18 -78 80 odd ok
3 C10H1IN6O 11.04  231,0989 1 -136 85 even ok
4 cirHiaN 2088 2311083 2 96 120 odd ok

Bruker Compass DataAnalysis 4.1 printed: 3/10/2020 10:34:16 AM

“Page1of 1
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mple Name: VD-HK-53-F3

Acq. Operator : Valentin Seq. Line : 17
Acq. Instrument : LC VWD Location : Vial 38
Injection Date : 7/13/2019 6:42:14 AM Tod & 1

Inj Volume : 5.0 pl
Acq. Method H \CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
Last changed : 5/24/2019 10:42:04 AM by Nour
Analysis Method \CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed : 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info Peak(s) manually integrated
1 VWD1 A, Wavelength=254 nm (230519 2019-07-12 18-13-39\VD-HK-53-F3.0)
L g »
&

200

175

150 |

125

100

75

Sorted By : Signal
Multiplier: : 1.0000
Dilution: 1 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VHDL A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
{min] (min] mAU *s  [mAU ] %

1 13.811 MM 0.5751 203.19447 5.88821 2.8439

2 15.185 MF 0.5142 6815.27832 220.90866 95.3851

3 16.645 FM 0.5591 126.53986 3.77219 1.7710
Totals : 7145.01265 230.56906

*** End of Report ***

vamE 1 AE T





image127.jpeg
[-3400

3200

3000
2800
2600
2400

2200

{2000

1800

1600

1400

1200

1000
800
600
400
200
0

=-200

42
U
L
€02
9TL:
b2
SS¢
251
657
09z
192

seer—

4ak

OH O

862

w0

= 80

=107
187

7
f1 (ppm)

14 13 2 1 10

15




image5.png
C1

C4

H11

L

L

\J\/H M

H6, H7

™~

UDHK4SF-DO3
HMBC

20

40

&

50

100

120

140

180

180

2m

11 (ppm)




image128.jpeg
s6'7e—
oe6z—

9TSE~.
€656

oL
oTLL
8L

wzs
S6811—
wez~

9peer—
66'SET—

HOLBT~
BT—

0£'79T—

69'8T—

6061 —

O

OH O

4ak

70

T T
200 190

T
210





image129.jpeg
35,79
35.12

[F2E+05

—135.85
—123.63
—118.82
—20.16
2.8
<o

X

[-2E+05
r2E+05

O‘ [2E+05

OH O [F2E+05

4dak HE+05
1E+05
F1E+05
| 80000
60000

1
! 140000
i 4
20000
T

ro
H {--20000
i ~-40000
[~-60000
~-80000
-1E+05

[-1E+05

T T T T T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 110 = %co ; 90 8 70 60 50 40 30 20 10 0 -0
ppm!




image130.jpeg
Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min = -10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

754 formula(e) evaluated with 4 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 0:0-20

VD-HK-53-F1 1: TOF MS ES+ Y-CHROME 19101705 5 (0.228) Cm (5)
2.036+004
285.30
1% 286.99287.17
% 2 652510 28534 28611 58539 e 287.99288.17 85 59 2894828936 2901450025 200,06 =
e Bl N, S S ] 20,,1290:86
285.00 286.00 287.00 288,00 289.00 290.00 291.00
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
287.1656 287.1647 0.9 2.3 T8 1338.0 0.376 68.63 Cl18 H23 03
287.1666 =1.0 ~3.5 -5.5 3339.2 1.8 20.7% C6 H27 N2 010
287.1652 0.4 1.4 0.5 1340.3 2.619 7.29 C3 H19 N12 04
287.1666 -1.0 &5 5.5 1341.1 3.410 3.31 C4 H1S5 N16




image131.jpeg
mple Name: VD-HK-53-F1

Acq. Operator : Valentin Seq. Line : 13
Acq. Instrument : LC VWD Location : Vial 36
Injection Date : 7/13/2019 3:35:25 AM Inj 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M

Last changed  : 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated

"] VWD1 A, Wavelength=254 nm (230519 2018-07-12 16-13-39WD-HK-53-F1.0)
mAU 8
140
120-|
100
80
60-]
40
20| 2
8
s
8
0
T T T T T
[ 10 15 20 2 30 35 )

Sorted By Signal
Multiplier: 5 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area
#  [min] [min] mAU *s

1 19.199 BV  0.4331 4618.88184 153.27727 97.8671

2 20.569 VB 0.4760 100.66503  3.06762  2.1329

Totals : 4719.54687 156.34488

**+ End of Report ***
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pat, _ High Resolution Mass Result

Analysis Info

Acquisition Date 3/10/2020 10:09:17 AM
Sample Name -HK-53-|
VD-HK-53-F3 Instrument / Ser# micrOTOF-Q 228886.10300
Acquisition Parameter
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
ntens.
i -
150 231.1020
125
1.00
0.75;
0.50
0.25
217.0885
0.00- +
210 215 220 225 230 235 240 245 mz
Meas.mz # lonFormula Score  miz er[mDa] er[ppm] rdo e Conf N-Rule
2311020 1 C14H1503 10000 231.1016 -05 20 75 even ok
2 C12H13N302 39.94 231.1002 -7.8 80 odd ok
3 C10H11NEO 11.04  231.0989 -136 85 even ok
4 cirHiaN 2368 2311083 -85 120 odd ok

Bruker Compass DataAnalysis 4.1 printed: 3/10/2020 10:34:16 AM Page 1of 1
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mple Name: VD-HK-65-F2-F2

Acq. Operator : Valentin seq. Line : 27
Acq. Instrument : LC VWD Location : Vial 14
Injection Date : 10/10/2019 3:02:49 PM Inj : 1

Inj Volume : 5.0 pl

Acq. Method C:\CHEM32\2\DATA\HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\PROFIL-SYNTHESE.M
Last changed 5/24/2019 1 2:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated
] VWD1 A, Wavelength=254 nm (HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\VD-HK-65-F2-F2.D)

mAU 8 &
& A
©
140-] 4
120
100

10 15 25 35 40 ]
Area Percent Report

Sorted By u Signal

Multiplier: : 1.0000

Dilution: t 1.0000

Sample Amount: : 5.00000 [ng/ul]  (not used in calc.)

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
# [min] [min] mAU  *s [mAU ] %

1 15.168 MF 0.7273 121.32494 2.78031 2.4376
2 16.483 FM 0.5112 4737.17383 154.45717 95.1774
3 17.463 FM 0.2927 60.18417 3.42722 1.2092
4 18.348 FM 0.4305  58.52193 2.26547 1.1758

Totals : 4977.20487 162.93017

*+* End of Report ***
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B = ___High Resolution Mass Result
Analysis Info

Acquisition Date 3/1012020 10:15:22 AM
Sample Name -HK-52-
VD-HK-52-F2 Instrument / Ser# micrOTOF-Q 22888810300
Acquisition Parameter I
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens,
X105
1.2 s
2451177
1.0
08
0.6
0.4
0.2
sl 2311021 263.1025 259.1268
235 250 25 230 25 250 255 2% 255 e
Meas.m/z # lonFormula  Score miz err(mDa] err[ppm] rdb e Conf N-Rule
2451177 1 CISHI703 10000 2451172 05 20 75 even ok
2 C13H15N302 3964 245.1159 1.8 75 80 odd ok
3 C11H13N6O 10.86 245.1145 32 -13.0 85 even ok
4 CiaHisN 2450 2451198 22 89 120 odd ok

Bruker Compass DataAnalysis 4.1 printed; 3/10/2020 10:38:34 AM Page 1 of 1
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mple Name: VD-HK-52-F2

Acq. Operator : Valentin Seq. Line : 9
Acq. Instrument : LC VWD Location : Vial 34
Injection Date : 7/13/2019 12:28:40 AM Inj : 1
Inj Volume : 5.0 nl
Acg. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
[T VWDT A, Wavelength=254 nm (230519 2018-07-12 16-13-39WD-HK-52-F2.D)
mAU 8 &.,vooo
1750 4
1500
1250
1000
750
500
250-|
o
8
5 T
; T T T T
0 10 2 30 35 4
Area Percent Report
Sorted By : signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDL A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
4 [min] [(min] mAU *s  [mAU ] %

11.556 BB 0.5834  14.28455 3.85810e-1  0.0250
15.163 MM 0.4556 658.60675 24.09078  1.1525
0.4777 5.43988e4 1897.90100 95.1969
17.614 M 0.6620 1799.82654 45.31438 3.1497
19.326 MM 0.3531 271.91229 12.83368  0.4758

ERNEREN.
23
o
o
0
3
=
=l

Totals : 5.71434e4 1980.52565

*++ End of Report ***
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image145.jpeg
: . High Resolution Mass Result

Analysis Info

Acquisition Date 2/27/2020 11:23:47 AM
Sample Name -HK-
VD-HK-52F1 Instrument / Ser#t micrOTOF-Q 228888.10300
Acquisition Parameter -
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z
Intens
x104: e
o 3001240
25:
10
05 3181341
315.1963
. | 3041541 3103118 3132668 | | 3213185 3270112829 079331 g0gt
295 300 305 310 315 320 325 330 miz
Meas.m/z # lon Formula Score miz err[mDa] erlppm] rdb e Conf N-Rule
3151963 1 C20H2703 100.00 315.1955 0.8 27 75 even ok
2 C16H23NSO 9.64 3151928 35 112 85 even ok

Bruker Compass DataAnalysis 4.1 T pied 2memoz0sdedsPM  Pageioli
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mple Name: VD-HK-52-F1

Acq. Operator : Valentin Seq. Line : 7
Acq. Instrument : LC VWD Location : Vial 33
Injection Date : 7/12/2019 10:55:21 PM Inj 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

] VWD A, Wavelength=254 nm (230519 2016-07-12 16-13-39WD-HK-52-F1.0)
mAU 5
500
400 -
300
200
100
-
5
8
0--A
T T T T y
0 5 10 15 20 2 )
Area Percent Report
Sorted By signal
Multiplier: z 1.0000
Dilution: + 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  [min] (min] mAU *s  (mAU ] 5
e et [eroorotner |rmzoe—es [eemnas 1
1 20.961 BV  0.4262 1.50533e4  509.54236 97.6912
2 22.374 VB 0.5409 355.76883  9.77936  2.3088
Totals : 1.54091e4  519.32172
*** End of Report ***
page 1 of 1

strument 1 10/15/2019 10:34:09 AM
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image150.jpeg
High Resolution Mass Result

