ZIHSd 10-2012-0120178

G (19) dgtl=53% (KR) (11) TAME  10-2012-0120178
» (12) N5 FH(A) (43) AL 201249112012
(561) FAES =7 (Int. Cl.) (71) 29
CO8F 10/02 (2006.01) CO8F 4/654 (2006.01) v A ojgEol A ¢
C08F 2/00 (2006.01) olgrzjo} 20124 Wby Hlo} HZZe A 25
(21) &9 s 10-2012-7016379 (72) w2}
(22) 2LLA(=AD) 2010312917 o ukalE) ~E] oy
AT g olgelo} ofo]-44123 Fe}e} v} Tl Huz
(85) Hd_%ﬂﬂﬂzcﬂx} 2012306922¢ 56
(86) = A=< PCT/EP2010/070010 At] H v gE
(87) %Zﬂ%ﬂ‘?ﬂi WO 2011/076669 oletg|o} o}o]-44100 bz} H]o} ofE A w1 W
=AFNLA 2011906930 B 319
(30) $-Aax4 (R A=)
10150409.0 2010101¥11¢ (74) gl
1537 (EPO) (EP) =359l 7 o}

61/284,680 200912¥23Y

A B 5

x

)= (US)

15 3}

(54) el W3 elgsravla-2 &

L
(57) & o

NgCl, B = B o=, dhu o]de] 3|==A71E et ®staa 225 A9E f7] sl=5A4] 33
A) & xFste= 1A FItERA, 371 dgE2 3] 384 MgCl,?(1,0),(A), (2] &, n & 0.6 WA 6 o]a
p = 0 WA 3 9 WeIeh) ol o Aojd =g A, 7] F7hES £ el s S 1 ©]3)
o] MAE 2 FHoRE A 0.15 ai/g o] oFA P & Za, &, p 7F 0 A A, (Pr) £ 0.3 an/g
oldel, A ¥-rHE



ZIHSd 10-2012-0120178

(72) =z ol E ¢t
BeE Hella ojgrz]o} ofe]-44100 #Hetel vlof FH2ER 101
01‘]%}?40} o}o]-44100 #|e}e} wlo} o@x whe] 61
/8
FYu Iy

ojgtg]o} o}o]-44044 wHgle} 2 FHARY Hlo} 21
o}z 1945 {M3




10-2012-0120178
0.6 WA 6 °]aL,

o

.

5

n

=

=

=Pk
==
5,

A
A

171 31812 MeCl,2(1:0),(A), (
28},

=
o

I Adeld &x=

o

918 ol <]

=2
=4

1

0 WA 3 ¢

1

537 ¥

L
o

=

ey

p

= 0.3 or

, (Pp)

o
Gy

3 (Py)

ar
[}

1 0.15 cn/g ©]73<] tF

o3

=

ol

A
A

01— )

o 1V WA VI

3T
ar

, "l n/p 7} 0.4 °]

o 2olA, (A) 7+ 38t ROH (
R

&

, TEdel 0.35 WA 1.5 ar/g o M9l 1A HobE.
3

ol Qle1A, p 7} 0 o]3, n ©] 0.7 YA 5
of 9lolA, R 7} olgel ;A RAbE

b

[e]
1

[e]

3

S,

AT 2
A% 3
AT 4
AT 5
A4 6
A8 7
AT 8
A7 9

Al 1l
Al 6

)
)

=
N
ajo

fretas

Nfo

,@

™

Elgte] 77}l

[
y Y

0 WA vy elaL;

[e]

L

ol 3kt Ti(R) Xy (A F, n

1-8 719 E+

A3 10

zel

~

=8
;@l
I

)
L

o

o
=

2ZAelaL, R

b
ik

5w

HEA, 37] LA

=

oA, "LA" QIA}7} 0.5

AR

o)

ol

1

3
er

=
3

&

o

EE A 10
F A Al 1

1
[e]

A7 11
A3 12

A9
Al 9



10-2012-0120178

ol

=

=

H

el
=)

