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tt.

o] A 2A = 2 wge] Wl o] Alxd A gAE, o] AolEe ukeh e 72
MgCl, - mROHS] #-74E-& E3Fehs Mg vho|&efo]=-7]xk wAoltt,

sl vl @eel i BAE Axay] A9 20 B2 ASRT. 2w AgHs w4 $AE, @
F80] Mg thol @l (it A AL, NgCl,) 9 WSl FAoIh. g hol@elol =, wigtAalAle Nl &
2L (RO EFHL, T2 UgCl, - nROHS) A FA7F ¥ 2ge] ol wet AR, MgCl, - nROH A
24 A4sre YolAe] FRLe FmE ROHOIE, 71 RS 1 WA 1270e] W AR, wlEaE 1
WA el A AR, dA 1 aA le] wa QA8 Feeks A8 Ex 2AE 99 el olwkge]
Ao AT NgCly - nROHIA, m 0 WA 6, B vhgbaAE 1 uiA 4, 53] 2.5 WA 3.60]t,

47 BAHRE ER oz @Y], a7 oE, olxE, AE, Ak, of¥ Ei 059 EFREL EFY F 9

e

[e)

o m\u
N

Of

i

o A 4% WA 6% S8R, B sgEels 4% do] 35 SR £
USRI, UuS wirdslt ek gBolt. 58 magsiAs, 4] Heky dgEe T2

= Cg &2 7]0]a
s dolt
A% BEHg SIES EftoldFA HElm ExdERgo|m, tro]d=Al HEHr tlolE 2o, &4=A] HE
¥ EgelZzels @ Huy  HEdEzgelsg  xdsd, g ugEeAs ek
HEgt S 2 efo]|=o|t},

A7) MR Ax A=, Sullo 23E = A, 53], AHEAAMGHTA oih Y (TheD)el2yH, oxid ZEE
Aol (thol)o2H, of, tholdlg, HiE M- T AA-3 f4 3
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[0091]

[0092]

[0093]

[0094]

[0095]

[0096]

[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

[0103]

[0104]

[0105]
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A Ase-uer Svie £33 13F 34 sehE, vbsAlE 724 AlRRWXK S EFE 4 SEES
4 dom, oW RE Lol R'E ©AF 1 A 20, |, kAT ag 1 A 109 EFA] 7
oli, Xt &=, wAde FReol=olil, n& 0, 1 Bt 2013, n 0, 1 £t 2018, &, n+ 0o &
2 2 o]0

APgAom, & o] AFel-ve o == 2wy Wyl o Alxd A -uE FujelA, Tio] ¢
1 WA 10 T2% Helela, Mgol %2 5 WA 256 T2% HMelela, UF A FoAe] & 0 WA 40 %%
Qlolar, Ale] 2 0 WA 10 TZ%2] H9lolth

wowne] o) Azge, 4] gold wA Fule datel, BYARE FAW xE0), % Qoo 9%
A7 FAAE EFAT. 2E0) L Aol 9N A FAE A7 FF FAel APAem FFAKS, o
5o A Age-he Fule] Ao} o)

7] 2EOE wgEsAE 13% 8459 $718% 88%, d94on aRuy Huzeld. 47 Hgze
AT0)E 4 % B SFE FeolSE EFAL. HFAFAE kg s

=, A7 @4 71E -G 2 7],

AL -G 22 Jlola, 7] FeelmE FRejo|=olth.  wEHEAE, 47 2F|(Co)E Ete](C-C)Y
A% E, ol (C-C)LALFuF FREo|=, (C-C)LALTHF HolZRols i o5 EFEo|t.
N mEREAE, 471 42 7le ddgelt. siel 54 AAGHAA, 47 250 (Co)E Eftelddd T
1] % (TEAL) ©] T}

¢

o A golAe dEgHer T2dd Tl AFEHAR, dEd FHelE AMEHE Aem FAH U,

H
e o% FolAE)E 54 Aet, oH, ozE, ofy, AE, dHzHY HFF L o5 BASE EY
@tk a7l seta Al A9 2 s) He B Agonyy AgHs g Agett o 53w
o}

rlr
u[i
jint)
)
o
fr
oft
ified
o
Y
°
0%
o
o
=
)
B>
-
=
X
o
o
2
ofk

Si (OCHCH)3(NR'R)