Analysis Info

Sample Name VD-HK-52-F3

Acquisition Date

3/10/2020 1

:12:20 AM

Instrument / Seré micrOTOF-Q 22888810300
Acquisition Parameter
Source Type  ESI lon Polarity ~ Positive Scan Begin 50 miz. Scan End 2200 miz
Intens.
o 1
N 245.1175
25
20
1.5
1.0-
05
- 2281981 231,1028 239.1498 2510009 257.0462 2612390
225 230 285 240 245 250 255 260 265 mz
Meas.miz # lonFormula ~ Score miz err[mDa] er[ppm] rdo e Conf N-Rule
2451175 1 C15H1703 100.00 2451172 0.2 1.0 7.5 even ok
2 C13H1SN302 4190 245.1158 -18 -65 80 odd ok
3 GiaHisN 1973 2451199 24 400 120 odd ok
4 ClHINGD 1225 245.1145 28 118 85 even ok
Bruker Compass DataAnalysis 4.1 printed: 3/10/2020 10:43:47 AM Page 10f 1
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mple Name: VD-HK-52-F3

Acq. Operator Valentin Seq. Line : 11
Acq. Instrument : LC VWD Location : Vial 35
Injection Date : 7/13/2019 2:01:58 AM Ty X

Inj Volume : 5.0 pl
C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-12 18-13-39\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated

Acq. Method
Last changed

[T VWD1 A, Wavelength=254 nm (230519 2019-07-12 18-13-38\WD-HK-52-F3.0)
mAU | 8

800 -
700
600 -
500 -
400
300
200
100

g2 s

4 =3
ol

0 5 10 15 25 35 40

Sorted By 3 Signal
Multiplier: z 1.0000
Dilution: 3 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min) (min] mAU *s  [mAU ] %

1 15.092 BV 0.4707 364.12286 11.99156 1.4414
2 16.423 W 0.4180 2.40999%4 865.49915 95.4037
3 17.840 W 0.5894 764.98102  18.87020  3.0283
4 19.398 VB 0.3717 31.96086 1.23544 0.1265

Totals : 2.52610ed 897.59633

*** End of Report ***




image152.jpeg
3500

3000

2500

[-2000

1500

1000
500
o

99—

(42
(4%
L
€L
9L

S5
451

097
L

96 TT—

OH O 3am

-

TS.@

2y

90T

*=00'7

=560
=507

=160





image153.jpeg
3 g og g aew
g3 ig i3g 2 i i
il ] N PPN NS 8=
)
OH O 3am
:
o 1
1
, ;
1
:
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 -10

f1 (ppm)

[~40000

35000

{30000

25000

20000

15000

[~10000

5000

0





image154.jpeg
{-60000

—136.05
—13286
2633
26.00

—123.93

—119.34
36,81
—3219

£

55000

o]
50000
O -

OH O 3am 40000
35000
30000
[~25000
20000
15000
10000

5000

ro

[~-5000

r-10000
1 LA

r-15000

-20000

[-25000

——— T ———— T T ——— 1 T T R T T
210 200 190 180 170 160 150 140 130 120 110 1 %00 ) 90 80 70 60 50 40 30 20 10 0 -10
ppm:




image155.jpeg
_High Resolution Mass Result

Analysis Info Acquisition Date 9/9/2019 6:39:57 PM
Sample Name -HK-12-
VD-HK-12-F2 Instrument / Ser# meOTOF-QIl 10300
Acquisition Parameter 5
Source Type ESI lon Polarity Positive Scan Begin 50 miz Scan End 2200 m/z
Intens.
x104
6 257.1174
4
2
2502477
. ) asant | k ‘ B g s i73
235 240 245 250 255 260 265 270 275 miz
Meas.m/z # Formula Score  miz er(mDa] errlppm] rdb e Conf N-Rule
257.1174 1 C14H15N302 49.15 257.1159 -15 -59 9.0 odd ok
2 C16H1703 100.00 257.1172 -0.2 -0.7 85 even ok
3 C3H1S5NSOS5 1172 257.1191 17 65 1.0 odd ok
4 C4H21N2010 9.45 257.1191 r 65 -45 even ok
5 CHIIN1204 2038 2571177 03 12 15 even o
8 C2H19N509 15.03 257.1177 0.3 12 -40 odd ok
7 CH23NO13 6.53 257.1164 -1.0 -40 -9.0 odd ok
Bruker Compass DataAnalysis 4.0 printed: 8/10/2019 11:34:12 AM Page 1ol 1
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mple Name: VD-HK-12-F2

Acq. Operator : Nour Seq. Line : 23
Acq. Instrument : LC VWD Location : Vial 38
Injection Date : 6/8/2019 11:15:01 AM Inj : 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFTL-SYNTHESE.M (Sequence Method)

Last changed : 6/11/2019 9:06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
TT VWD1 A, Wavelength=254 nm (070519WD-HK-12-F2.0)
o

mAU

150

100

0 10 15 2 2 30 3 40 :
Area Percent Report
Sorted By 3 Signal
Multiplie: 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area

¢ [min) [min] mAU *s  [mAU ] %
1 17.042 MF  0.4421 6374.49121 240.28722 95.0170
2 17.975 EM  0.5433 334.29639 10.25464  4.9830

Totals : 6708.78760 250.54185

**++ End of Report ***
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High Resolution Mass Result

Analysis Info

Acquisition Date

9/9/2019 6:42:00 PM

Sample Name -HK-12-]
VD-HK-12-F4 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter R
Source Type  ESI lon Polarity ~ Posiive Sean Begin 50 miz Sean Eng 2200 miz
5 257.1177
4
3
2
1
4 201088 L] ‘ 2652502 2682620 2782082 |
235 240 245 250 255 260 265 270 275 mz
Meas.m/z # Formula Score miz er[mDa] errlppm] rdb & Conf N-Rule
2571177 1 C14H15N302 4833 257.1158 -1.8 7.0 9.0 odd ok
2 C16H1703 100.00 257.1172 -0.5 -1.8 85 even ok
3 C3H15NSOS5 17.53  257.1191 1.4 54 1.0 odd ok
4 CH13N1204 28.59 257.1177 0.0 01 15 even ok
5 C4H21N2010 1414 257.1191 14 54 -45 even ok
6 C2H18N509 2112 257.1177 0.0 0.2 -40 odd ok
7 CH23NO13 690 257.1164 -1.3 50 -9.0 odd ok
Compass DataAnalysis 4.0 printed: 9/10/2019 11:35:38 AM Page 1of 1
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mple Name: VD-HK-12-F4

Acq. Operator : Nour Seq. Line : 25
Acq. Instrument : LC VWD Location : Vial 39
Injection Date : 6/8/2019 12:48:20 PM Inj : 1

Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour

Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed 6/11/2019 9:06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
] VWD1 A, Wavelength=254 nm (070519\WD-HK-12-F4.0)

mAU &
> o
140 aso%w
120
100

Sorted By ¢ signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min) (min] AU *s  [mAU ] %

1 16.869 MF 0.4418 3949.91602 149.00703 97.0819
2 17.784 FM 0.3846 118.72703 5.14551 2.9181

Totals : 4068.64304 154.15254

*** End of Report ***
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Elemental Composition Report

Single Mass Analysis
Tolerance = 3.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
683 formula(e) evaluated with 7 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-69

1005
%-
[

Minimum:
Maximum:

Mass

275.1295

T
272.00

calc. Mass

275.
275.
275.
275.
275.
275.
275.

1283
1297
1302
1315
1288
1275
1302

mDa

1.2
-0.2

-2.0
0.7
2.0
-0.7

273.00

10.0
PPM

4.4
-0.7
-2.5
-7.3
2.5

743

-2.5

27164 2721027220 5730627317 27373 27405 27428 21500

Page 1

1: TOF MS ES+ 'Y-CHROME 19101703 5 (0.227) Cm (5)
8.55e+003
27513
276.14
275.17 1 27627 27718 977 3p277 73 .
T T A s s 2 e
274.00 275.00 276.00 277.00 278.00
-10.0
50.0
DBE i-FIT Norm Conf(3%) Formula
7.5 1070.3 0.748 47.32 Cl6 H19 04
12.5 1070.3 0.804 44.73 C17 H15 N4
-5.5 1072.8 3.244 3.90 C4 H23 N2 011
-0.5 1073.1 3.530 2.93 C5 H19 N6 07
0.5 1074.9 5.371 0.46 C H15 N12 05
-4.5 1075.2 5.666 0.35 H19 N8 09
5.5 1075.3 5.802 0.30 €2 H11l N16 O




image166.jpeg
mple Name: VD-HK-69-F1

Acq. Operator valentin Seq. Line : 35
Acq. Instrument LC VWD Location Vvial 27
Injection Date : 9/24/2019 1:30:40 PM Imj : 1

Inj Volume : 5.0 pl

C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M

10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated

T[] VWD1 A, Wavelength=254 nm (070619 2019-09-23 11-02-15WD-HK-69-F1.0)

&

aveo

Acq. Method
Last changed  :
Analysis Method :
Last changed

mAU

B

100

Sorted By s signal
Multiplier: : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min] [min] mWAU *s [mAU ] %
B B e e I fmmmmaae |
1 18.734 MF  0.3451 2380.63013 114.95795 95.0074
2 19.384 FM  0.2549 77.88805  5.09308  3.1084
3 23.111 MM 0.3979 47.21242  1.97748  1.8842
Totals : 2505.73059 122.02851

