WO 2013/032651 PCT/US2012/049935

1/5

,i BME b
T

| JRETHYLAMINE F==|  oonp TO 0-5°C

BENZOYLATION
| BENZOYL CHLORIDE p== MAINTAIN< =20°
_CRUDE SOLID_BMPD |

| [WESH RN WIXTURE | ARUEGUS 70
b WATER 5| " riTRaTiON [ WASTE
[ DISSOLVE CRUDE
L B0 = "0l BMPD
3
| EXTRACT THEN | AGUECUS
Lo WATER P piiASE SEPARATE |~ WASTE
CONCENTRATE L[~ EtOAc/
VIA DISTILLATION SOME_ HEPTANE
[ CONCENTRATE L, FioRe 7
L HEPTANE b A DISTILLATION SOME HEPTANE
[CRYSTALLIZE PROBUCT]
FILTRATION ‘ -
ATION CAKE WASH
HEPTANE WASH = 70 g
REFINED BMPD

SUBSTITUTE SHEET (RULE 26)



WO 2013/032651 PCT/US2012/049935

2/5

i' ..... B?\ﬂ{: H

| )
[ TRIETHVLAMINE i—» oL {:ﬁ’ chion

N
A W3

BENZOVYLATION
[BENZOYL CHLORIDE F—| MAINTAIN< =20°C
LIGUID_BMPD PRODUCT]

WASH LIQUID

l R - BMPD PRODUCT -l f&&g&){; 10
PHASE CUT
CONCENTRATE DISTILLATE TO
ORGANIC | WASTE
| FVAPORATE | DISTILLATE TO
HEPTANE | CRYSTALLIZATION WASTE
FILTRATION \ —
SN L] CAKE WASH

—

SCLID BMPD PRODUCT

FIG. 2

SUBSTITUTE SHEET (RULE 26)



WO 2013/032651 PCT/US2012/049935

3795

MK

CHLOROBENZENE  jre
AND /CR TOLUENE
AND /0R
ORTHOCHLOROTOLUENE

|_TREETHYLAMINE |1 pgp %ﬁ)"*@‘_ﬁac

| BENZOYLATION
[BENZOYL CHLORIDE b~={ MAINTAIN< =20°C
LIQUID_BMPD_PRODUCT

WASH BMPD
UWRTER T hee]  PRODUCT [ AQUECUS TO

WASTE
PHASE CUT o

DRY SOLUTION OF
BMPD /SOLVENT || PISILEGE TO
OPTIONALL | | VAS!

|

LIQUID BMPD PRODUCT

FIG. 3

SUBSTITUTE SHEET (RULE 26)



PCT/US2012/049935

WO 2013/032651

(Q)
=, N
t, adINg - v L/ dWg
| 4 .
N < X 1
WO/ AdWE S ‘I W01/ AdING
3 L. N 3
b
95/ adWg D 93/ Qdng
adig ! y SR ading
QINHY. = ‘ GINITH
[
T = RN RN SRS R
oW O KO o= 3m1lﬂw.¢7i.rﬁuﬂ¢\u1q”wllrn.uﬂ.\u
Y <F <E 0 = o3 O od o N N O e e e o
[
(8/ 3) * (% ) $318N10S
ALIALLONQO¥ INTTAX

FIG. 5

SUBSTITUTE SHEET (RULE 26)

*COMPARATIVE



WO 2013/032651 PCT/US2012/049935

BULK
DENSITY (g /cm3)

i

oo &
% E > <t W
<= ~ = o
i m ) i‘\‘l"" Li.
% . - oS
¥ = o0 2

oA Q.

—=

[AS]

*
COMPARATIVL

FIG. 6

SUBSTITUTE SHEET (RULE 26)



