12

WO 2018/102315 PCT/US2017/063517

{counts}
]
€2
oo
<3
§

intensity

e e

Y i
S Iy 3 :
K i3 8 HN
-~} ey N e oot fettat o s 3
R R LI g 3\\-,9&\.«\5»5\\\5\@0‘4«?&;\"«* Bl (R SRECAS S NV BT «\\.-\.,‘,:v,& N N R

& 1 Y Y ? 1 1 M ¥ i Y

8 ¢ & 28 & 38 &
q

FIG. 1

A R b s A

intensiy (vounts)

A
A

; \S"“\,‘_

5 LI
R N G PN o

} \*"&x&k f\"j\_y&{'

By b2

P : = T ]
8 10 15 26 25 30 38
STheta {dog)

1/11



WO 2018/102315 PCT/US2017/063517

rdensity {courds)

B
h 4
I
%
i

RN
Ny

&
R AN N A 3
Fangarn NN, N (A VT I N R

C’ i {‘ i § ; g § i Y { - :~ - § ] § Y
) 1a 18 20 28 3G 35
ZThats {deg)

intensity {counts)

Lstessors

i
2
3

N N { H R
-“*&w~.~€ Y \\w;««\w‘@ \uw&wz.«w.»..\,~,.\-,w.-sf\*;:"\m-%q;«<&5;~§&\\k\c*;~< LR ST PR : NEN SN PR TINEY
G § £ H k) g T 3 T E i } T { T
5 15 15 28 28 30 38
LThata {deg

2/11



WO 2018/102315 PCT/US2017/063517

4308

3060 —

irtensity (counts)

2008

1000 -

§
b SV ¢
- s §
Aaoian® 9 M gioned®

8 i ; ] : 7 ; ; ? ¥ - 7 = ;
5 10 i85 20 25 3¢ 35
Theta {deg}

Hil salt

LA

irfenaily (Counts)y

i

PisssttH

N_E %, ¢ i
3
b
i
R
i
H

13
Lt i o N o <
R e S Vo T PNEL U,

2

4
506 Lo 3 Starting msteriad
A WY L

15% ; § X A ;
- s i 3 AN A% N
et PO AT X LN ‘ ; 3
Wkl i K8 i 3 o
R N R WLV L W el Mkw N R v
Y Y b s

i ; § ! i ’ i i i
S 10 1& 28 s o] 35
IThets {deg}

341

3/11



WO 2018/102315

PCT/US2017/063517

intensity {counis)

. o ;
Syt |

[

3

iy i
TR VRUAEL L L

AT A

N

SEINCRIIS et

LU NP, NPTV, W

S
~'w~w L VRTINS

5
’v.&

TN o v e

e

N \wr\:‘\\ I C U SARENERUEL R

X
8
b

3&&8’;‘33‘{& 8653: Fm‘m '3

i Mesylate salt Form 2

FRY

Rfiesyiate salt Form 3

Btarting malerial

A A AR AR AR TR AR A A e

§

i
28

FIG. 7

¥

! § ' t
35
2Theta {deg)

00 —

Intonsity {counts)
P

2000 —

28
A i S

cesssnssslyson

P
R
13

‘ = AN
¥ St \t-'.-~\-s-“'\e$‘\-~' WMo

W e e \,&;_\\--\\A\ T

Nicotinate salt

et N > oo P .
X \u-x-r\‘\w\w-\‘ T AN i S AR R

Nigotinie aoig

Starting maternial

[UR L O W
~ AN TR RN \\~\\\“\ AN NN S

\o

4/11

by ; R 1
35 35
IThets {deg}



WO 2018/102315

ieraity (eoundy)

infonsity {counts)

10600

PCT/US2017/063517

i
N
3
3
By
&
¥
¥
]
]
¥
¥

RIS L R s e

3
)
s
e
H
;
7
i

P-TsOHHO

Starting material

HRY
RO

! p-Tolusnesulfonate salt

[EPTINNE COR

RN AR N R e RN N A e A e A

SC00

A0 —

! { ! t
36 3

R

Theta {deg)}

N i _ Benzenesuifnngle salf
v e B e e o R et T e N e £ ¥ NS AT A S o e S e

o
e

1\ & i, Staning material

SRR

R S U S N FRNE
YL WA o x*&'n\ S "V{'K\\ 3\/\5\‘»\\“ y w',\n"‘\’\\%g . Ry P Ao Sk
¥ ] B 3 } ¥ {