*** End of
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High Resolution Mass Result

Analysis Info Acquisition Date 3/10/2020 9:59:59 AM
Sample Name -HK-
VD-HK-58 F3 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter =
Source Type ~ ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens, 1
X108 14 |
20 3872526
15
10
05 1
401.2679 1
387,178 | 4152105
0.0 L 1 L
330 360 360 460 420 mi
Meas.miz # lonFormula Score miz err(mDa] er(ppm] rdb e Conf N-Rule
387.2526 1 C25H31N4. 47.17  387.2543 17 4.4 125 even ok
2 C24H3504 100.00 387.2530 0.4 08 75 even ok
3 Co7HSINO 1400 387.2557 30 78 120 odd ok
4 C22H3INI03 6433 3672516 10 26 80 odd ok
5 C20H31N6O2 15.71 387.2503 23 60 85 even ok
Bruker Compass DataAnalysis 4.1 printed: 5/28/2020 5:17:28 PM N Page 1 of 1




image171.jpeg
mple Name: VD-HK-04-F3

Acq. Operator : Valentin Seq. Line 5
Acq. Instrument : LC VWD Location : Vial 32
Injection Date : 6/12/2019 2:11:20 PM nj 1

Inj Volume : 5.0 pl

Acg. Method
Last changed
Analysis Method
Last changed

C:\CHEM32\2\DATA\HK ANALOGUES\23
5/24/2019 10:42:04 AM by Nour
C:\CHEM32\1\DATA\070519\PROFIL-S
6/19/2019 1:50:59 PM

(modified after loading)
Additional Info : Peak(s) manually integrated

0519 2019-06-12 11-02-48\PROFIL-SYNTHESE.M

YNTHESE. M

[ VWD1 A, Wavelength=254 nm (1506191230519 2019-06-12 11-0:

mAU 2
g

40|

12-48\D-HK-04-F3 D)

o
©
&8

Wb

[ 0 5 10 15 20 25 30 35 40 ]
Area Percent Report
Sorted By =
Multiplier: 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWD1 A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  [(min] [min] mAU *s  [mAU ] %
s [ j s jgmasin |
1 18.711 BB 0.2540  2.47863 1.3943%-1  0.2204
2 21.083 MF  0.4730 1107.89661  39.03416 98.5343
3 22.205 FM  0.3155 14.00112 7.39562e-1  1.2452
Totals 1124.37635  39.91317
**%* End of Report ***
SRR T RITAITETE NEeR AT e T T
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High Resolution Mass Result

Analysis Info Acquisition Date 2/27/2020 11:33:08 AM
Sample Name -HK-
VD-HK-68 Instrument / Ser# micrOTOF-Q 228388.10300
Acquisition Parameter = )
Source Type  ESI lon Polarity  Positive Scan Begin 50 m/z Scan End 2200 m/z
Intens.”
X105 TS
303.j602
08
08
04
1
338.3432
02
317.4788
oo 720045 OIS 251444 29160t ; ; | 3290082 L]
270 2680 200 300 30 320 330 340 miz
Mezs.mz # lonFormula Score  miz err[mDa] er[ppm] rdo e Conf N-Rule
303.1602 1 C18H2304 69.61 303.1591 1.1 38 75 even ok
2 CioHiNs 10000 3031604 02 08 125 even ok
3 C14H19N602 525 303.1564 -38 -126 85 even ok
Bruker Compass DataAnalysis 4.1 printed: 3/2/2020 12:54:04 PM >

Page 1 of 1




image176.jpeg
mple Name: VD-HK-68-2-F2

Acq. Operator : Valentin Seq. Line : 33
Acq. Instrument : LC VWD Location : Vial 26
Injection Date : 9/24/2019 11:57:17 AM Ind v 1
Inj Volume : 5.0 pl
Acq. Method C: \CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFIL-SYNTHESE.M

5/24/2019 10:42:04 AM by Nour
C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M
10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated

] VWDT A, Wavelength=254 nm (070619 2019-09-23 11-02-15\WD-HK-68-2-F2.0)

Last changed
Analysis Method
Last changed

mAU

160

140

120

100

Sorted By 3 Signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
# [min] [min] mAU *n [mAU ] %

1 20.187 MF 0.3571 3649.43823 170.34941 96.5655 |
2 20.864 FM 0.3028 129.79759 7.14391  3.4345

Totals : 3779.23582 177.49332
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image180.jpeg
Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min = -10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1842 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

VDHK-59-F3 1: TOF MS ES* Y-CHROME19101715 5 (0.228) Cm (4:6)
45704004
506.53
396.38 2008 ks
! 32 1| o753 52051
#1327 fis L4612 49933 47535  4ggop 50451 | 50758 5 SR msiigs S
e ey s L A L e e e
400 410 420 | 430 440 450 460 470 480 480 500 510 520 | 530 | 540 | 550 560
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
443.3158 443.3161 -0.3 -0.7 7.5 1107.5 0.007 99.34 €28 H43 04
443.3166 -0.8 -1.8 0.5 1113.0 5.511 0.40 C13 H39 N12 05
443.3153 0.5 1.1 -4.5 1113.4 5.978 0.25 C12 H43 N8 09
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mple Name: VD-HK-58-2-F1

Acq. Operator : Valentin Seq. Line : 7
Acq. Instrument : LC VWD Location : Vial 31
Injection Date : 9/9/2019 2:59:25 PM Inj : 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\180719 2019-09-09 10-16-12\PROFIL-SYNTHESE.M
Last changed : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

[ VWDT A, Wavelength=254 nm (HK_ANALOGUES\180719 2019-09-09 10-16-12\VD-HK-58-2-F1.0)

mAU
35

0 10 15 20 2 30 35 4
Area Percent Report
Sorted By § signal
Multiplier: z 1.0000
Dilution 2 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min) [min] mAU *s  [mAU ] %

1 33.636 MM 0.4989 605.46417  20.22522 100.0000

Totals : 605.46417 20.22522

#++ End of Report ***
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High Resolution Mass Result

Analysis Info

Acquisition Date

9/9/2019 6:29:31 PM

Sample Name -HK-.
VD-HK-42 Instrument / Ser# micrOTOF-Q II 10300
Acquisition Parameter -
Source Type ESI lon Polarity Positive Scan Begin 50 miz Scan End 2200 miz
Intens,
x104
8 289.1437
6
4
282.2793
2
269. ‘0347 273-“455 280. ‘2538 | 303.1595 317.1742
0+
280 270 280 290 300 310 mz
Meas. m/z # Formula Score miz err[mDa] err [ppm] e Conf N-Rule
289.1437 1 C17H2104 100.00 289.1434 0.3 -1.0 even ok
2 C15H19N303 4175 289.1421 -16 5.6 ‘odd. ok
3 C3H13N160 1215 289.1453 16 5.4 even ok
4 C4H18N9O6 9.36 289.1453 16 5.4 ‘odd ok
5 CSH25N2011 745 2801453 16 54 even ok
8 C2H17N1205 16.56  289.1439 0.2 08 even ok
7 C3H23N5010 1219 289.1439 0.2 0.8 odd ok
8 CH21NBO9 543 289.1426 1.3 -39 even ok
9 C2H27NO14 4.25 289.1426 -1.1 -39 odd ok
Bruker Compass DataAnalysis 4.0 printed: 9/10/2019 11:19:02 AM Page 1 of 1
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mple Name: VD-HK-42-F1-2-F3

Acq. Operator : Valentin Seq. Line : 11

Acq. Instrument : LC VWD Location : Vial 45

Injection Date : 6/29/2019 12:22:04 AM Inj : 1
Inj Volume : 5.0 pl

C:\CHEM32\2\DATA\DEF_LC 2019-06-28 16-33-50\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour

Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M

Last changed 5/24/2019 10:4 4 AM by Nour

Additional Info : Peak(s) manually integrated

Acq. Method
Last changed

] VWD A, Wavelength=254 nm (DEF_LC 2019-06-28 16-33-50\/D-HK-42-F1-2-F3.D)

2
mAU 2

350

300

250

200

150

100

19.670

Sorted By : signal
Multiplier: z 1.0000
Dilution: 5 1.0000

Use Multiplier & Dilution Factor with ISTDs

signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
+  [(min) [min] mAU *s  [mAU ] %

1 18.549 BV 0.3996 1.02021ed 356.30228 96.8766
2 19.670 VB 0.4817 328.92999 9.91574  3.1234

Totals : 1.05310ed4  366.21802

*** End of Report ***
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Analysis Info

High Resolution Mass Result

Acquisition Date

2/27/2020 11:11:26 AM

Sample Name
VD'H K67 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z
Intens.
X105, 1
247.0972
1.0
0.8
0.6-
0.4-
0.2-
205. ‘0535 228.1965 233. ‘0817
0.0 T -
200 210 220 230 240 250 260 270 miz
Meas.m/z # lonFormula  Score m/z er[mDa] err[ppm] rdb e Conf N-Rule
247.0972 1 C14H1504 100.00 247.0965 0.7 -3.0 7.5 even ok
2 C15H11IN4 89.91 247.0978 0.6 24 125 even ok
3 C10H11N6O2 9.56 247.0938 3.4 13.8 85 even ok
s DataAnalysis 4.1 printed: 2/27/2020 11:20:46 AM Page 10of 1
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mple Name: VD-HK-67-F1

Acq. Operator : Valentin Seq. Line : 31
Acq. Instrument : LC VWD Location : Vial 25
Injection Date : 9/24/2019 1 Inj : 1
Inj Volume : 5.0 pl
Acq. Method C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFIL-SYNTHESE .M

Last changed  : 5/24/2019 1 4 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
1 VWDT A, Wavelength=254 nm (070619 2019-09-23 11-02-15WD-HK-67-F1.0)
mAU | g &

3 4

60|

0 10 15 20 2 30 35 0 :
Area Percent Report
Sorted By : Signal
Multiplier: 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min) [min] mAU *s  [mAU ] %

1 16.443 MF 0.5722 3297.24243  96.04284 97.3082
2 17.391 M 0.4461  91.21011 3.40767 2.6918
Totals : 3388.45255 99.45051