[a o) .
h __ﬂ O ﬂ&
E ~ =) = A %o =t I
M o = % 5 T o N M ReTEBE . Tk . 1
g ik & ® W T T T R ERIy i oz D CRLY
™ 70 — _ = TR T el T I = omp oo B M
=0 R T o o e L ol 4n S ek T o N 2y T o N~
B o S N ] o K = &
5 e o N e ¥ o pXITTo 4wy Koo 7 G
= o N B o+ i e w2 TR o o = o
T ol ol foR e m@ - wwm ot o mn o N o T N S J
o oy oy RN o B R o P No 7 s e X} OE
iy - 4 T i =y ol <] B _ N
7 AT % _W e m#.a op © W|_| = OC, Wy M% O X0 T % = o X o
= < W Z o o ©F StxtaTe S d o T A
9/ i = i : v P T T T B B %o . o %
i B 5 % P x T e B w oo T E T N
%o = ? & = oo F AMM ® %Mﬂﬂ%%%%ﬂd bt s OF
oy S i — = T Rl _ My 2 W g . K e
j e ST o mo mLE ¥ aﬂu o 2 X o wrm K Ry o W mm 2o * W wm er T °
" = ~ o e o T K Sx¥ 23 TR T T y BT g oo do i
- o X g o o) i
a i o z A ET mm St N T S
L ~ " — s - :
i & - @ o pNg  EBpd wE ErgSced e 2 Rl
3 - ¥ o o g AR R N Tl T o
20 o A ) oF 70 a} ® & o= m do o) o = 2 N = =~ % =) o O
my Y
K s VM % W w W = %om e w| = W wﬁ - % mj ML_ mm o T o o ,HMM &
T = 2 g S g A T L = w g X 7= = X
e = = v - o TRE LT grerIE® T F do B oo M
o i S X B oo T o ® ot . =, . ot W e oy =, o
on < = o s o B Moo Lo MR AR o o i g
ol 2 by = ) Ho [FR | — T o B S R
P e w0 ® Nmmﬂ 2 dp F Mo_%ﬂmoruamoqol.v — mk ™o <
5 = G < PO m e T B S e A .
o = M s o N T kw0 Wom_ 3
i % < T B o B T P Le®h Txy » S AEDR
o E = W = o W o O e m W oo - B MR W Hw ol & GO TG i
~ —_— =t v o W — Ins
Hp ! o = ~ oo X T =W g D w T N X
- 3] el M oF Bﬂ- A= Tl T -~ m R W Mo @ = R M 5 rn N = x
Gl = B " o T TeE oMo 2ty W T LhERP R oy
Z.# — 50 OE HT A 1 ﬁo R = Zﬁ =0 Of ;ow_ B - ‘Ul = Mx_l
o o F ox ¥ * b M kT Lc(%%ﬂmxyﬁyﬂ%ﬂﬂ W R EE
i " ~ . = T A~ o a P . Mo~ B E o RO X R & F xS
0 o = o oo TE AT m gy L D #oE BT oxE
& - ok = s - o 2 WX o’ T i M ® ™ om N
N .o . TR T ppx B g Wy, FOHTERaw
) o ) a B o e ¢ o}
W _ T - I X s . Al o do o - W o N B~ A o
2 i, T bz Tpytripn *TEgiaba gy %
w ~ - % "o m = %0 = iy o R ] N
X = L i) o = W g T L % = A ooy 2 oop W o
o ? = <« 3 B S Wy A Rde ™M wm = TR T e ~ L N - L
T oA DA 2w X WAE — ol x&hmwm%@a@14ﬂ£¥ d o Sr W
- . Il S _ ™ Rodo  ® ®T %ngiw:]gi%m oz &
= W T owE o T Ao - ow ~ B W W R ~ o IF w B2 gz w
~ R T T M o I S 7o Fog o e o] = B R Yy
e R OT TN o® o= N o= AR =T ) T @ E o5 ®
) 0 ey o . — —_ 12 ™ w2 .
ure %o & ﬂ%_s_ﬂegdr% nHhoR g UU%HMM
el ) ) L e
2 X T RFD
s 5 — =
S S S S T = =
[ = S 8 S S S
[ S = S