(7] A4, R R RE SASAL ol & ar, ¥as 1 ulA 129 48, BAY B 89 ¥l 7|
2 vehd).
Vg w47 SR FelAls, AMEE A%, shehd Al AR, 58] (CH).Si(0CH),, (3F-%

9,51 (0CHz)2, (AFolEZ3A) (WE)Si(0CH;),, (AbolE=ME),Si(0CH;), R (3'd),Si(0CH;) = H-E A e},

il

®owgel Fol, ¢ WA G SR, AL G WA G 2dRe, g0, ¢ WA C, SdR 3
oolgel BuAsh @S ASEn. 7P BYH0R Azt $dN FRAE Feddd, Fezz
ol w o]5e] FEFAIL, BAHOR AGHE FURAE, OCod-SAH, AL
d-gel@, dAn dgA(zgd FEHA A9, 1-99, olard, 1Y, 184, 4-vD-1-A8, 1-
A, 1-%6, 1l 9 -0 ARe ole}, doldl, At Feitield, 1,7-SEhtheldl % 1,4-8xlTtoldl,
Et 89 2, oAn wnd, R o5e] EFERERE Aust Un-2du FaFAlt. Y my
A, A7 FEEAE 1-RE d/mE o)t A FEEA] A%, odd W/ EE -]
HHow AHEE FUFACl

WA 100 a-&dld SFAS] FA, T o9k dEdl /%
Aokl wFFAE A=xstrl A T WRCl B Foiw, 7

4> iz
w
i)
N
o
Lo
i)
ol

q
o
&
=)
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il

;!

=
-

=

=

H

el
=)

I w Ak

A

oA A Sda S

|

o 9

%

WA Al 7

&

kel

(al) #l 1

[0106]
[0107]

=K

™
I

i
o

oze]

~
‘_.@O

il

=1
N

z}rﬂ]—

<93 F

tol, aA wlHzt

s

o BHete e

=
=

Se A

2~
T

W WM
T

[0108]

Azshed &

=

=

A

o}

=

=

, 371 Adeld vkl 22 NgCl,-7|Rk 5

shgh= (o, TiCly),

453

ElE}

=
=

[0109]

=1
Nr

4

Al

el

A W098/58975 Zol 7HA| = o] Qltt.

1]

=1
=

I

il

Rt

W092/12182 &, #| W096/18662 <

U

=%

e

[0111]
[0112]

B

K

[0113]

ol
;OD
23|

p

olo
Gt

<0

LB

5 &9 371 Al W02006/063771 o

=

AA71aL, o2

=]

=

otk WA, 4]

=
T

E
=

fob, Al

b= Ae] b

°

OX]'

i

5 =9 Al 428054 o JIAE WA o=, 7] )

2] 2A

Tofell FA
MAl] detA7)ar, AT &

7]

[0114]

;ot

1}

o
o

] 70 WA 100TCe]t}.

5]

EEEEES SRS

E

A Alof

=

65 WA 90C B9 2=l =

R
.

60 W= 110C,
H

°

L

L

&7

ahs} gre] F@AS

50 WA 100C, ®heHH
— 12 —

R
.

2 40 WA 115C, w3
10 WA 100 bare]t}.

R
.

5o
o7

°

22 1 U 150 bar, H}E3A

ZA e gubg o g g wjd2A ALRECH
e Tl 2 A9

LA 49 AR eaba,

=
ok
H

Z=

[0116]
[0118]
[0119]



[0121]

[0122]
[0123]
[0124]
[0125]
[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]

[0133]

[0134]

[0135]

[0136]
[0137]

ZIHSd 10-2020-0095577

HkSy] W Z-nks s Frte xee 4 9ot
7] % W) ¢ wr A7) el T WA EePdaA mE 1gelA e

. =
of\
1
_mu
&
2
_I_4
Jlm
ol
il
m

% 7] HMW TEBQEP 1Hl T GA

=
Ee FasA] don, ddHoem 1 A 150 bar, HFEHASHAIE 10 WA 100 barolv.
=

g AEgoR A9E 4 o, MEHsils 47 FEe d&dos Fau.