#+* End of Report ***




image192.jpeg
§' § 858 28887 KRR }-13000

I \ NN
12000

OH O

(11000
O‘ 10000
OH O ap [ ] J -
8000
(7000
| F6000
5000
4000
)—3000
' 2000

|
o ! F1000

A ro

Lo ry 0 LR

2 3 ]2 2 3 3 F-1000
T T T T T T T T T T T T T T T T T T
15 14 13 12 1 10 9 8 6 5 4 3 2 1 0 -1 2

7
f1 (ppm)




image193.jpeg
[F1E+05

18567
18510
72,58
7216
7674

_~161.50
160,28
~\-158.06
—135.60
130.72
13009

Ve

11282
11184
—39.99
—33.42
—2753
—9.64

[1E+05

OH O

F1E+05
0
OH O 44

1 90000

80000
1 70000
I 60000

[-50000

40000
30000
1 20000

o ! ! 10000
it ‘

[-10000

T T T T T T T T T T T T T T T T T
210 200 19 180 170 160 150 140 130 120 110 - (mo) % 80 70 6 50 40 30 20 10 0 -1
ppm;




image194.jpeg
OH O

OH O 3bi

—135.47
130.57
129.95

—33.28
~30.94
9.50

—2739

£

T T
210 200

[F1E+05

F1E+05

F1E+05

90000

(80000

[70000

[-60000

50000

{40000

30000

[~20000

10000

o

[~-10000

[--20000

(~-30000

-40000

[-50000

~-60000




image195.jpeg
Elemental Composition Report

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT =3

Monoisotopic Mass, Even Electron lons

Page 1

603 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)

Elements Used
C:0-100 H:0-100 N:0-20 0©:0-20

VD-HK-62-F3 1:TOF MS ES+ Y-CHROME19101711 5 (0.228) Cm (5:6)
2.150+005
256.
100- 56.26 265.25
%3 26500 255.25256.21(256.30257.27 9527 25010 260.10 _ 261.11  262.12 8324 pea2e | 26626 26726
500 e e L R e e e e e e
e oo a0 | 2ho | 200 | 2600 | 2610 | 2620 2630 2640 2650 2660 2670
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
261.1126 261.1132 -0.6 -2.3 [: W1 1286.1 0.353 70.26 H13 N12 05
261.1127 -0.1 -0.4 1:5 1287.0 1.213 29.74 €15 H17 04
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mple Name: VD-HK-62-F1

Acq. Operator : Valentin Seg. Line : 21
Acq. Instrument : LC VWD Location : Vial 20
Injection Date : 9/7/2019 9:28:30 AM Inj i1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\180719 2019-09-06 17-53-56\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.}
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

T VWDT A, Wavelength=254 nm (HK_ANALOGUES\180719 2016-08-06 17-53-56\D-HK-62-F1.0)
mAU 5 >
g
”
60 g
501
40
304
20
10-]
T T T T T T
0 5 10 15 20 25 30 Pl
Area Percent Report
Sorted By : signal
Multiplier: 1.0000
Dilution 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDl A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area

# [min] [min] mAU 5 [mAU 1 %

1 21.887 MM 0.4663 1774.14209  63.40762 100.0000

Totals : 1774.14209 63.40762

#++ End of Report ***
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1044 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-63-F3 1: TOF MS ES+ Y-CHROME19101732 5 (0.228) Cm (4:6)
8.82e+004
293.21
100 282.28 301.14 S 355.07
% 265.25267.00 28026 | | 28328 | 302,15 318.2432026_331.19 2 3452134719 |, 35707 37110
04y T TrrTITTerY T T T T T TrrTrT T T Ty Tt miz
260 265 270 275 280 285 200 295 300 305 310 315 320 325 330 335 340 345 350 355 360 365 370
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
331.2819 331.1923 -0.6 -1.8 12.5 1029.2 0.338 71.32 C21 H23 N4
331.1909 0.8 2.4 7:8 1030.2 1.260 28.36 C20 H27 04
331.1914 0.3 0.9 Q.5 1034.7 5.758 0.32 C5 H23 N12 05
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mple Name: VD-HK-62-F3-F1

Acq. Operator vValentin Seq. Line : 5
Acg. Instrument : LC VWD Location : Vial 42
Injection Date : 9/27/2019 9:19:11 PM Inj i

Inj Volume : 5.0 pl
Acq. Method C:\CHEM32\2\DATA\HK_ANALOGUES\270919 2019-09-27 18-10-59\PROFIL-SYNTHESE.!
Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM
(modified after loading)
Peak(s) manually integrated

Additional Info

[T VWOT A Wavelengih=254 nm (HK_ANALOGUES\270919 2019-06-27 16-10-69WD-HK-62-F3-F10)
mAU o
&
140
120
100
80|
60
40
20| &
@
ok
T ; e T T T ————
1] 10 . 15 20 25 30 35 40
Area Percent Report
Sorted By : signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl B, Wavelength=254 nm

Peak RetTime Type Width Area
4 [min) mAU  *s
1 17.661 BV  0.3661 3388.63037 144.85840 95.4956
2 18.498 VB 0.3348 159.83636  7.03940  4.5044

Totals : 3548.46674 151.89780

*#% End of Report ***
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
603 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20
Y-CHROME19101711 5 (0.228) Cm (5:6)

VD-HK-60-F5 1: TOF MS ES+
21564005
100 256.26 —_—
'ﬁ 255,00255.25256.21 2663025727 2557 p50.10 26010  261.11 26212 20324 26424 %626 26726 .,
T TAFETRVIN] Ty T T FrrILy T RO A | T B T T K T T
2650 | 2560 | 2570 | 2580 2600 2600  261.0 2620 2630 2640 2650 2660  267.0
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
261.1126 261.1132 -0.6 2.3 0.5 1286.1 0.353 70.26 H13 N12 05
261.1127 =0.1 -0.4 7.5 1287.0 1.213 29.74 C15 H17 04
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mple Name: VD-HK-60-F5-F1

Acq. Operator : Valentin Seq. Line
Acq. Instrument : LC VWD Location
Injection Date : 10/10/2019 4:09:24 AM Inj : 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\PROFIL-SYNTHESE.M
Last changed : 5/24/2019 10:42:04 AM by Nour

n”/n=m=uw/u/Ub‘—..;/cqomum/szwHﬁlm<z_—.xmmm.E
10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
T WWD1A, Wavelength=254 nm (HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\VD-HK-60-F5-F 1. D)
= g &
&

Analysis Method
Last changed

1
0 5 10 15 2 30 3 40 ,
Area Percent Report
Sorted By : Signal
Multiplier: : 1.0000
Dilution: 1.0000
Sample Amount: : 5.00000 [ng/ul]  (not used in calc.)

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDL A, Wavelength=254 nm

Peak RetTime Type Width Area

# [min] [min] mAU e
1 17.599 MF 0.3782 477.86707  21.05609 96.7135
2 18.460 FM 0.3381 16.23893 8.00400e-1 3.2865

Totals : 494.10600  21.85649

*** End of Report **+

trument 1 10/15/2019 10:45:41 AM Page 1 of 1
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1.0 mDa / DBE: min
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

10.0, max = 50.0

Monoisotopic Mass, Even Electron lons

1044 formula(e) evaluated with 3 results within limits. (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-60-F3 1; TOF MS ES+ Y-CHROME19101728 5 (0.228) Cm (5:6)
42164005
331.19
% a0tz 313.08 318.24 326.97331.12 39220 360.14
3 N 30426  310.31 4 17, 338.34 34521 350.16 355.07_357.07  366.23 >°° 373'10350241&
T R e T BEEseen: ;i ? 7 T T ;
3000 3100 3200 3300 3400 3500 360.0 3700 3800
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
331.1916  331.1909 0.7 2.1 7.5  1549.3 0.619 53.86 C20 H27 04
331.1923  -0.7  -2.1 12.5 1549.5 0.773 46.14 C21 H23 N4

331.1914 0.2 0.6 0.5 1565.6 16.873 0.00 €5 H23 N12 05




image211.jpeg
mple Name: VD-HK-60-

Acq. Operator :
Acq. Instrument
Injection Date

Acq. Method :
Last changed
Analysis Method :
Last changed  :

Additional Info :

F3

valentin Seq. Line : 17
LC VWD Location : Vial 18
9/1/2019 6:2 Inj : 1

Inj Volume : 5.0 pl

C:\CHEM32\2\DATA\HK_ANALOGUES\180719 2019-09-06 17-53-56\PROFIL-SYNTHESE.M
5/24/2019 10:42:04 AM by Nour

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M

10/15/2019 10:13:27 AM

(modified after loading)

Peak(s) manually integrated

mAU

[T VWD1 A, Wavelength=254 nm (HK_ANALOGUES\180719 2019-09-06 17-53-56\VD-HK-60-F3.0)

0 10 15 20 25 35 40 I}
Area Percent Report
Sorted By : Signal
Multiplier : 1.0000
Dilutio : 1.0000

Use Multiplier & Dilution Factor with ISTDs

signal 1: VWDL A,

Peak RetTime Type
#  [min)

s wn e
i
©
W
@
]
&

Totals

Wavelength=254 nm

Width Area Height Area
(min] mAU *s [mAU ] %
0.3412  21.52217 1.05124  1.3837
0.4969 15.12889 4.78683e-1 0.9727
0.4604 1495.70190 54.14002 96.1636
0.2485  23.01976 1.54368  1.4800

1555.37271  57.21363
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il High Resolution Mass Resuilt

Analysis Info Acquisition Date 2127/2020 11:11:26 AM
Sample Name B
VD HKGS F2 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter i i
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens.-
x105 o
2470072
10
0.8-
05
0a
02
s 538 228,1065 2030817
0.0- - - L
200 270 250 250 240 20 280 270 i
Meas.miz # lonFormula Score  miz err[mDa] erlppm] rdb e Gonf N-Rule
247.0972 1 C14H1504 100.00 247.0965 -0.7 30 75 even ok
2 C15H11IN4 89.91 247.0978 0.6 24 125 even ok
3 C10H11N6O2 9.56 247.0938 34 138 B85 even ok

Bruker Compass DataAnalysis 4.1 - printed: 2/27/2020 11:20:46 AM Page 1of 1
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mple Name: VD-HK-66-F3

Acq. Operator : Valentin Seq. Line : 19
Acq. Instrument : LC VWD Location : Vial 10
Injection Date : 10/10/2019 8:49:30 AM Inj 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK ANALOGUES\DEF_LC 2019-10-09 18-47-49\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.}
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)