[0008]

[0009]

[0010]

[0011]

[0012]

[0013]

[0014]

[0015]

[0016]

ZIHSd 10-2012-0120178

US 3,953,414 o= (i) dbH o 1yl 300 vlo]a2, wigAlsiAE 30 WA 180 wlo] 29 715 2Hs &
(ii) ©

F AEH E= =l &alld st Mg ddetol=, oS 53] &89 MeClL?6H,0 & &5sk= &l (i1) ©]o
A Mg "detel=e] Zhpdals datus AAs = TS Ng ddeol= 1 HO 4 = vwke] gro= gt

i g AASHE wAel o8 55
= Zug} We WD FRAE
B sl gk aeu, F3 #40] FRaA Qs 2 s,

w59 1§

79 HE e

oAl ¥ FHIL ThesAlE HUHARD Fol 7] SlE=A Setes e 54 vhed ddvtavie/E 7
A F7hEol, 53] olgs ERF AP A&l AdsH o= dYe SA4& #s oddd F¢AY Azl 4%
T T 24 2 FgE Fduety S e S RS AT 5 dde As sy

WS A7 G FAF g
S

7] B=EA FEE (A) 2 Eghsle 1A BAEEA, A7 3EEL 7] 3184 MgCl,?(H0),(A), (A F, n
0.6 YA 6 °]aL, p = = T2 H

& u} AstAE 0.7 WA 5.5, B vtEASAE 0.7 WA 4, £33 1 WA 3.5 9 Bl
7V npez &bt aAde vEgsAE 0.35 WA 1.5, 0% vlgasiAE 0.4

p 7} 0 230 AL, ol wiEASAE 0.1 WA 2.5, aFA3AIE 0.3 WA 2 ar/g o WA ¥whH, n &
0.6 WAl 2, vpFAs A= 0.8 WA 1.5 9 Hfola, tgad2 vl &shAE 0.15 WA 0.6 cn/g 9 HH oIt}
SHHE () & E3 2 7 o] I=EAVE R & o|AL x3 w By eglgs TR
e Aeg 5= 9l olg 3 ZY 3| =FA] 3R o= ZE, Y =FAHA, EYI==A Yz
ol

vletA s s SR (A) =, wta A s R 7F 1-12 A9 Ba 9= zbe bzl A|Zzol7] i oY g

Uzl RomyE AusE st R OH o dmezyE duft. o FolA, WY, oY, oizzu
9 A FRA A migrgath.  olde] 53] nlghsih, 58 aFE () Jh FmgRRE AusE A
-, " n/p & vhgAEHAIE 0.4 oot U v siAlE, A7) vl §ontp 7F 1o, v ol ubgd
QA 1o kel A% A,

o] B7kEE MeClnEtOH F-7Fe (A &, n 2 1 WA 6 §) & Ao 29dassiiA 59 vaid

dukx o g RBIMEOl &8 2% (100-130TC) o2l mwk A &lol AEsles, H7HE
—f— = Oﬂ

H|& shae] EASM S E AsrtadlEs e ER F5E 5 Y o] %

s w2A AGste], 78 g P FrHEe] 1stE o] gt A7) 7 FUrE AxE fg
F IYE o= So] USP 4,469,648, USP 4,399,054, = W098/44009 o Hiiwoe] it} T3}
(spherulization) & 93t ZEUE o] 87153 WHE o2 So] USP 5,100,849 2 4,829,034 o 7]A|g &3



