WO 2014/138711

1/19

PCT/US2014/022163

Morraalized response (B 52% nmj

3 \“‘\\\\\\\\\\ " & ********************************************************************************

§ T

R
\\\\\\\\\\\\\\\\\\\\\\\\\\\“\\“\\\\\\\“\\\\\\\\\\\\\\

I T XI
N \\§\\\\
\\\:\\.\'\\'\\'\ N
S P N
3 \\\\\\\\\\ \QQ;\
\\\‘\\\\\\\\\\\\“\ \i\\\ . \ \\\ \\
”””””””””””””””””””””””””””””””””””””””””””””””””””””””””” \\\\\\\\\\\\\
H \\\

Tinve {mmin}

Concentration
of compound

\\ \\\\\&

ool £3 0 i

FO% mid

s {3 00 1y
cocdioons T3S 3 RY

S J A 1231733

FIG. 1



WO 2014/138711 PCT/US2014/022163

2/19
S R \ }S AAAAAAAAAAAAAAA o
1 \\\\\ \%@.\ \\\ \\\\ \\\\\ Q\.\\\\;x\ \\\\\\ \\\\\ NN \§\

s S |
=N XTI
s~ HFE-7500

Mormalised dgnal @ 528 am

Firas {idn}

FIG. 2



WO 2014/138711

3/19

PCT/US2014/022163

Aqueous

(pH~ 8.35)

P

Phase (droplet) boundary

FIG. 3



WO 2014/138711 PCT/US2014/022163

i

it

i
o

‘B vy

!

FIG. 4



PCT/US2014/022163

WO 2014/138711

5/19

v Nonhay

FIG. 5



WO 2014/138711 PCT/US2014/022163

6/19
100
’wﬁ
P
180 ,_____|
11‘-\5 498 \\\ 14{3 13\?.:3

108

FIG. 6



PCT/US2014/022163

WO 201

7/19

. Droplet Size

..................................................................

ﬂﬂﬂﬂvﬂb@ﬁﬁﬁﬂ
Powd £ G P~ WD b o

FIG. 7



WO 2014/138711 PCT/US2014/022163

iy

o

&
=
=

.

¥

Evont Humdsar

FIG. 84



WO 2014/138711 PCT/US2014/022163

9/19

AT EOTHOT DOE HORCOSFONATE BN ﬁi‘f'?'ﬁf?‘{;‘f.“a‘ CR2F12

FAM Amplitude

g 19730 239460 35918% 473919 HIBE4%

Evem Number

FIG. 8B



WO 2014/138711 PCT/US2014/022163

10/19

P
35

S

EEOVUEUU TN N
Ty

5 =
@
Ry
B
o
X
o
it
-1
x e R RS o
§
B
N
e e
&
& +
<
§
§
§
§
§
§
RS

W

FIG. 9



PCT/US2014/022163

WO 2014/138711

11/19

e

bty

FIG.10



PCT/US2014/022163

WO 2014/138711

12/19

Absorbance

1.0
i 12285 — KF8H 1354
0.8 ﬂaﬂ\: ke
0.012 w
- ‘% K
9784 5 o0 /
0.5 £
&
” &
j W M 0,604 4
kY
1505 \\l\ AN
S I B A G N
1650 17480 1766 1800 1550 1900
3 . wavenumbers cm’”
%
0.2 4 744.4 /sﬁm& 5 \\
mbw(.\ 7136 | | | ! \\
E iy 'v 1) a’\ w m
7 Y 4
J <w mx , ! \\
Q,Q ™ - ,r)\\ 1 T ...xf ¥ M}(. 1 Y T e 1 e
500 1000 1500 2000 2500 3000 3500

Wavenumbers (cm™)

FIG. 11



WO 2014/138711 PCT/US2014/022163

13/19

S

FIG. 12



WO 2014/138711 PCT/US2014/022163

14/19

"
=

o
W A

FIG. 13



WO 2014/138711

15/19

PCT/US2014/022163

st

SERALEAES

SRR

%
IR SN
R RN

NRocaRe

.

FIG. 14




PCT/US2014/022163

WO 2014/138711

16 /19

Absorhance

o

FIG. 15



WO 2014/138711 PCT/US2014/022163

17/19

Y

i

I

$imdXI

Z
%

%

“
b

o

¥

Y]
- W (o mMXI
EHG . S PRI ¢ & Jeb P,

$.1 mAIXI

st gk B Sdnm {345

e Ny Rl

i s GO mAXE
o

ey TS

T Ve Q“,-;‘;:\«N\ AR

rr: RN T, Y N .

FE-N R § (3 he

WX N 5853 m i X1

H ¥
R OO
5 GG

FIG. 164



WO 2014/138711

4

A0

i observed)

18/19

,‘.‘
o

.""
-

e -3 Estimates ~B85%
Lrytox 1267 o BKP

PCT/US2014/022163

-

Pl

BE%

Conversion of

s
o
=
Exd
&
fosd
r
o
o
ety
ey
<
k3.
§Fs
X
i

FIG. 16B

¥

H b ¥
a8 L4

{ Starting Material {mbd}



bl & mpliud e

»

4

WO 2014/138711 PCT/US2014/022163

19/19

Ch{Pos: 363544 Neg283THY

Q3 G4 A% kﬁ"S_ﬁEQﬁ G35 &bE ti:)‘... e Gie &0 P87 ENRT GET
T 1 T L

35000 S22 A s ¥ B
35000
20000
15000
5000
g

g 106000 200000 300000 400000 500000 &00000

Event Number

ial

B= Formuls | +3mol % Formuia XI +5modS Formula i
i
i

€= Formula | + 10mol® Formula X +10 mol% Formula 8§
0= Formula §+ 20 mal® o) % Formula §
E=Formula 1+ 50 mo! % Formeda X+ 50 mol % Formuala §

FIG. 17