Additional Info : Peak(s) manually integrated
T VWD1 A, Wavelength=254 nm (HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\D-HK-66-F3.D)

mAU

70|

40

30

Sorted By : Signal
Multiplier: 1.0000
Dilution: 1.0000

Sample Amoun’ 5.00000 ([ng/ul] (not used in cale.)
Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [min] (min] mAU *s  [mAU ] %
1 15.679 MF  0.5202 31.84166  1.02014  1.5521
2 16.932 MF  0.4594 1996.07153  72.42310 97.2946
3 17.975 FM  0.3344  23.66061 109914 1.153%

Totals : 2051.57380  74.62238

o R RN G B R R Paae lof 1
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—High Resolution Mass Result

Analysis Info Acquisition Date 2127/2020 11:17:35 AM

Sample Name VD-HK66 F1

Instrument / Ser# micrOTOF-Q 228888.10300

Acquisition Parameter
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 m/z

Intens,
x104 1+
303.1604

2
. 20148 3011440 " 3103113 3171741
280 285 250 285 ED 35 310 3i5 320 ES miz
Meas.m/z # lonFormula  Score ™z err[mDa] err[ppm] rdb e Conf N-Rule
303.1604 1 C18H2304 66.57 303.1591 13 43 75 even ok
2 C19H19N4 100.00  303.1604 0.0 0.1 125 even ok
3 Cl4HINGO2 472 3031560 40 1185 cven ok
Bruker Compass DataAnalysis 4.1 T pined: 2/28/2020 3:37:43 PM T " Pageiof1
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mple Name: VD-HK-66-F1

Acq. Operator : Valentin Seq. Line : 23
Acq. Instrument : LC VWD Location : Vial 21
Injection Date : 9/24/2019 4:10:41 AM Inj : 1

Inj Volume : 5.0 pl
C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-09-23 11-02-15\PROFIL-SYNTHESE.M
Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated
] VWD1 A, Wavelength=254 nm (070619 2019-09-23 11-02-15\VD-HK-66-F1.0)

Acq. Method

30

25

Sorted By : Signal
Multiplier : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDL A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  [min] [min] mAU *s  [mAU ] %

.
1 17.323 MM 0.3685 12.82412 5.80026e-1  1.5310
2 19.776 MF 0.3761 802.31677  35.54959 95.7829
3 20.380 FM 0.1769 13.28055 1.25152 1.5855
4 22.806 MM 0.2922 9.21983 5.25931e-1  1.1007

837.64127  37.90707

“+* End of Report ***

1 1A/IE/AATG TALAN. 4G AN Pade 1 af 1





image222.jpeg
o s
g 8 8 g 8 8 8 8 8 8 g
s S s 8 S 8 S =] S S 2
2 & 2 R 3 2 ¥ @ R = o f
N 1 i B i { i ? i T !
R = ot
- pel
== 907
P BT
-~ 00T
&5 F0
oz~ ey = - 5| 680
9z
we— & J 580
o
(e} o ¥
I I
(e} (o]

T
7
f1 (ppm)

12

13

15





image223.jpeg
76.74
35.74
3.79
33,70
3020
3012
19.40

7716

[-2E+05

187.05
—158.65
—148.62
—129.35
11198
77,58

<
4
<

19.35
—1179

F2E405
OH O F1E+05

F1E+05
OH O
4bl

F1E+05
F1E+05
90000
80000
70000
F60000
50000
40000
30000
i 20000

10000

ro

r-10000

T~ T T T T T T T ——
210 200 190 180 170 160 150 140 130 120 110 A (100 ) 90 80 70 60 50 40 30 20 10 0 -10
ppm




image224.jpeg
70000

19.21
1165
1164

33,
30,
29,

—129.20
35,61
35,58
33.65

56
06
98
19.26

<
X
<
<

60000

OH O

O ‘ 50000

OH O [-40000

4bl
30000

{20000

10000

-0

-10000

~-20000

r~-30000

[~-40000

F-50000

T T T T T T T T T T T T T T T T T T T
210 200 190 180 170 160 150 140 130 120 uo %oo % 8 70 6 s 4 30 2 10 0 -0
1 (ppm)




image225.jpeg
High Resolution Mass Result

Analysis Info Acquisition Date 2/28/2020 6:49:48 PM
Sample Name HK-
VD-HK-63 F5 Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter B
Source Type ~ ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens.
X105, 1
331.1913
1.0
08
s
1
04 308.3428
024
i 3270114 i Ll 3452049
310 315 320 325 330 335 340 345 350 355 mz
Meas.m/z # lonFormula  Score miz err(mDa] errfppm] rdb e Conf N-Rule
331.1913 1 C20H2704 94.96 331.1904 10 29 75 even ok
2 C18H23N602 8.65 331.1877 38 -11.0 85 even ok
3 C21H23N4 100.00 331.1917 0.4 -11 125 even ok
Bruker Compass DataAnalysis 4.1 printed: 3/2/2020 12:48:13 PM “Page1of1
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mple Name: VD-HK-63-F3

Acq. Operator : Valentin Seq. Line : 31
Acq. Instrument : LC VWD Location : Vial 25
Injection Date : 9/7/2019 5:15:01 PM I ¢ 1

Inj Volume : 5.0 pl

Acq. Method
Last changed : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

C:\CHEM32\2\DATA\HK_ANALOGUES\180719 2019-09-06 17-53-56\PROFIL-SYNTHESE.M

[T VWD A, Wavelength=254 nm (HK_ANALOGUES\180719 2018-09-06 17-53-56\VD-HK-63-F3.0)

mAU o &

25|

©
-]
S}
)
8
&
8
&
&

Sorted By 5

Multiplie

Dilution:

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [min] (min] mAU *s (mAU ] %

1 21.502 MM 0.4589 665.09387 24.15678 95.4200
2 23.262 MM 0.5201  31.92372 1.02306  4.5800

Totals : 697.01759 25.17984

*** End of Report ***
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High Resolution Mass Result

Analysis Info

Acquisition Date 9/9/2019 6:
Sample Name -HK-
VD-HK-43 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens,
X105
1.0 282.2791
08
273.1125
06
04
02
256.2634 280.2631
’ L] 2652526 269.0349 L 289.1426 299.0626
o
250 260 270 280 290 300 mz
Meas. m/z # Formula Score miz err[mDa] err[ppm] rdb e Conf N-Rule
273.1125 1 C16H1704 100.00 273.1121 -0.4 -14 85 even ok
2 C14H15N303 40.85 273.1108 7 4 -64 9.0 odd ok
3 C2HIN160O 1472 273.1140 14 53 65 even ok
4 C3H1ISN9O6 1144 273.1140 15 53 1.0 ood ok
5 C4H21N2011 9.17  273.1140 15 53 -45 even ok
6 CH13N1205 1869 273.1126 0.1 04 15 even ok
7 C2H19N5010 1476 273.1126 0.1 04 -40 odd ok
8 CH23NO14 468 2731113 -1.2 -45 -9.0 odd ok
Bruker Compass DataAnalysis 4.0 printed: 9/10/2019 11:21:25 AM

Page 1 of 1
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mple Name: VD-HK-43

Acq. Operator : Valentin Seq. Line 7
Acq. Instrument : LC VWD Location : Vial 43
Injection Date : 6/28/2019 9:15:21 PM Inj 1

Inj Volume : 5.0 pl
Acqg. Method C: \CHEM32\2\DATA\DEF_LC 2019-06-28 16-33-50\PROFIL-SYNTHESE.M
Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Additional Info : Peak(s) manually integrated
[J VWDTA, Wavelength=254 nm (DEF_LC 2019-06-28 16-33-50\D-HK-43.0)

o

AU 8 &
T &

70 o

Sorted By ¥
Multiplier: 1.0000
Dilution: s 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [min) [min] mAU *s  [mAU ] %

1 11.293 MM 0.8355 39.67100 7.91359%e-1  1.8353
2 17.128 MF 0.4744 2053.67139  72.14615 95.0115
3 18.550 FM 0.6542 68.15599 1.73647 3.1532

Totals : 2161.49837 74.67398

*** End of Report ***

strument 1 7/1/2019 9:35:20 AM Page 1 of 1
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Elemental Composition Report

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

594 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 0:0-20

Page 1

VD-HK-54-F2 1: TOF MS ES+ Y-CHROME19101725 6 (0.228) Cm (4:5)
7.83¢+004
203.21
100 189.08
260.14 1204.22 354,08
”53 186.22. | 190,06 2070 24229 247.07 28105 75170132213 34102 "1 37007 3823730008

T frompettr T L B LA U U AR AN il R Ul
170 180 190 200 210 220‘21‘30 24‘0 250 260 2%0‘28[) 290 300 310 320 31‘50 340 350 360 370 380 390

Minimum: -10.0

Maximum: 1.0 10.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

259.1341  259.1334 0.7 2.7 7.5 976.8 0.062 93.95 Cl6 H19 03
259.1339 0.2 0.8 0.5 979.5 2.805 6.05 C H1S N12 04
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mple Name: VD-HK-54-3-F2
3ac
Acq. Operator valentin Seq. Line : 5
Acq. Instrument : LC VWD Location : Vial 32
Injection Date : 9/25/2019 9:44:57 BM Inj: 2
Inj Volume : 5.0 pl
Rcg. Method © C:\CHEM32\2\DATA\HK ANALOGUES\150719 2019-09-25 18-36-21\PROFIL-SYNTHESE.M

Last changed 5/24/2019 10:42:04 AM by Nour

Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.!
Last changed 10/15/2019 10:13:27 AM

(modified after loading)

Peak(s) manually integrated

Additional Info

] VWD1 A Wavelength=254 nm (HK_ANALOGUES\150719 2019-09-25 18-36-21WD-HK-54-3-F2.D)
AU o 35
b
.)7
500 ¢
400 -|
300 -
200+
100 -
04—~
- y y
0 10 15
Area Percent Report
Sorted By : Signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

peak RetTime Type Width Area Height Area
¥ [min] (min] mAU *8 [mAU 1 %

1 18.540 MF 0.3421 1.13159e4  551.32764 95.5942
2 19.064 FM 0.3287 521.52820  26.44170  4.4058

Totals : 1.1837ded4  577.76934

##% End of Report ***

page 1 of 1
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High Resolution Mass Result