{ ; 3 i
15 R pad 28 K24 35
EThata {

€51~

£3.
2]

5/11

~ I NN R

)

s



WO 2018/102315

PCT/US2017/063517

intensily {courds)

q A g ;
-s"w‘\w\" N ‘\»5».\'\\3\..\6&(’%,\‘.xﬁtw,\.,--‘x“"'&iw*‘

Rhosphate salt

A,

PR NN

e

:“-.\& Starting material

WMM&N‘\&'\M\W*WM\\WA\*\#&'?N*&N.

€88 i

20

FIG. 11

i i H § Y ;

~ s ~ A
25 30 &
3
*

Theta {deg)

rtenssity {Courds)

> . Mg
AN o . >, A,
AT NI A R R R N e

s s

>
Prsetet)

BN .
S e ™ TR et

BUE NE
RGN AR

L Matonate salt

s

g Btarting material

RSN
e T o,

A S AL 8 MR S A Y R
¥

6/11

T s
25 30 38
2Theta {den}



WO 2018/102315

PCT/US2017/063517

Imensity (cuums)

Tt Frinad e il

N
I
B OLNAS
TN

Liiseseneteny

g

Pe e

Ko,
i

i

“u
er- e Y
7

4

L-tartrate salt

o 8

S5 USSR

- L-tartaric acid

-

o

§

Naeaat et

s g
b o7

B ’5 -'& (PRSP W

H i3
Iy N N
R v e Btarting materiad
SSGIRCL AN & RN AR N s &S T
RSN R NG \“\\\S\\_‘.\‘\“\“\EM\_'\.\\\_“*\R\\\,\\*\.\%5\.\\:\_-.
1 Y 1 ¥ ;

38
2Theta {deg}

30

12800

10000

intensity {Counts)

asea -
200

Q00

£

2000 —

8

SRR

7

SNt

by

t ]

b By

i i

i i

i B

# &

i &

a 3

i 1t
a &N s
RN V- R

S

i NS
it N W
e S B St

[N

Gentisate salt

NN A AN
S AN AR AT TR T Lt AT AR o

N

Gentisic acld

N
& on &
oTe N . o R B
FVET W AU VIR SURIL R

Starting material

B SRR RN M AN A

Q

5

10

18

711

P
30 35
2Theta {deg)



WO 2018/102315 PCT/US2017/063517

Fumarate salt

= \"\\"t'-e\x EURT I Hed Ass
QG{} s T R PR oy g B g D Mot i,
ey } SN ,',\\,4‘..,.\\\_»\\;_ ‘23\‘\\\\)\\»‘

intensity {counts}

Pdentdst LT o0 Y

Famatic acid

A saann s o

W00 N

Starting material

B s
W AN N A RIS S
{ ’ t ; i

28 28 R 35 '
ITheta {deg)

Fa
Z
%
“y
P4
A
Z
7
%
4
x
7
S
%,

}

4000 — «

3

Glyeniate saft

3

H
b
i

i TR N o VNV Sy
ELA B IR e VT OO N RPN

ansity (Counts

A,
2
&

My

iy

bpeLrs

3
2009 .
; i " R
; Glycolic acld
- ¢ ﬁ ! ? B 3 2
O UOTOUOTUUTTES L SO W W NG T PO TR U SO N SR N
&
1000 ~ 3
NN
SV i N
47 8L . Starting material
Mo’ W H $ . x
~ Rt N \«3\-‘\\\\"\.:\.':4\\._\-<‘\‘!-:‘A"s‘\\,;':\.-‘\‘.3“\\\\.“..-’"«:\“-..\“.,v\-\““’\i\“b"‘ AR, TN

: i ! H ! i ; t ! i i i
18 i5 28 25 30 38
2Thuia {deg}

S

8/11



WO 2018/102315

PCT/US2017/063517

2000~

1500 —

Irgensity {Counts)

&

3

2z

’{,,,;..