A8 JE

=4

ICP E4(Al, Mg, Ti)

NEAA Al FES FAS F UA=F, Ax Fv) B oo MES EFsIT. < 20 WA 50 mge
BES nZA 2997] WelA 20 L F3¢] A-Z A(crimp cap) Hpoldol AMEHYsla, B FF3 THS
71 =33t

TAE FI (V)9 AE NS Fy ZgaTe Axs)
(HNOs, 65%, 5% V)< 7}ero =, W3zhgl vlo| o i AL
AL, o] £ANS HF FI (V)7 FHRTE 8A4star, 243 Bt kA st A FH U
[e=]
=

Ik

B
32 1o

& A 94 iCAP 6300 1= A ZEk=vl-gst WE 23 (ICP-0ES) S AHe-ate] A2l
T8 A2E BT (5% HNOse] &), 2= I % 5% HNO; €< 59 0.5 ppm, 1 ppm, 10
ppm, 50 ppm, 100 ppm % 300 ppme] Al, Ti = Mge] 67H¢] FF=S& AREatol, Al, Ti 2 Mgl oial A3
o WA FAd= F4-43 (Curvelinear) MW 2 1/5% 7t25 ARSIt

_O,L' i

w2 A, = Aek 300 ppm Al, 100 ppm®] Ti % Mg EE== AMESte] 47 wAS ATste, 28t
(32 715e 'HERE(reslope) ' = AFH). UERZE FAQsy] A, FA Aol B0 FolF T 5
INO;° &9 ] 20 ppm®] Al Bt Ti, 50 ppm®] M) Attt SwAl S ol wmitk B oAd w4 AE

9. 336.121 nm 2F¢1E AFEEe] HUE
< 167.079 nm 2N =& FUHH
SEEErEs

EERY A 900 A5AQ BAGe] Belw, AY T e FF L 54 )
\}]

Ax AFu) BgR o]Fofx MES EFste], A Alg FiES HAh. oF 70 WX 150 mgs WA &
71 elA 20 mL F2l wleldel MELEAL, F THFE 715U, 7] vlolds Av Aoz APsal,
28 A2 RE AASAT. 7] A9s o dE Z(pressure relief) M= ¥£31, 10.0 nLe T/HT 2
60.0 mg®] n-ZEIE(UF ZFE)S 7. 7] AES Bol &dd] &siAziom, ks &7t EA
A o =53 &5 AREEkitt.

A, B8 F2 F97], 61888 = ~2do]s Ae-AED frHd 2 BE o223 HEVVF ERE oJHYdE
(Agilent) 6890 714 AZwlE 1] oA ¢8Ik, AHL, 0.25 me] WE 2 1 un 4 FAE 2&
30 m Zole] DB-10]tt. F= AFo]x ¢B Lu= 0T, TAE % e U -T2 8-S IH3)
= 7l AES 47 54 Az AIRA] A, 7] AR 2 UE 25 E AAE AAElt. s

MWEIS =2ty = AFY X Rf(Ft) x N 160
= = A X Rf(In) < M

71 AelA,
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[0138]
[0139]
[0140]
[0141]
[0142]
[0143]
[0144]
[0145]

[0146]

[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]

[0157]

[0158]

[0159]

[0160]

[0161]

[0162]

[0163]

2 IS0 113390 uwhe} SA4stsor, g/10 o2 AA g},

glofd el 73

[«0
o
i
—io

50 190C, 2.16 kg

|
|
ot

(<0
o

1 230C, 2.16 kg

i

|

&2 (Mettler) DSC2 AlAF F=AL

A 10 mg AE sl ZHSHAT.

o] Z(LabEcon) 300% Algate] A7 &S

o] 9 TPz A3 gatqirt. Wwzre 9

, ok 1378 em ©] T (wave number )] A 9]

2 em 9 ST, 4000 WA 400 cm o FH
AgoniE HoE T 2AEAL

" 1330 e 4 RS wq

H 73249 FE=

ZIHSd 10-2020-0095577

QA (DSC)E AFL-3Fe] IS0 113570 we} Alx} FAF LA

Bl (Bruker Tensor) 37 37|15 Apg3&te] F#] o

12 7] 959 gdol AME
ﬂ (Fontijne Press) =&l
+ 28] 7hE ZEs + ]