Analysis Info

Sample Name

VD-HK-54-F1

Acquisition Date

3/10/2020 10:06:12 AM

Instrument / Ser# micrOTOF-Q 228888.10300
Acquisition Parameter ) B i
Source Type  ESI on Polarity  Positive Scan Begin s0miz Sean End 2200 iz
Intens.
x105. i
15 343.2267
1.0
05:
337.1180
3290048 1 i 3572085
0.0; 1
320 a5 330 335 330 345 ) 355 360 365 2
Meas.miz # lonFormula  Score miz er(mDa] erlppm] rdo e Conf N-Rule
3432267 1 C22H3103 10000 343.2268 01 01 75 even ok
2 Ca2sH29N 11.91 3432295 27 -80 120 odd ok
3 C20H29N302 34.21 3432254 13 -38 80 odd ok
4 C18H27N6O 1072 343.2241 26 <77 85 even ok
5 CI7H3INZOS 197 3432227 40 <16 35 even ok
Bruker Compass DataAnalysis 4.1 = printed: 3/10/2020 10:31:48 AM Page 1 of1
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mple Name: VD-HK-54-F1 «nﬁ

Acq. Operator : Valentin Seq. Line : 9
Acg. Instrument : LC VWD Location : Vial 5
Injection Date : 7/16/2019 12:54:25 AM Inj 1
Inj Volume : 5.0 pl
Acq. Method © C:\CHEM32\2\DATA\HLM-ANALOGUES\150719 2019-07-15 18-39-17\PROFIL-SYNTHESE.M

Last changed @ 5/24/2019 10:42:04 AM by Nour
Analysis Method \CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M
Last changed : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated
T VW01 A, Wavelength=254 nm (150719 2019-07-15 18-39-17\VD-HK-54-F10)

mAU g2 &

40 &

30

Sorted By x Signal
Multiplier: 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min] (min] mAU *s  [mAU ] %

1 20.896 MM 0.3869 45.35337 1.95380 3.5103
2 22.679 MF 0.4173  12.80742 5.11559e-1  0.9913
3 23.570 FM 0.5255 1233.83093 39.12910 95.4984

Totals : 1291.99173  41.59446

S AR SRR Page Lofl
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image30.jpeg
Elemental Composition Report

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

594 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

Page 1

Y-CHROME 19101725 5 (0.228) Cm (4:5)

VD-HK-54-F3 1:TOF MS ES+
7.83¢+004
203.21
100 189.06
260.14 |294.22 354.08
%3 18622 | 19006 20103 2422924707 | 2105 [P %501 0013 3a102 1" 37007 ggp 3728008
e i e Vi LT e b e i L A
170 180 190 200 210 220 230 240 250 260 270 280 200 300 310 320 330 340 350 360 370 380 390
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
259.1341 259.1334 0.7 2.7 T B 976.8 0.062 93.95 C16 H19 03
259.1339 2 0.8 0.5 879.5 2.805 6.05 C H15 N12 04




image31.jpeg
mple Name: VD-HK-54-F3 Siae.

Acq. Operator : Valentin Seq. Line : 13
Acq. Instrument : LC VWD Location : Vial 7
Injection Date : 7/16/2019 4:01:02 AM Inj @ 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\150719 2019-07-15 18-39-17\PROFIL-SYNTHESE.M

Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed  : 10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

[T VWDT A, Wavelength=254 nm (160719 2016-07-15 16-39-17\VD-HK-64-F3.0)
mAU
175
150
125
100
75
50
T T T T T T
0 10 15 20 25 30 35 40 '
Area Percent Report
Sorted By : signal
Multiplier: 2 1.0000
Dilution: 4 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
# [min] [min] mAU *s ] %

1 18.116 MF 0.4412 4971.61719 187.81433 98.0505
2 19.742 FM 0.6990  98.84838 2.35698  1.9495

Totals : 5070.46557 190.17131

*** End of Report ***

§ i SRR IRRA WR RN R Pana 1 af 1
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High Resolution Mass Result

Analysis Info

Acquisition Date 9/9/2019 6:25:24 PM
Sample Name -HK-19-]
VD-HK-19-F2 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter
Source Type ESI lon Polarity ~ Positive Scan Begin 50 miz Scan End 2200 m/z
Intens,
o]
10 2822796
08
273.1488
0.8
0.4-
308.1762
02
256.2636
296.2600
| 265.2527269.0351 \ \ ‘ L1 | |
0.0 - L -
240 250 260 270 280 290 300 310 miz
Meas.m/z # Formula Score miz err[mDa] errfppm] rdo e Conf N-Rule
2731488 1 C17H2103 100.00 273.1485 -03 -1.2 7.5 even ok
2 C15H19N302 4136 273.1472 AT 6.1 8.0 odd ok
3 C4H19N9OS 1047 273.1504 1.5 5.6 0.0 odd ok
4 CS5H25N2010 809 273.1504 1.5 56 -5.5 even ok
5 C2H17N1204 16.81  273.1490 0.2 07 0.5 even ok
8 C3H23N509 1215  273.1490 0.2 07 -50 odd ok
7 CH2IN8OS8 570 273.1477 -1.2 -42 -45 even ok
8 C2H27NO13 445 2731477 -42 -10.0 odd ok
Bruker Compass DataAnalysis 4.0 B printed: 9/10/2019 4:03:15 PM - Page1of 1
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>le Name: VD-HK-19-F2

Acq. Operator  : Nour Seq. Line :
Acg. Instrument : LC VWD Location
Injection Date : 6/9/2019 1:15:07 AM Inj :

Inj Volume
©:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019
5/24/2019 10:42:04 AM by Nour
C:\CHEM32\1\DATA\070519\PROFIL~
: 10/15/2019 10:13:27 AM
(modified after loading)
: Peak(s) manually integrated
Wavelength=254 nm (VD03-VD19WD-HK-18-F2.0)
a

Acq. Method
Last changed
Analysis Method
Last changed

SYNTHESE.M

Additional Info
T WDIA

mAU

Sorted By : signal
Multiplier : 1.0000
pilutio : 1.0000

Use Multiplier & Dilution Factor with 1STDs

Signal 1: VWDl A, Wavelength=254 nm
pPeak RetTime Type Width Area Height Area
¥ [min] (min] mAU *s [mAU 1 %
Rt P |m=mmmmmms |mmmmmmme 1
1 19.333 MF 0.4023 2.37385e4 983.42053 95.6142
2 20.107 FM 0.3694 1088.87756 49.13053 4,3858
Totals : 2.48274e4 1032.55106

*++ End of Report ***

1n.20.07 BM

41
vial 47
1
5.0 pl

-06-07 18-06-10\PROFIL-SYNTHESE.M

page 1lof 1
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High Resolution Mass Result

Analysis Info Acquisition Date 9/9/2019 6:56:35 PM
Sample Name -HK-19.]
VD-HK-19-F1 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter N
Source Type  ESI lon Polarity ~ Posiive Scan Begin 50miz Scan End 2200 miz
Intens, |
X103
1.0
3712586
08
05
0.4
02
- L 385.2403 SEa
"330 330 350 360 370 380 400 410 miz
Meas.miz # Formula Score miz err[mDa] errippm] rdb e Conf N-Rule
3712586 1 C24H3503 100.00 3712581 05 4 75 even ok
2 C22H3IN3O2 4028 3712567 19 50 80 odd ok
3 C11H33N9OS5 1368 3712599 13 36 00 odd ok
4 C12H3IN2010 1128 3712599 13 36 55 even ok
5 CSH3IN1204 2125 3712586 00 00 05 oven ok
6 C10HI7TN509 1606 3712586 00 00 50 odd ok
7 C7H20N1508 758 4712572 14 87 10 odd ok
8 C8HISNBOB 614 3712572 -4 86 45 even ok
9 COH4INOTS 505 3712572 13 36 100 odd ok
Bruker Compass DataAnalysis 4.0 printed: 9/10/2019 2:22:56 PM - Page 1of 1
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mple Name: VD-HK-19-F1-2

Acg. Operator : Valentin Seq. Line : 5
Acq. Instrument : LC VWD Location : Vial 42
Injection Date : 6/28/2019 7:41:59 PM Inj 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\DEF_LC 2019-06-28 16-33-50\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M
5/24/2019 10:42:04 AM by Nour

Analysis Method
Last changed

Additional Info : Peak(s) manually integrated
[T VWD1 A, Wavelength=254 nm (DEF_LC 2019-06-28 16-33-50WD-HK-19-F1-2.D)

mAU w 9
&
AP

o

700 -|

500 |
400
300

200

100

10 15 20 2 30 35 40 '

Sorted By : Signal
Multiplier: 7 1.0000
Dilution: : 1.0000
Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area

4 [min] [min] mAU *s [mAU ] 3
1 25.105 MF  0.5423 2.50280e4  769.24103 98.0637
2 26.226 FM 0.5073 494.18045 16.23685 1.9363

Totals : 2.55222e4  785.47788

#+% End of Report ***

135 BM page 1 of 1
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o High Resolution Mass Result

Analysis Info

Acquisition Date

9/10/2019 4:00:58 PM

Sample Name -HK-19-
VD-HK-19-F4 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter )
Source Type  ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens.
X104
282.2797
4
3
2
273.1488
1
256.2632
g gl 2652517 2702785 | | | | 200028 3103092
240 250 260 270 280 290 300 310 mz
Meas.miz # Formula Score miz err(mDa] err [ppm] & Conf N-Rule
2731488 1 C17H2103 10000 273.1485 03 1.4 even ok
2 Ci5HIONSO2 4094 2731472 Er 40 odd ok
3 C4HI9NSOS 847 2731508 15 56 odd ok
4 C5H25N2010 665 2731504 15 57 even ok
5 C2H17N1204 1381 2731490 02 07 even ok
6 C3H2IN508 678 2731490 02 07 odd ok
7 CH21N8O8 4.59 2731477 -11 -4.2 even ok
8 C2H27NO13 3.54 273.1477 -11 -4.2 odd ok
Bruker Compass DataAnalysis 4.0 printed: /10/2018 4:05:24 PM Page 10f 1




image46.jpeg
mple Name: VD-HK-19-F3

Acq. Operator i Nour Seq. Line : 43
Acq. Instrument : LC VWD Location : Vial 48
Injection Date : 6/9/2019 2:48:31 AM Inj : 1