\Qb.-‘\ ’wm-i

RS

\?‘\ & % H
N RS o3 R AN
AR o § % o oo N IR AR

?“‘\\“&*\\;ﬁ R M%s&wq;@"\’”aw»\“’ Nt N R

H

X & N
X S AAvE 3 3 . ]
S UL A TN R W W

i
o
3

Acetate salt

LN
R At ' R ey ied

Starting materiat

A \\"WN'\“,N

S A NN NN AN o
B k3

} ’ ] !

i
1Q &

2

o

!

e

h 35
IThela {dag)

brtansity {(counts)

~ o

AR ORI

H
i
]
8
8
b
b

:i
¢ 3
&)

. o R Py &3
eI RRNATE (AR ner g \..-.mwk,.{\“\,».\&«mw

N
R,

W
SRR S 7
o B b

\{«\-‘ e

X

X

B

ty
3

‘.-&(\

e 3 ;oA N o
S R e N R N TR e e e

N X 2
~ IR i
LA Wt R e

Sulfate salt Form 14

A AT A L (A R A At et AR AR

Sni{at& salt Form 2

X

o 2
A g S

Starting material

3
NN N

v

SR

SN

Y f ¥ i } 3
AR
LR

16

9/11

1
H
i

N
Ha

~
DA
w

38
EThatx {deg)



WO 2018/102315

PCT/US2017/063517

2000 —

[rtensity (oounts)

1500 —
|

500

ey o s 1n jLﬁ
1800 J fiaadl LN Wmmwb P LT 'W‘MWWMMMMWM
1 \J

ﬁ Sieved Form A sample

Form A reference

] M"ﬂ*"u AP DA o
— Y e

"15'-" Bcedt ool by ";‘.‘:“;"\"‘Mh
0 | I ! [ ! I !
5 10 15 20 25 3 35
ZTheta {deg}
FIG. 19
=
£ 3000
>
5
z i
&
= 2000 4
Sieved Form F sample
_M‘.‘J}W"“—“-.m.w-; E“ JEL _______ S ikﬂj Ti a ,-_.-“.“,N’Uﬁ"ak -‘_\,.,-vﬁuh___, a8 ‘LMQjE'MNWWWn R AT gy
1008 —
[,
1 ™, J Form F reference
3 M gt LM&HMMW et bty ey P i e At St e i
E I T I T I T I T I T I T I T
g 10 15 20 25 30 35 _
ST heta {deg)
FIG. 20

10/11



WO 2018/102315

[ntersity (caunts)

Intansily {counis)

PCT/US2017/063517

S0

4000 — ™o

000 A
e S 5:5\-

2000 —

1000

Converted Form D sample

»AL-ﬂ\nla.u\mﬁ%w\“ﬁf.ﬂhﬁwﬁ_ﬁshﬂ,ﬂw‘hﬁ,. N, .- \f"t.A“:‘o‘i. P e - .

A Ao OO st s

§
§
N

Form D ref.

A e A L A A e A A i

» ‘
i ; ; Form F ref.
I L | .\—Aw’m"}\- mtrrmt e A P ('I-VM\’"—Wn.m...\.\.‘.Av-mn*\\.\“.‘wJ\.\A.‘..ﬂa‘,.v’”.._.d.q..u.\..v
a I T T I T I T I T I T I T
& 14 15 24 25 38 35 -
ZTheta{deg}
FIG. 21
3000 ~
2500 —
2000 —
1500 — :
1000 ~
4
00 — W
N % S
. \N’"\\"\-W\»-“ R ROV J\%“n‘k‘-\\i\v‘.«r‘ S i Nrawint \\\“‘: "-..-"’\-,,N.<..N\»wf'\.;\.~-\-.w\\\\\\‘xa‘.\.:'“v.w.«..\;-um
Q ) 4

L3 =~

i K i ' i ' i ' i ? i
10 15 A 35 3G 35

2Thela {deg)

11/11