&% (absorbance) 258 ZAAsIg o, 7]

Wl % 1289 29 REE AEHO B

HaomA Arks At



[0164]
[0165]
[0166]

[0167]

[0168]

[0169]

[0170]

[0171]

[0172]

[0173]

[0174]

[0175]

[0176]

[0177]

[0178]
[0179]
[0180]

[0181]
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Ad#A 7184 XS
g Ao 7FLA3¢ F3HAe] e 1S0 16152(A 535 2005-07-01)¢) we} 25Tl A AA 3+ Th.

974 37 BE - A5 o[uA £4

]
X

;:,‘ oL

L ooz

EZ2 2 (Malvern Morphologi) 3G A|=®l Ao A A2oa] ojm|x] BA1S AaPstgc).
W R ol uAd olFE zie And ZHolA Aol Fodtk. o] Al
el EE 9% w4 # Agsle] EEaSgT. 99 B A
g Ausidnh. 7] 49L, D il o
H

o
N

I

o Eulo

o
N

u
oY,
ﬁtl
rlr
o,
=
N
o

dr

b A

“:l _Lx>“l_, I

df oot —

o Ay -

¥ o ool T

.—ﬂl » ox ro 4
A

im o

s

S
2
oz
2
B
o

o o

[o

offt

ol

>,
>

jeiit)

A

O

H oo
N
N
1o,
{12
OJO(:",
2

]

U
>

2
BN
o,
NI
H
it
BN
o
Qﬂ,
¥
v
X,
)
it
2
12
o 2 N
!
2
>
=
o
2 o

X,
(o3
>
=
o
[«0

&3t

e ARESle], BE o
o]

X

[0
ol
38
> a
o
it

0,
By
jiea)
av)

B
[
[
o
2

By
i
N
S
o
e
)
>~
>
o
o
lo
i
; o
fu =
Ay
o 09
oo
<
=4
< B
D
 ~
(0
o
o
P
r

$2 1l
k
S
o X -
[
ins
2L
2
2
oo
(<0
ol
3
R
ox
N

i
u
2

o
N
2
N
r«O
et
4
X2
5

e

M
Hu
Y
)
it
oft
=
rx
)
o
N
P
QL
2
o
N
lo
2
X
r
+
N

o A7 B
-Hl(ratio) B% ¥ FXZA 4 A7)
o

}1\_]__
f, Fu dghe Fxo FAAC el ] FA R

& 11 ZQEY V)% @ (smothering) $h=oll 71x3 Aolw | A7) Heke] A 7]
& ¥ (unsmothered) FAe 71x3st},  2a& (CE D[x, 0.9] - CE DIx, 0.11)/ CE D[x, 0.
5124 Ak,

71 42 271 B4R A7) BE AsE7F Al AR E Sl

D0y, = 90% 2 F-d]ell A el A} A4,

D10y = 10% 2 F-a]elA el 424 24,

D50y = 50% 2 F-uloA e Ja AQ (T3 dAF A7), F39)

2%y = (D90ss — D10xs)/D50ss .

9y 344 Ax 44

ok 3 pl9, T4 (absolute) €S = MgCl, €M (6 9 ©d HAS 7]A Ao A= 3L vt
X

Zhellebel AR frel HeHE Aol Fokvh.  ololA, vgd 25:(85 WA 115T)AAM Ny 71Ae] SF

g9 Agsha, A" 2% % 470 AT 47 G ¥ woe AR S, A% EU 2
[e)

eeld 5 Ful & vEA NgCl,  BOH S0l BAE, 75 un s AP 2
e AP BR-A2/E gl Az, A NE AFgdtel o7

A Jaks @Asklt. da Al obd® 38w dAEIY. Ax e T 6

o
AL
BN
>,
off M fE
Ey
B
=
0Q
=
s
(@]
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[0182]

[0183]

[0184]

[0185]
[0186]

[0187]

[0188]

[0189]
[0190]
[0191]

[0192]

[0193]

[0194]

[0195]

[0196]

[0197]

[0198]
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& WA oo Argadt,

Al

HAE Az A AP 2A% ) E 10 AN, BHE UCL - B0 A 2Y L B ) B

20 7hA gt

[E19] & 2¥He) G419 44z S4¥ PSDE &= 39 SHo= JhA Y.

