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Analytical methods

Gas chromatography—mass spectrometry

ISQLT

Injection volume:
Column:

Column flow:
Gas:

Method:

0.30 uLb

Zebron ZB-5, 15mx0.25mm, 0.25pm
1.20 mL/min

Helium

60 to 300 °C in 11.10 min

50 to 650 amu_EI+

The purity is given in area percent (% a/a).

Liquid chromatography—mass spectrometry

Waters iClass, Thermo MSQ Plus and DAD

Injection volume:
Column:
Column flow:

Eluent:

Gradient:

Temperature:

0.15 pL

Zorbax RRHD SB-AQ, 1.8 um, 2.1x50 mm
0.8 mL/min

Water, 0.04% TFA (Eluent A)

Acetonitrile (Eluent B)

0.00 min 5% B
1.20 min 95% B
1.90 min 95% B
2.1 min 5% B
40°C

The purity is given in area percent (% a/a).
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Products characterization

benzyl 2-(3-methyl-1H-1,2,4-triazol-1-yl)acetate
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Aexo ACT-608256 ELN239-1688.1_ELB0167-0804.05 25.08.2016 10:07:47

ACT-608256 ELN239-1688.1

20

Integral
nommaized

Peak

Left Limit

Right Limit

Sﬂs' ACT£08256 ELN230-1688. 1_ELB0167-0804.05, 2 2280 mg
T T T T T
20 100 120 140

40 60

25441 mJ
-100.28 Jg™1
7322°C
5401°C
87.24°C

Method Name: 20-400/4 M20

T T T
360 380 “c

T
180

STAR® SW 13.00

Lab: Preformulation
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2-(3-methyl-1H-1,2,4-triazol-1-yl)acetic acid
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Aexo ELN239-1692.1_ELB0167-0804.29 16.09.2016 09:45:57

ELN239-1692.1
o e Integral
- nomalzed 1
Peak

Left Limt  287.85°C
Right Limit  311.83°C

Sample: ELN238-1682.1_ELB0167-0804.20, 2 4200 mg Method Name: 20-400/4 M20
T T T T T T T T T T T T T T T T T T T T T T 1
20 40 80 80 100 120 140 160 180 200 20 240 260 280 300 320 40 80 380 c

Lab: Preformulation STAR® SW 13.00
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N'-formyl-N,N-dimethylacetimidamide
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pure:
Aexo
mw
ACT-1016-0916 CXCR3, ELN239-1949.5
1.2
1.0 \
0.84 Integral 697.07 mJ
normalized 328.81Jg"1
Peak 131.24°C

Left bl Limit
Right bl Limit

50.08 °C
201.44°C

Baseline Type line

Sample: ACT-1016-0916_ELN239-1949-5_ELB0167-0887-10_DSC, 2.1200 mg

Method Name: 20-400/4 M20

0.0 T T T T T T T T T T T T T T T T T T T T T T T T T
40 60 80 100 120 140 160 180 200 220 240 260

T T T T T T T T T T T T 1
280 300 320 340 360 330 °C

ACTELION: Preformulation
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in dioxane:

Aexo

ACT-1016-0916 in 4vol dioxane_ELB0167-0904.60

16.10.2017 08:39:08

Sample: ACT-1018-0216 in 4vol dioxane_ELB01670004 60, 3.9040 mg
r T

ACT-1016-0916 in 4vol dioxane, ELN239-2067.1

T
20 40 60 80 100 120

Lab: Preformulation

in DMSO:

Aexo

ACT-1016-0916 ELN239-2161.2_ELB0167-0935.74

STAR® SW 13.00

15.12.2017 15:31:04

Sample: ACT-1016-00 16 ELN230-2161.2_ELB0167085.74, 3.9850 mg
r T T T T T T T T

ACT-1016-0916 ELN239-2161.1

Method Name: 20400/4 M20

T
2 40 60 20 100 120

T
140

T T T T T T
160 180 200 220 240 260

340 360 380 c

Lab: Preformulation
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ethyl 2-(3-methyl-1H-1,2,4-triazol-1-yl)acetate
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Aexo ACT-1016-0640_ELB0167-0904.51 12.10.2017 09:16:45

ACT-1016-0640 ELN239-2052.1

5
mw

Integral 27181 mJ
nomalized -125.08 Jg™1
Peak 6285°C

Left Limit 4382°C
Right Limit  76.37 °C

Sample: ACT-1016-0640_ELB0167-0204 51,2.170 mg Method Name: 20-400/4 M20
T T T T T T T T T T T T T T T T T T T T T T T T T T T
180 200 20 240 260 280 300 320 340 80 380 c

20 o | @ 20 100 120 140 160
STAR® SW 13.00

Lab: Preformulation
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2-(3-methyl-1H-1,2,4-triazol-1-yl) acetate sodium(I) salt
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1 ACT-606209B, ELN239-2100.1
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*7 Peak [ |
] Le# b Lim# |
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4 Basclne Type spine '
74 |
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] f
1 |
4 x
7 Sample: ACT-5052068_ELN233-2100-1_ELBO123-1264-012_DSC-gald, 1.5610 mg
T
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Mathod Name: 204004 M20
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