Inj Volume : 5.0 pl
C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M

Acg. Method

Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : O“/Ozmzww/H/U>_.Ey/oqowwo/mwOer\mSﬁ,mem.s (Sequence Method)
Last changed  : 6/11/2019 9:06:26 AM

(modified after loading)
Additional Info : Peak(s) manually integrated
T VWD1 A, Wavelength=254 nm (070519\D-HK-19-F3.0)

mAU 5
1 F &
175 L
&
o

150 -
125
1004

75

Area Percent Report
sorted By 4 Signal
Multiplier: 3 1.0000
Dilution: & 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
%  [min] [min] mAU *s [mAU ] %

1 19.181 MF 0.4214 4556.77637 180.22681 96.2297
2 20.092 FM 0.4312 178.53471 6.90015  3.7703

Totals : 4735.31108 187.12696

“+* End of Report ***
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
754 formula(e) evaluated with 4 results within limits (up to 50 best isotopic matches for each mass)

Elements Used!
C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-70-F2 1:TOF MS ES+ Y-CHROME19101705 5 (0.228) Cm (5)
2.036+004
28530
286.99287.17
2846528519 28534 2861 25,30 20 287.99288175509 2891828930 2901420025 29096 _ .
T ey T s trierr oy e o =t g
285.00 286.00 287.00 288.00 289.00 290.00 201.00
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
287.1656 287.1647 0.9 b P S P8 1338.0 0.376 68.63 C18 H23 03
287.1666 -1.0 “3.5 L85 1339.2 1.572 20.77 C6 H27 N2 010
287.1652 0.4 1.4 0.5 1340.3 2.619 7.29 C3 H19 N12 04
287.1666 -1.0 =38 5.5 13421 3410 3.31 C4 H15 N16




image51.jpeg
ple Name: VD-HK-70-F2

Acq. Operator : Valentin Seq. Line : 5

Acq. Instrument : LC VWD Location : Vial 3

Injection Date : 10/9/2019 9:56:09 EM Inj ¢ 1
Inj Volume : 5.0 pl

Acq. Method
Last changed
Analysis Method
Last changed

C:\CHEM32\2\DATA\HK_ANALOGUES\DEF_LC 201
5/24/2019 10:42:04 AM by Nour

9-10-09 18-47-49\PROFIL-SYNTHESE.M

C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE. M

10/15/2019 10:13:27 AM

(modified after loading)
Additional Info : Peak(s) manually integrated
] WDTA, Wavelength=254 nm EXL)Z)rOOCMMﬁMﬂ!rO 2019-10-09 18-47-49\VD-HK-70-F2.0)

g 5

&

mAU
o>
&

300

250

150

Sorted By : signal

Multiplier: : 1.0000

Dpilution: 1.0000

Sample Amount: : 5.00000 [ng/ul] (not used in calc.)

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [min] [min] mAU *s [mAU ) 3

e s |2 funmaas [rmmmmmr e |
1 16.538 BB 0.3932 29.06204  1.12996  0.3796
2 18.044 BV  0.3488 94.77895  4.13786  1.2378
3 10,480 MF  0.3737 7348.10596 327.75833 95.9680
1 20.254 FM  0.3207 184.87971  9.60668  2.4146

Totals : 7656.82666 342.63283

Page 1 0f 1
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

1527 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-70-F1 1: TOF MS ES+ Y-CHROME 19101704 § (0.227) Cm (5:6)
1.59e+005
399.29
1 400.30 18.26
%i 34411 35507 366.2337.15 38220 385,16 39727 ‘F 41327 41826 45955 44032 451.254532646327
LRARSY SARRE RRL s RARRD T I BRARERALSRARE ARSSSRARRR T JBARRARARAX) TrrTT
350 360 370 380 390 400 410 420 430 440 450 460
Minimum: -10.0
Maximum: 1.0 10.0  50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm  Conf (%) Formula
399.2900  399.2899 0.1 0.3 7.5 1404.4 0.016 98.38 C26 H39 03
399.2904 -0.4 -1.0 0.5 1409.0 4.636 0.97 Cl1l H35 N12 04

399.2891 0.9 2.3 4.5 1409.4 5.041 0.65 C10 H39 N8 08




image56.jpeg
mple Name: VD-HK-70-F1

Bcq. Operator : Valentin Seq. Line : 3
Acq. Instrument : LC VWD Location : Vial 2
Injection Date : 10/9/2019 8:22:50 PM Inj : 4
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\PROFIL-SYNTHESE.M
Last changed : 5/24/2019 10:4 4 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM

(modified after loading)
Peak(s) manually integrated

Additional Info

=] VWD1 A, Wavelength=254 nm (HK_ANALOGUESIDEF_LC 2019-10-09 18-47-49WD-HK-70-F1.0)
mAU
200
175+
150
125
100
75
50-]
25+
o
T T T T T
10 15 20 25 30 40
Area Percent Report
Sorted By i signal
Multiplier: : 1.0000
Dilution: + 1.0000
Sample Amount: 5.00000 [ng/ul]  (not used in calc.)
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDL A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
#  [min] [min] mAU *s  (mAU ] %
e et v — P I i 1
1 25.196 MM 0.7394 8892.48438 200.43504 100.0000
Totals : 8892.48438  200.43504
**+ End of Report ***
1o0f 1

strument 1 10/15/2019 10:44:04 AM Page
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Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 1.0 mDa / DBE: min =-10.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

754 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-100 H:0-100 N:0-20 O:0-20

VD-HK-70-F4 1: TOF MS ES+ Y-CHROME19101706 5 (0.228) O (5)
8.250+004

1005 e

26426|2043029501 28530 2950 pp530 259000715 29800308 75mm00 gm0t om9ea 2901420026

i Vol i e PO LN O 0.14290.26 _ miz

284.00 285.00 286.00 287.00 288.00 289.00 200.00
Minimum: -10.0
Maximum: 1.0 10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula
287.1646 287.1647 -0.1 -0.3 7.5 1215.0 0.085 91.86 C18 H23 03
287.1652 -0.6 -2.1 0.5 1218.1 3.149 4.29 C3 H19 N12 04

287.1639 0.7 2.4 -4.5 1218.2 3.256 3.85 C2 H23 N8 08




image61.jpeg
mple Name: VD-HK-70-F3

Acq. Operator  : Valentin Seq. Line : 7
Acq. Instrument : LC VWD Location : Vial 4
Injection Date : 10/9/2019 11:29:25 PM Inj : 1

Inj Volume : 5.0 pl
Acq. Method C:\CHEM32\2\DATA\HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\PROFIL-SYNTHESE.M
Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M
Last changed 10/15/2019 10:13:27 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
[T VWD1 A, Wavelength=254 nm (HK_ANALOGUES\DEF_LC 2019-10-09 18-47-49\VD-HK-70-F3.0)

mAU 8

>

&

120 E &
o

100

Sorted By : Signal
Multiplier: i 1.0000

Dilution: 1.0000

Sample Amount : : 5.00000 [ng/ul]  (not used in calc.)

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDL A, Wavelength=254 nm

Peak RetTime Type Width Area

#  [min] [min] mAU *s
1 19.655 MF 0.3436 2467.92944 119.69786 97.9360
2 20.450 FM 0.3519 52.01200 2.46339 2.0640

Totals : 2519.94144 122.16125

**+ End of Report *** |

ament 1 10/15/2019 10:44:52 AM Page 1 of 1
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image65.jpeg
High Resolution Mass Result

Analysis Info

Sample Name

VD-HK-13-F2

Acquisition Date

9/9/2019 6:44:03 PM

Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter ) -
Source Type  ESI fon Polarty  Posiive Scan Begin 50 miz Sean End 2200 mz
Inters,
xi0é
2] 2822795
10
08
06
04 3011787
02
Rl , meger ‘
250 285 250 285 360 305 B 315 E miz
Meas.m/z # Formula Score miz err[mDa] erlppm] rdb e Conf N-Rule
3011797 1 C19H2503 10000 3011788 01 03 75 even ok
2 C17H23N302 5142 3011785 13 42 80 odd ok
3 GEH23N9OS 775 3011817 15 ok
4 C4H2IN1204 1426 301.1803 05 ok
5 G7H20N2010 616 3011817 19 o
6 C2HION1503 1025 3011790 08 ok
7 C5H27N509 1031 3011803 08 ok
8 C3H25N8OB 735 3011790 08 ok
9 C4H3INO1S 627 3011780 08 ok

Bruker Compass DataAnalysis 4.0

printed:

9/10/2019 11:38:59 AM

Page 1 of 1




image66.jpeg
mple Name: VD-HK-13-F2

Acq. Operator Nour Seq. Line : 29
Acg. Instrument : LC VWD Location : Vial 41
Injection Date : 6/8/2019 3:55:02 BM Inj : 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M

Last changed 5/24/2019 10:4 4 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed 6/11/2019 9:06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated

[T VWD1 A, Wavelength=254 nm (070519WD-HK-13-F2.0)
mAU

Sorted By i signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  (min] [min] mAU *s  [mAU ] %
s
1 21.312 MF 0.4491 3161.81787 117.35085 97.9192
2 22.222 FM 0.2788  67.18874  4.01672  2.0808

Totals 3229.00661 121.36756

*#++ End of Report ***

N
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High Resolution Mass Result

Analysis Info

Sample Name

Acquisition Date 9/9/2019 6:48:12 PM
VD-HK-13-F1 Instrument / Ser# micrOTOF-Q I 10300
Acquisition Parameter .
lon Polarity ~ Positive Scan Begin 50 miz Scan End 2200 miz