E 1.2 e we FR-HxE MeCl-ol®hs YA Alx =3

Ne ?‘?J:FL Ne HH%?‘ == ‘?l]lx'ﬂ S 5]
Nz | ew ke |pn | swaw | WEAHATNE
[N Z
(4] [l r [ol/2]
IE 1 &3 87 249 4o 20 Bl
1EZ ik s 180 1.6 Bl

Hlme] 1 2 2(CE1 € CE2)

o2, =4 53] &9 370 A W09/221705 Zo] wel 3)d EHF7]|E AMESs EF-Z2AS V&S 59
Azw 2709 Zoldk MgCl, - EtOH EA AES A3, BF-2AA FA4 o]oA, AEdS T3] dxE
PEste], v FL 7] REE 2E BB 27 RS ST
2. MeCl, - BtOH ©H3] WZo] zd @ =4
a
AL Me(E2%) | EtoH(Z=%) (D50) 2 3 Hl
um

TR 12.3 18.2 70 0. 20 =

TR2 .1 55.2 72 0.13 =

CE1 10.0 59.3 o4 0.75 =T

CE2 10.1 59.0 10 0.73 =T
Zu] A=

B el dAld 3(IE3)

A EF =9 I/ A W02016/097193 Al Zo] E kel AAe 1o 7]
Azstg o, 2ol [E1oA A=xE 70 pme D50S zk= MgCl, - EtOH EAE A}

(M a-dolbElelo] SR F) LR P U A4 FoIAR AFEIAT
£ 0ee] AAld 4(1B4)

=7 53 &Y ¥/ Al W02016/097193 Al Zo] B ubme] AAle] 1o 7]&® Wi uwEl s
Azt o}, ZA 2004 AZzE 72 pme] D50 ZE= MgCly - EtOH @A ARS3ISIth.  A|zEol DTHFP

QESERE ERERIEEE S PEEE CRE NP L EIE E T s

=d Wyd o FuE
23}k, A ZEo] DIHFP

B aLe 3(CE3)

B30l 7]%% nlel 22 AFES A}gste] WS Alzsont, CBlol] wel $429 B¥-243 2 $437
A AAE T 7Y MgCl-olghs FAE FAZA ARSI

D

& 2ol dAfd 5(1E5)

[E29] 78 FAZ ALt T2hd F3 ZviE Az, ewd= w77k 42E 100 mL 2 ws
of ey HEZZ 2|24l nb)E F7Helth. 7)ol vl (2-Ad ) A EFU | E(0.57 g) & A&
Al algk el Zhgth. o] EFES -10CE WAAZY. AAE &do, -10TNA Rk gbell (10 L) F
A FA(3.36 g)o dEHS 580 AA HUFsITE. -10TeA 108 &< F71= ugks & o] EFES
gk skell 90l AA 110T7HA 7FE3kdtl. 110CAA F71=2 302 §, wiks 4l
9:11:} A NE Aol 0w A ASHAL(siphoned off), WEHT. 7] EEbg HE

, ©lojA o] EFES IOOLOM 30 &<t HPOWE} ol HAATIAL, FHHE Alo]HO
Tlc s AHE g o] WHESkaL, o]o]x] 80T elA n-FEH60 mL) o= 33] AlH &3

}_,

41
S
92
>
K
__>i’4/
I
=2
it
l\.Z
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[0199]

[0200]

[0201]
[0202]
[0203]
[0204]

[0205]

[0206]

[0207]
[0208]
[0209]

[0210]

[0211]

[0212]

[0213]

[0214]
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55 sl 60TolA A%AI, ololA] g Af-f5 B FHE FHSAT,

A

[E50] 7]l=€ npe} 22 Ax=s AHEstol SvjE Axsiglov, (Bl wet $449 25-243t ¢
A AAE Fall F5E 7 NeCl-olee FGAE A=A ARESelt.

i
b
)

