0 2005/097:796 A2 I 1| 0000 0 D010 O OO0 )

D hydrate and anhydrous crystalline forns of
5,11-di hydro- 11- et hyl - 5- et hyl - 3-{2- { (1- oxi do- 4- qui nol
i nyl)oxy}ethyl}-6Hdipyrido[3,2-b:2",3 -€e][1, 4] di azepi
(1) INFEBNATIONAL APPLICATION PUBLISHED UNDER THE PATENT COOPERATION TREATY (PCT)

(19) World Intellectual Property
Organization
International Bureau

(43) International Publication Date

(10) International Publication Number

20 October 2005 (20.10.2005) PCT WO 2005/097796 A2
(51) International Patent Classification’: CO07D 471/14, 900 Ridgebury Road, P.O. Box 368, Ridgefield, CT
A61K 31/551, A61P 31/18 06877-0368 (US). LORENZ, Jon [US/US]; 900 Ridge-
. L. bury Road, P.O. Box 368, Ridgefield, CT 06877-0368
(21) International Application Number: (US). VITOUS, Jana [SE/US]; 900 Ridgebury Road, P.O.
PCT/US2005/009655

(22) International Filing Date: 23 March 2005 (23.03.2005)

(25) Filing Language: English
(26) Publication Language: English
(30) Priority Data:

60/559,354 2 April 2004 (02.04.2004) US

(71) Applicant (for all designated States except US):
BOEHRINGER INGELHEIM INTERNATIONAL,
GMBH [DE/DE]; Binger Strasse 173, D-55216 Ingelheim
(DE).

(72) Inventors; and

(75) Inventors/Applicants (for US only): BUSACCA,
Carl A. [US/US]; 900 Ridgebury Road, P.O. Box 368,
Ridgefield, CT 06877-0368 (US). CERRETA, Michael
[US/US]; 900 Ridgebury Road, P.O. Box 368, Ridge-
field, CT 06877-0368 (US). VARSOLONA, Richard
[US/US]; 900 Ridgebury Road, P.O. Box 368, Ridge-
field, CT 06877-0368 (US). SMOLIGA, John [US/US],

Box 368, Ridgefield, CT 06877-0368 (US).

(74) Agents: MORRIS, Michael, P. et al.; Boehringer Ingel-
heim Corporation, 900 Ridgebury Road, P.O. Box 368,

Ridgefield, CT 06877-0368 (US).

(81) Designated States (unless otherwise indicated, for every
kind of national protection available): AE, AG, AL, AM,
AT, AU, AZ, BA, BB, BG, BR, BW, BY, BZ, CA, CH, CN,
CO, CR, CU, CZ, DE, DK, DM, DZ, EC, EE, EG, ES, FI,
GB, GD, GE, GH, GM, HR, HU, ID, IL, IN, IS, JP, KE,
KG, KP, KR, KZ, L.C, LK, LR, LS, LT, LU, LV, MA, MD,
MG, MK, MN, MW, MX, MZ, NA, NI, NO, NZ, OM, PG,
PH, PL, PT, RO, RU, SC, SD, SE, SG, SK, SL, SM, SY, TJ,
™™, TN, TR, TT, TZ, UA, UG, US, UZ, VC, VN, YU, ZA,
M, ZW.

(84) Designated States (unless otherwise indicated, for every
kind of regional protection available): ARIPO (BW, GH,
GM, KE, LS, MW, MZ, NA, SD, SL, SZ, TZ, UG, ZM,
ZW), Eurasian (AM, AZ, BY, KG, KZ, MD, RU, TJ, TM),
European (AT, BE, BG, CH, CY, CZ, DE, DK, EE, ES, FI,
FR, GB, GR, HU, IE, IS, IT, LT, LU, MC, NL, PL, PT, RO,

[Continued on next page]

(54) Title: CRYSTALLINE FORMS OF

5,11-DIHYDRO-11-ETHYL-5-METHYL-8-{2-{(1-OXIDO-4-QUINO-

LINYL)OXY }ETHYL}-6H-DIPYRIDOI[3,2-B:2’,3"-E][ 1,4 DIAZEPIN-6-ONE

Scheticn
Sigpweide (3,20
centant at 2§ dapenss.

S ER P

I i-sthyl

PRNER. WL Ee beseimetiol:

Aarhedl GH-
}-6H-

SRS L
{14 i Eeone Feom T, Foom T and Difuvdrats i sthanel 533 Suation o5 wacer

a0

70 .

e divdrste
*  Foml
= Form
& Fommlli
Form il

Final Weight % Water in Ethanol

Phase Diagram of 3,11-dihydro-11-ethyl-5-methyl-8-{2-{(1-oxido-4-

quinolinyl)oxy)}ethyl}-6H-dipyrido[3,2-b:2°,3’-¢] [1,4]diazepin-6-one.

(57) Abstract:
linyhoxy }ethyl } -6H-dipyrido[3,2-b:2’,3-e][1,4]diazepin-6-one.

Dihydrate and anhydrous crystalline forms of 5,11-dihydro-11-ethyl-5-methyl-3-{2-{(1-oxido-4-quino-



WO 2005/097796 A2 | NI 0A 00 0000 0O 0 O

SE, SI, SK, TR), OAPI (BE, BJ, CF, CG, CI, CM, GA, GN,  For two-letter codes and other abbreviations, refer to the "Guid-
GQ, GW, ML, MR, NE, SN, TD, TG). ance Notes on Codes and Abbreviations” appearing at the begin-
Published: ning of each regular issue of the PCT Gazette.

—  without international search report and to be republished
upon receipt of that report



