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Claims 

1.  A crystalline form of (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-carbonyl]-amino}-

piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide 

; 

characterized by: 5 

a. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 

3.6°, 8.2°, and 18.3°; or 

b. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 

6.7°, 8.5°, and 10.9°; or 

c. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 10 

8.2° 17.9°, and 21.0°; 

wherein said X-ray powder diffraction diagram is obtained by using combined Cu K1 and K2 radiation, without 

K2 stripping; and the accuracy of the 2 values is in the range of 2 +/- 0.2°. 

2.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 1, 15 

characterized by the presence of peaks in the X-ray powder diffraction diagram at the following angles of 

refraction 2: 3.6°, 7.2°, 8.2°, 8.7°, and 18.3°; wherein said X-ray powder diffraction diagram is obtained by 

using combined Cu K1 and K2 radiation, without K2 stripping; and the accuracy of the 2 values is in the 

range of 2 +/- 0.2°. 

3.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-20 

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 1, 

characterized by the presence of peaks in the X-ray powder diffraction diagram at the following angles of 

refraction 2: 3.6°, 7.2°, 8.2°, 8.7°, 9.1°, 10.8°, 13.9°, 17.0°, 17.5°, and 18.3°; wherein said X-ray powder 

diffraction diagram is obtained by using combined Cu K1 and K2 radiation, without K2 stripping; and the 

accuracy of the 2 values is in the range of 2 +/- 0.2°. 25 

4.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 2, which 

essentially shows the X-ray powder diffraction pattern as depicted in Figure 1. 
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5.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 2, which has 

an endothermal event at about 259 °C as determined by differential scanning calorimetry. 

6.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 2, wherein 5 

said crystalline form is an anhydrate. 

7.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to any one of claims 

2 to 6, obtainable by: 

a) mixing 10 mg of (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-carbonyl]-amino}-10 

piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide with 1 mL of methanol, or  

mixing 20 mg of (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-carbonyl]-amino}-

piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide with 1 mL of an about 3 to 1 mixture of 

methanol and acetonitrile; 

b) dissolving (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-carbonyl]-amino}-15 

piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide by heating to about 65 °C with a ramp 

of 0.1°C/min; 

c) cooling the mixture to about 20 °C by using a ramp of 0.1 °C/min; and 

d) filtering and drying the product. 

8.  A crystalline form of the compound ((3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-20 

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 1, 

characterized by  

a. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 

6.7°, 8.5°, 10.9°, 13.2°, and 14.5°; or 

b. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 25 

6.8°, 8.2°, 14.1°, 17.9°, and 21.0°; 

wherein said X-ray powder diffraction diagram is obtained by using combined Cu K1 and K2 radiation, without 

K2 stripping; and the accuracy of the 2 values is in the range of 2 +/- 0.2°. 

9.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 8, 30 

characterized by  

a. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 

6.7°, 8.5°, 10.9°, 13.2°, and 14.5°; which essentially shows the X-ray powder diffraction pattern as 

depicted in Figure 2; or 
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b. the presence of peaks in the X-ray powder diffraction diagram at the following angles of refraction 2: 

6.8°, 8.2°, 14.1°, 17.9°, and 21.0°; which essentially shows the X-ray powder diffraction pattern as 

depicted in Figure 3. 

10.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 8 or 9, 5 

characterized by the presence of peaks in the X-ray powder diffraction diagram at the following angles of 

refraction 2: 6.7°, 8.5°, 10.9°, 13.2°, and 14.5°, wherein said crystalline form is an anhydrate. 

11.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to claim 8 or 9, 

characterized by the presence of peaks in the X-ray powder diffraction diagram at the following angles of 10 

refraction 2: 6.8°, 8.2°, 14.1°, 17.9°, and 21.0°, wherein said crystalline form is a dihydrate. 

12.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to any one of claims 

1 to 11, for use as a medicament. 

13.  A pharmaceutical composition comprising as active ingredient a crystalline form of the compound (3S,4S)-1-15 

Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-carbonyl]-amino}-piperidine-3-carboxylic acid (1-

pyrimidin-2-yl-cyclopropyl)-amide according to any one of claims 1 to 11, and at least one pharmaceutically 

acceptable carrier.  

14.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to any one of claims 20 

1 to 11, for use in the manufacture of a pharmaceutical composition, wherein said pharmaceutical composition 

comprises as active ingredient the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-

3-carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide, and at least one 

pharmaceutically acceptable carrier material. 

15.  A crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-3-25 

carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to any one of claims 

1 to 11, for use in the prevention or treatment of cancer, autoimmune disorders, inflammatory diseases, 

transplant rejection, or fibrosis. 

16.  Use of a crystalline form of the compound (3S,4S)-1-Cyclopropylmethyl-4-{[5-(2,4-difluoro-phenyl)-isoxazole-

3-carbonyl]-amino}-piperidine-3-carboxylic acid (1-pyrimidin-2-yl-cyclopropyl)-amide according to any one of 30 

claims 1 to 11 for the preparation of a medicament for the prevention or treatment of cancer, autoimmune 

disorders, inflammatory diseases, transplant rejection, or fibrosis. 

 