2l TIE3 WlA] IE5 9 Hlate] CE3 B CE49] Zv 54L& 317] 3% 3 2 49 7jA gt}
=%

X -7 e} 1-Fe] FF5F

B wgo] AAd p-1E6 ¥ p-1E7 ¥ W&o p-CE5

E0)(8.5 ng) & 1-ATe] FEFANA APssc. Ea} 1T 5 (TE) S, 159) AL/TI BU1E 21 2%
A2 ABHA. T WEE ) ARl el 8 L WA-FE W5 Wl A

1l 3L WX -2=AY wh-S-7]e, 20Tl 55 mLe] 1-FelS F9skar, 200 rpmol A wHkslgich, oo, A7) it
&710ll, 1250 mLo] ZE¥E T mjARA RkETlel Zhekar, ojojA 4 ZIAI(0.75 bar)E ZHAG. 7] wE
2712 85CE 7tgstar, AEA(3.7 bar)S B o= HAET. A7) w87 =S 0.2 bard Igtow
SAEF3, WHF £EE 550 rpnlE Z7FAHTE. AV WS r)ef, Eu) ¥ ZEME 7t 100 mLe 2T}
A ZhCH(E ek TEA Aleololl 4= %9 ARd HE). AHHQ dEd FFe o8&, dA w&7] ¢S 38.3

barZ fFAskltt. @Al 2 LE W7IARCEA, 602 o T8-S ARG, F5E THAE TtawE

%= (fume hood) ol A

s

REREIE N TS

ut

e

v 9 F3F AIE st7] 7 3ol AAIg.
X2 2949 95 FF
H i o] AAe p-1E8 @ W)L p—CE6

Zuj(10.8 mg) & Z2IH G5 FoIA At Edtolo|d 71 E(TEA)S 2509 Al/Ti &M1& Zte =
S e ARgSElTE. tho]u| E A tho] Afo] 3 AA/Ti E¥E ZtE 9§ FoA=
ARgE . 7] "xlo] whel, 5 L wyk 0 E ZHolE w3y Yol £ w38 $851lt):

r_
mm
-
S

o
[N}

1
Loy
ol

zZu2/49 ok 0.9 nLe] EdoldddFrH(TEA) (I EZ(Witco) ZHE, 43 athE ALE), 95 FAA=
Aol ok 0.13 mLe] tlolAte|ZFmAE tho|wE Al A ZH(DCDS) (A (Wacker ) RH-ED (EAAE A%E) 2 30 mL9
n-HekS E3etal, 5% T WESAIHTE.  olojx], o] E3FE9 ARkS FI wkEUld vhekar, yH A duks

ok 20 mge] &vje} At F7IE 58 F, =vj/TEA 9% FoA|/n-dg £S5 A7 w37 713l
22(200 mmol) 2 1400 g9 Z2ZIAL A7 HkeT|d B, L5 & o 158 o £ 25(800)E 23

= =
. F% ewel =@ olF) FH A0E G0RoINL, olF BN FHAT WeI%

SR R LU

g A, wA F

—{m

= 8l S5 A s & 40 AA g
5
=4

F 3. odd S5 Svf 5 29 A
T Al FA | o Zoj 54 TR 54
AAldl | AAe] | g | A4
Ti Mg Fo A MFR: Tm ¢4
( (F%F%) | (F20) | (g/108) | (T) | (FFD)
=)
pCE5 | CEl 0.75 CE3 7.0 14.2 8.9 0.7 |123.8]| 3.7
p-1E6 1Bl | 0. 29 | T1E3 T4 11.3 3.0 147 | 1245| 4.6
p-IE7 1E2 0.13 1E4 7.5 12.1 6.6 1.26 | 125.4| 4.9
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[0215] &4 A 5 S 8l S5 A
=% | 'A | 84 [ =9 = 54 A 54
Arld] | AAE |~ | A6
Ti Mg T A MER2 BD x5
(| &30 | (FF% | (/108) | (e/n) (
F ) Z %)
p-CE6 | CEl | 0.75 | CE4 4.7 17.9 Tl 17.5 410 2.4
p-IE8 | 1E2 | 0.13 | 1IE5 2.5 13.6 | 10.1 na na na
[0216]
[0217] (5°) na - °]87F53H &+
=g
E91
3 2
z _.\gic
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