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Figure 2 - DSC and TGA thermograms of Crystalline Form A
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Indexing results for XRPD collected with Cu-Ka radiation.
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Figure 6 - Indexing Solution for Crystalline Form B
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Figure 8 - DSC and TGA thermograms of Crystalline Form B
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Indexing results for XRPD collected with Cu-Ka. radiation.
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Figure 10 - Indexing Solution for Crystalline Form C
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Figure 12 - DSC and TGA thermograms of Crystalline Form C
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Figure 13 — Overlay of the X-ray powder diffraction patterns of Crystalline Form B, Form C, and
combinations of Crystalline Form C + Crystalline Form B, Crystalline Form C + Crystalline Form A,
Crystalline Form B + Crystalline Form A, and Crystalline Form A + Crystalline Form C (lop to

bottom):
Figure 13A — Crystalline Form B, slow cooling in IPA, solids precipitate in refrigerator
Figure 13B — Crystalline Form C + Crystalline Form B, slow crystalline cooling in IPA, with

seeds, solids precipitate in freezer
Figure 13C — Crystalline Form C + Crystalline Form A, slow cooling in IPA, solids

precipitate in freezer

Figure 13D - Crystalline Form B, slow cooling in IPA, solids precipitate in freezer

Figure 13E - Crystalline Form B + Crystalline Form A, crash cooling in IPA, solids
precipitate in dry ice/IPA

Figure 13F — Crystalline Form A + Crystalline Form C, slow cooling in IPA, solids
precipitate in freczer

Figure 13G - Form C, slow cooling in IPA

Athitrary v scale

40
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Figure 14 — Overlay of X-ray powder diffraction patterns of Crystalline Form D, Form E, and
Form F (top to bottom):

Figure 14D — Crystalline Form D, 30-min stir at 70 °C in pH 4.4 buffer

Figure 14E — Crystalline Form E (contains peaks of Crystalline Form F), slurry at 50
°C in pH 6.0 buffer

Figure 14F — Crystalline Form F, 30-min stir at 70 °C in pH 8.1 buffer

Artbitrary v scale
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PRI

Figure 18 - ORTEP drawing of Crystalline Form A (atoms are
represented by 50% probability anisotropic thermal ellipsoids)
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Figure 19 - Packing diagram of Crystalline Form A viewed down
the crystallographic a axis
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Figure 20 - Packing diagram of Crystalline Form A viewed down
the crystallographic b axis
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Figure 21 - Packing diagram of Crystalline Form A viewed down
the crystallographic ¢ axis
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Figure 22 - Hydrogen bonding in Crystalline Form A
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Figure 24 - Atomic displacement ellipsoid drawing for Crystalline Form B
(atoms are represented by 50% probability anisotropic thermal ellipsoids)
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Figure 25 - Packing diagram of Crystalline Form B viewed along the

crystallograph
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Figure 26 - Packing diagram of Crystalline Form B viewed along the

crystallographic b axis
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Figure 27 - Packing diagram of Crystalline Form B viewed along the
crystallographic c axis
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Figure 28 - Hydrogen bonding in the structure of Crystalline Form B
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Figure 29 - The molecular conformations of (1R,5S)-1-(naphthalen-2-
yl)-3-azabicyclo[3.1.0]hexane in the structures of Crystalline Forms A
and B (left: (1R,5S)-1-(naphthalen-2-yl)-3-azabicyclo[3.1.0]hexane in the
structure of Crystalline Form A; right: (1R,55)-1-(naphthalen-2-yl)-3-
azabicyclo[3.1.0]hexane in the structure of Crystalline Form B)
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Figure 32 - Calculated X-ray powder pattern of Crystalline Form B




33/56

(31 001 3& wrded QLAX PAB[MI[ED 1wo3j0q
PRDanyerdduwd) wooa 03 pajsnipe wrdyed LAX PIre[NI[ED P[ppru Laimerddurd) woou je widjped addiax
[ejuomradxa :doy) g wiroy dureisLa)) yo suraned qIAX PAILMI[BI pue [RyudwIddXY - €€ 3anS1y

(bop) o2-0
o, ... . SE 0g T4 0Z Sl Ok ... S

SR NS XTIV RS Sy S AR SV AR

o N\-«...,\ R

; e

PP T e

o . e g GBS PO .
7 " s % ST Y vy K 27
% % 7y g iR £y f g i C
e s
. ¥ hi i3l “ i 7
4 ) : 3 % H
m i : .
i :
7

N
AARMAAMARAAA

R

%17

s,

s o O rocen, girors

)

e

oleos A Aenigly

AR

SONDMINY

IR
SRR A O e

LG

e

TR,




34/56

(eamerddwdy woot je wdyed IYX [BIwwLRdXS 1wojjoq fwidyed (IYX PIIE[NO[ED
:doy) v w10 durjesia) yo surdyed IAYX PIre[nd[ed pue [eudwLRdxXy - ¢ danS1y

(bep) 02-0

O

Sl

T O e dfE e,
e T 0T J

0z

Ob

S

S0

1971

o[eas A Aleqiqly



35/56

V uLioyf durjeisii) jo wdped q4yX - ¢ 24nsy

(bep) 62-0

Oy S

AP tppr s

rseisgisy

s i
A psip e
1

o
A

o
S
—

(SdD) Ausuay

00€



36/56
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Figure 36 - XRPD pattern comparison of (1R,5S)-1-(naphthalen-2-yl)-3-
azabicyclo|3.1.0]hexane hydrochloride from Examples 1 and 5 (top:
Example §; bottom: Example 1) (patterns are offset along the y-axis for

comparison)
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Figure 37 - XRPD pattern of Crystalline Form A collected with Cu Ko radiation
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Figure 38 - Indexing result for the XRPD depicted in Figure 37
collected with Cu K¢ radiation
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Figure 39 - Observed peaks for the XRPD pattern depicted in

Figure 37 collected with Cu Ko radiation
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Figure 41 - Indexing result for the XRPD pattern depicted in Figure
40 collected with Cu Ka radiation
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Figure 43 - XRPD pattern of Crystalline Form C
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Figure 44 - Indexing result for the XRPD pattern depicted in Figure 43

collected with Cu Ko radiation
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