Source Type  ESI

Intens-
X

] 427.3210
1.25;
1.00
0.75
050
025
i 123755 asgoss | | aar oz 45128 it
0.00- L =
400 410 420 430 440 450 miz
Meas.miz # Formula Score miz err[mDa] errlppm] rdb e Conf N-Rule
427.3210 1 C28H4303 100.00 427.3207 -0.4 -0.9 75 even ok
2 C26H41N302 40.80 427.3193 A7 -4.0 80 odd ok
3 C16H47N2010 12.60 427.3225 15 35 -55 even ok
4 C15H41N90O5 10.80 427.3225 15 34 0.0 odd ok
5 C13H39IN1204 17.57 427.3212 0.1 03 0.5 even ok
8 C13H49NO13 7.5 427.3198 -1.2 -28 -10.0 odd ok
7 C11H37N1503 7.78 427.3198 A2 -2.8 1.0 odd ok
8 C14H45N509 13.30 427.3212 0.1 03 50 odd ok
9 C12H43N8O8 5.86 427.3198 1.2 -28 -45 even ok
10 CH43N14011 0.22 427.3230 20 46 -125 even ok

Bruker Compass DataAnalysis 4.0

printed: 9/10/2019 12:08:28 PM Page 1 of 2
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mple Name: VD-HK-13-F1

Acq. Operator Nour Seq. Line : 27
Acq. Instrument : LC VWD Location : Vial 40
Injection Date : 6/8/2019 2:21:45 PM Inj 1
Inj Volume : 5.0 pl
Acq. Method : C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROF1L~-SYNTHESE.M

Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed 6/11/2019 9:06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated
] VWD1 A, Wavelength=254 nm (070579WD-HK-13-F1.0)

mAU |

972
%
‘%*%

40|

Sorted By E Signal
Multiplier: : 1.0000
Dilution: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
4 [uin] [(min] mAU *s  [mAU ] %

1 30.972 MF 1.0492 5396.32813  85.72367 96.3378
2 32.057 FM 0.3726 205.13507 9.17494  3.6622

Totals : 5601.46320  94.89861

*%* End of Report ***
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High Resolution Mass Result

Analysis Info Acquisition Date 9/9/2019 6:46:07 PM
Szmple Name -HK-13-1
VD-HK-13-F3 Instrument / Ser# micrOTOF-Q Il 10300
Acquisition Parameter N
Source Type ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens.
x1
282.2789
15
011785
1.0
0.5
@ 1 299.0596 i 310.3092
280 285 2%0 295 300 305 310 315 320 miz
Meas.miz # Formula Score miz err[mDa] err [ppm] & Conf N-Rule
3011795 1 C19H2503 100.00 301.1798 03 11 even ok
2 C17H23N302 60.97 301.1785 -1.0 34 odd ok
3 C4H21N1204 9.58 301.1803 0.8 27 even ok
4 C2H18N1503 8.56 301.1790 -0.5 A7 odd ok
5 C5H27N509 6.81  301.1803 0.8 238 odd ok
8 C3H25NBOE 6.04  301.1790 -0.5 -17 even ok
7 CA4H3INO13 5.18  301.1790 -0.5 47 odd ok
8 CH23N1107 199 301.1776 -19 6.2 odd ok
9 C2H29N4012 152 3011776 -1.8 -6.1 even ok
ompass DataAnalysis 4.0 printed: 9/10/2019 12:03:42 PM Page 1 of 1




image76.jpeg
mple Name: VD-HK-13-F3

Acq. Operator Nour Seq. Line : 31
Acq. Instrument : LC VWD Location : Vial 42
Injection Date : 6/8/2019 5:28:19 PM I s 1

Inj Volume : 5.0 pl
Acg. Method C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M
Last changed 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed : 6/11/2019 9:06:26 AM
(modified after loading)
Additional Info : Peak(s) manually integrated

T[] VWD1 A, Wavelength=254 nm (070519WD-HK-13-F3.0)
mAU 2

140
120
100
80
60-]
40

20| 8

g &

=
o
T T T T T T
[ 5 10 15 2 2 30 40

Sorted By 3 Signal
Multiplier: % 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min] [min] mAU *s  [mAU ] %

1 17.021 BB 0.3685 52.10554 1.98720 1.2898

2 21.173 BY 0.3666 3846.01514 144.12950 95.1997

3 22.105 vB 0.3948 141.82526 5.16221 3.5106
Totals : 4039.94593 151.27890

*** End of Report ***

1 £/11 /9016 6114227 Am Paade 1 of 1
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~_ High Resolution Mass Result

Analysis Info

Sample Name:

VD-HK-14-F2

Acquisition Date

9/9/2019 6:54:28 PM

Instrument / Ser# micrOTOF-Q Il 10300
Acquisition Parameter —
Source Type ESI lon Polarity  Positive Scan Begin 50 miz Scan End 2200 miz
Intens. [
273.1493
4000-
3000-
2000
1000
269.03¢
231.0099 250.0071 49 J
5 | 2401371 250040 | ik 297.0886 3130850 322292 337.022;
220 240 260 280 300 320 miz
Meas. miz # Formula Score miz er[mDa] err[ppm] rdo e Conf N-Rule
273.1493 1 C17H2103 100.00 273.1485 -0.8 -2.8 7.5 even ok
2 C4H1IN9OS5 16.26  273.1504 11 4.0 0.0 odd ok
3 C5H25N2010 1292 273.1504 11 40 55 even ok
4 C2H17N1204 1973 273.1490 -0.3 -0.9 0.5 even ok
5 C3H23N509 1428 273.1490 -0.3 09 50 odd ok
6 CH21NBOS 522 2731477 16 58 45 even ok
7 C2H27NO13 4.07 273.1477 -1.6 -5.8 -10.0 odd ok
Bruker Compass DataAnalysis 4.0 printed: 9/10/2019 2:17:18 PM Page 1 0f 1




image81.jpeg
mple Name: VD-HK-14-F2

Acq. Operator : Nour Seq. Line : 35
Acqg. Instrument : LC VWD Location : Vial 44
Injection Date : 6/8/2019 8:35:05 PM Inj : 1
Inj Volume : 5.0 pl
Acq. Method . C:\CHEM32\2\DATA\HLM-ANALOGUES\070619 2019-06-07 18-06-10\PROFIL-SYNTHESE.M
Last changed  : 5/24/2019 10:42:04 AM by Nour
Analysis Method : C:\CHEM32\1\DATA\070519\PROFIL-SYNTHESE.M (Sequence Method)
Last changed @ 6/11/2019 9:06:26 AM

(modified after loading)
Additional Info : Peak(s) manually integrated

T VWD1 A, Wavelength=254 nm (07051 GWD-HK-14-F2.0)
mAU 2
# g
ki
1400 -
1200 -
1000
800
600 -
400
2 ¥
200 - b
G
o]
T y ; T ) T T
o 5 10 15 20 25 35 40
Area Percent Report
Sorted By : Signal
Multiplier: : 1.0000
Dilution: : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: VWDl A, Wavelength=254 nm

Peak RetTime Type Width Area Height Area
#  [min]" [min] mAU *s [mAU ] %
1 16.431 MM 0.4225 2801.11963 110.48548  6.5302
2 18.399 MF 0.4045 3.85106e4 1586.83093 89.7789
3 19.109 FM 0.3998 1583.20593 65.99426 3.6909

Totals 4.28949e4 1763.31068

#*% End of Report ***

S A EATIERTEL GO OT B Page 1 of 1
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~High Resolution Mass Result

Analysis Info

Acquisition Date 9/9/2019 6:50:16 PM
Sample Name -HK-14-]
VD-HK-14-F1 Instrument / Ser# micrOTOF-Q Il 10300
Acquisition Parameter o
Source Type  ESI lon Polarity ~ Positive Scan Begin 50 miz Scan End 2200 m/z
Intens..
X105,
369.2433
15
3712582
1.0°
3702468
0.5
3722615 363.2255
. oi 367.‘2275 373_‘25:‘5 384.‘2297
éS‘D.O 3625 365.0 367.5 370.0 3725 375.0 3775 380.0 3825 miz
Meas.m/z # Formula Score miz err[mDa] er [ppm] e Conf N-Rule
3712582 1 C22H33N302 49.81 371.2567 1.5 -4.0 odd ok
2 C24H3503 100.00 371.2581 -0.2 0.4 even ok
3 C11H33NSOS5 1115 371.2599 17 45 odd ok
4 C12H3IN2010 9.24 371.2599 17 46 even ok
5 C9H31N1204 19.27 371.2586 0.3 0.8 even ok
6 C10H37N509 14.62 371.2586 03 0.8 odd ok
7 C7H29N1503 9.95 371.2572 -1.0 27 1.0 odd ok
8 CBH35N8OS8 810 371.2572 -1.0 27 .5 even ok
9 C9H41INO13 6.69 371.2572 -1.0 27 -10.0 odd ok
Bruker Compass DataAnalysis 4.0 printed: Page 10f 1





image86.jpeg
ple Name:

Acq. Operator  :
Acq. Instrument :

Injection Date

Acg. Method
Last changed
Analysis Method :
Last changed :

Additional Info :

VD-HK-14-

F1-2

valentin Seq. Line : 3

LC VWD Location : Vial 71
7/5/2019 7:29:32 PM Inj : &

Inj Volume : 5.0 pl

C:\CHEM32\2\DATA\HK_ANALOGUES\230519 2019-07-05 17-54-43\PROFIL-SYNTHESE .M

5/24/2019 10:42:04 AM by Nour
O"/OmmZuN/H/U>q.b/oqomwm/vmom,qrvmxz_ﬂmmmn.s
10/15/2019 10:13:27 AM

(modified after loading)

Peak(s) manually integrated

] VWO A Wavelengih=254 nm (HK_ANALOGUESI230510 201:07-05 17-54-43VD-HIK-14-1-2.0)
mAU 7]
350 -
300
250
200
150-|
100
50
[
— T T T T T T
1] 10 15 20 25 35 40
Area Percent Report
Sorted By : Signal
Multiplier: : 1.0000
Dilution: g 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: VWDL A, Wavelength=254 nm
Peak RetTime Type Width Area Height Area
% [min] [(min] mAU *s  [WAU ] %
e [ B Jmmmmmmm |mmmmmmmn |=mmmn |
1 21.065 MM  0.3810 123.89463  5.41992  0.8687
2 23.305 MF  0.4457 411.43378  15.38564  2.8847
3 24.252 MF 0.5989 1.35595ed  377.32159 95.0697
4 25.780 FM  0.4249 167.86925  6.58543  1.1770
Totals : 1.42627e4  404.71259

End of Report
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