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We Claim:

1. A method for preparing a crystailine compound of Formuia (11)

(1)

comprising (i) preparing a solution of a compound ofFormula (Iy in an organic solvent;

(i) bringing the solution to supersaturation to ca‘Lr;se formation of crystals; and (iii)

/

2. A method of claim 1, wherein thfﬁ)‘"ﬁganic solvent is selected from acelonitrile,

isolating the crystals,

acefone, diethyl ether, diisopropyl ethyr ethyl acetate, heptanes, isopropy!l acetate,
methanol, methyl tert-butyl ether, tetrrahydrofuran toluene, or any combination thereof,
y
f
3. A method of claim 2, whierein the organic solvent is selected from toluene, methyl

tert-butyl ether, heptanes, Q}fé/ combination thereof.

gf
4, A method of CE?,HT] 1, wherein bringing the solution to supersaturation comprises
addition of an anti- igivent allowing the solution to cool, reducing the volume of the

solution, or any cgmbination thereof.

8, A method of claim 4, wherein bringing the solution to supersaturation comprises
cooling tt}e’ solution to ambient temperature and reducing the volume of the solution.
rd
{éﬁ

8. __f‘j' A method of claim 1, further comprising washing the crystals.
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7. A method of claim 6, wherein the washing comprises washing with a liquid /
selected from anti-solvent, acetonitrile, acetone, diethyl ether, diisopropyl ether, ethanof,
ethyl acetate, heptanes, isopropy! acetate, methanol, methyi tert-butyl ether,

tetrahydrofuran, toluene, or any combination thereof, or a combination thereof. /

5 8 A method of claim 8, wherein washing comprises washing with a combination
toluene and methyi tert-buty! ether, g/

9. A method of claim 7 wherein washing comprises washing with toluene.

10. A method of claim 1, wherein isolating the crystals com ri'ses filtering the

crystals.

f

10 11, A method of claim 1, further comprising drying fj;"e crystals under reduced

pressure, i
/

12. A method of claim 1, wherein the cwstaﬁgifr{/e/compound of Formula (ll} is a
7

solvate.
13. A method of claim 12, wherein thgc{r;talline compound of Formula {lf} is a
15  toluene solvate.

14. A crystalline compound QQVing a structure of Formula {If)

(.
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15. A crystalline compound of claim 14, having a DSC thermogram substantially as
shown in Figure 1.

16. A crystalline compound of claim 14, having an XRPD pattern substantially .

shown in Figure 2.

17. - Acrystalline compound of claim 14 having 26 values 3.62+0.20;
7.20+0.20: 8.66+£0.20; 10.04x£0.20; 10.82+0.20; 12.98+0.20; 14.4210.20; 6.4610.20;
17.32+0.20; 17.9840.20; 18.02+0.20; 18.88+0.20; 19.06x0.20; 19.56+1£; 19.88+0.20;
20.40+0.20; 21.36+0.20; 22.16+0.20; 23.20+0.20; 25.40+0.20; 28.¢ »210.20.

18. A crystaiiiné compound of claim 14, which is a solvate, '

19. A crystalline compound of claim 1'8, which is a;o/lyene solvate.

20. Use of a crystalline compound of claim 14 in the manufacture of a medicament

for treating a disease or condition selected from af immune -related disease, cancer,

inflammation, infection, proliferative disease, opfneurodegenerative disease.

21. The use of claim 20, wherein the dibease or condition is an immune-related
disease,
22. The use of claim 21, where,.éﬁ/;’;he immune-related disease is selected from

autoimmune disease, Crohn's d'géase, diabetes, lupus, multipie sclerosis, myositis,
psoriasis, rheumatoid arthri’t;;/;)nd ulcerative colitis,

23. The use of claimﬁé wherein the disease or condition is cancer.

/

24. The use of »I’fa}im 23, wherein the cancer is selected from leukemia, lymphoma

and mulliple myeloma.

25. The gse of claim 20, wherein the disease or condition is inflammation.
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26. The use of claim 20, wherein the disease or condition is an infection. /
27. The use of claim 20, wherein the disease or condition is a proliferative cfj;s%ase,

&

28. The use of claim 20, wherein the disease or condition is a neurc)degéherative

- disease.
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We Claim:

1. A method for preparing a crystalline compound of Formula {1}
O
AL J\(N\)L
O/

(i)
wherein the crystalline compound has 20 values 3.62£0.20; 6.52£0.20; 7.20+0.20, 8.66x0.20;
10.04£0.20; 10.82+0.20; 12.98£0.20; 14.42+0.20; 16.46+0.20; 17.3220.20; 17.98+0.20;
18.02+0.20; 18.88+0.20; 19.06+0.20; 19.56+0.20; 19.88+0.20; 20.40£0.20; 21.3620.20;
22.16+0.20; 23.20+0.20; 25.40+0.20; and 28.82+0.20,
comprising (i) preparing a solution of a compound of Formula (il) in an organic solvent;
(i} bringing the solution to supersaturation to cause formation of crystals; and

(iif} isolating the crystals.

2. A method of claim 1, wherein the organic solvent is selected from acetonitrile, acetone,
diethy! ether, diisopropy! ether, ethyl acetate, heptanes, isopropyl acetate, methanol, methyl
tert-butyl ether, tetrahydrofuran, toluene, or any combination thereof.

~3. A method of claim 2, wherein the organic solvent is selected from tdiuene, methyl tert-

buty! ether, heptanes, or a combination thereof.

4. A method of claim 1, wherein bringing the solution to supersaturation comprises addition
of an anti-solvent, aliowing the solution fo cooi, reducing the volume of the solution, or any

combination thereof.

5. A method of claim 4, wherein bringing the solution o supersaturation comprises cooling

the solution to ambient temperature and reducing the volume of the solution.

6. A method of claim 1, further comprising washing the crystals.
38
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7. A method of ciaim 6, wherein the washing comprises washing with a liquid selected from
anti-solvent, acetonitrile, acetone, diethyl ether, diisopropyl ether, ethanol, ethyl acetate,
heptanes, isopropy! acetate, methanol, methyl tert-buiyl ether, tetrahydrofuran, toluene, or any
combination thereof, or a combination thereof,

8. A method of claim 7, wherein washing comprises washing with a combination of toluene
and methyl terf-butyl ether.

9. A method of claim 7, wherein washing comprises washing with {oluene.

10. A method of claim 1, wherein isolating the crystais comprises filtering the crystals.
11. A method of claiﬁ 1, further comprising drying the crystals under reduced pressure.
12. A method of claim 1, wherein the crystalline compound of Formula (11} is a solvate.

13. A method of claim 12, wherein the crystalline compound of Formula (1) is a toluene
solvate,

14. A crystalline compound having a structure of Formula (1)

(M)
wherein the crystalfine compound has 28 values 3.62+0.20; 6.52+0.20; 7.20+0.20; 8.66+0.20;
10.0410.20; 10.8240.20; 12.98+0.20; 14.42+0.20; 16.46+0.20; 17.32+0.20; 17.9820.20;
18.02+0.20; 18.8820.20; 19.06+0.20; 19.5640.20; 19.88£0.20; 20.400.20; 21.36+0.20;
22.16+0.20; 23.20+0.20; 25.40:0.20; and 28.82:0.20,
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15. A crystalline compound of claim 14, having a DSC thermogram substantially as shown in

Figure 1.

16, A crystalline compound of claim 14, having an XRPD pattern substantially as shown in

Figure 2.

17. A crystailine compound of claim 14, which is a solvate.

18. A crystalline compound of claim 17, which is a toluene solvate.

19. Use of a crystalline compound of claim 14 in the manufacture of a medicament for
treating a disease or condition selected from an immune-related disease, cancer, inflammation,
infection, proliferative disease, or neurodegenerative disease.

20. The use of claim 19, wherein the disease or condition is an immune-related disease.
21. The use of claim 20, wherein the immune-related disease is selected from autoimmune
disease, Crohn's disease, diabetes, lupus, multipte sclerosis, myositis, psoriasis, rheumatoid
arthritis and ulcerative colitis.

22. The use of claim 19, wherein the disease or condition is cancer.

23. The use of claim 22, wherein the cancer is selected from ieukemia, iymphoma and

multiple myeloma.
24, The use of claim 19, wherein the disease or condition is inflammation.

25, The use of claim 19, wherein the disease or condition is an infection,
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26, The use of claim 19, wherein the disease or condition is a proliferative disease.

27. The use of claim 19, wherein the disease or condition is a neurodegenerative disease.

;
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