10-2012-0120178

5

=

=

M

el

2 ZFaE u7zbA] 50 WA 150TC o] X0l A

o A ~d W_ o ™ ﬂwH o 00 on — .]y
F <+ y W i X F oW 5T oo }
) . F T Ep * Tug . BE o K B R
50 ‘_IQI el A o#a —_— o 0 4y AR " ) ~ o XT o) -
) B o W T oo g mwmPTgE Az s g G & T WO
o o T I B G = By T W )
o W = < % = a4 =o ojmﬁ T oS % A W g7 Bo B mﬂa = R
” CE T . P W ERgE g ® g W oT I e
0| i s q 0 = - X . N ﬂW o0 —~
o o 9 oxe et ~ o X o, W R0 o o = W ol o Mo = 7
op e T A ™ e LS oo SO Lo X B B
W2 O A s Aget 2o N iy Ea DR T -2
Gl - wo m ) M%.Vu ° TN RS Ew < 32 2 oy B2
= P - Y alpeia I S ° W= = 8 R A
s= L2 gy =t galk o o F _ - ) o PR
o X° ° m " S o+ = NP 2T oy o S my T o o TGS
e Mo * o I Lyﬂ SR I . R N Eley tLx oo BN
@l q o o ‘HQW N N 170 2 ﬂ[ m —_ = 2 o= wr J_,ML i, ny . HT N 11_.m oF H = i) Mo
. o o o = <0 m ali © B SR~ oR __ X < o iy S o o b ~ Ao
m : = A ale oy B o Y S ) T — M@ » T TR W W Ne
el oo X tE oo M P s T x A oo hE SO i : -
w e ~ = S=w W L oH TS o " O Wy uroAR W g oV
= T wp oS M of Bn Ly o = o N o o Ny Gl R - m B o N ~ ©°
= e R hOKE PRl R BOoE N w g F ° = D -
NG S m S X o e Mo T oo E S o o & Moo ol P = 0
= IF B = = o TR =T ﬂﬂ%@ihﬁ o M TS W© aﬂlimﬂ e T
o R -STI T g ME Te® wRFT oo F S e
X vz = = o — T
% o 5 F 4 SNE g W™ S Y o ot ° Al oy S " B H o oW
B P Moo jul g iy T > = ™ ]ﬂ_w o o0 = 0w R NN
=5 T o 3 2 bEE yo - gk T 8 i e ol
- . T A w%a W R % ERET PR Pale = =L LuPE Ce@w
. o _ = = = o o o oo X
=5 H ok T o il w & mum A 23R S &3 =2 FhEok Aa°RY
o o7 o oF Ay = 2 me ] =T o " olo el MoT % A K T G 1 < 5 N -
T m g W JARCH Mo B M- T ot ¥ x N e o= oy X L =
~ — = ~N N ny ol ~ o T oW — ~ o — Mo i
W w T KB { I S R =y o < T Ugsw BOM CIO X W E o
R X AR e = ] X .y Xy o ok 0 =T o o o
S S, G i T o w oo - o o op <o W RO o
o) H.t T N o) — — E.E — Fo) ﬂﬂ < = 3 = = o} — ‘ﬂﬂ o*ﬁ [~ =0 0
5o 2 T A H = = x N~ X JT Wy X T ~ e o B X AR erﬂ - xr " iy 3 o o <0 |14 M
ok MO oW ﬂw - o ™ F Mook = K o T mm o SRS} B o M:L_ s = woF it o Mo o A
— T N 5 ™ ~ b % o E w Tm® F AT E T of . HERF LT
X ooow R < o o X g = = w XN q do — o it ) o %o B
o i A o g YT R NP W T o Lo x o X = NN o 0 T
2AR - NoX Po= Ar o o © AN AOEF 2 o — | e
B, fr© g5 L AT oM F oAy Lo PRTR ios 0% sz 2T o4
PP%Merﬂ W F T B " R R oy B BB AT R gy o
.o B _ oo oy N o &= T oo QT o 1w W < Eogo NS o N
q ~ Wa k) OC =y 2 o ™~ | o — T ® N o ~ = ™ of (ST o ok X i o# o i
S o E® w7 I Mm B e e xoLC @ pounomo =g BE &
rogn Aj ~ i )i X — — A o it 5 jze) o — o o | —_
=T = " o w0 Lo T oo T o g o5 W ® W=t T L T =T g L TRON
X g o bR i E 9 T WoT R E g = B - Nogo_ Mo® OE K o oW o T & 4 o
ﬂqnwaﬁmji #Ho,moﬁ@% %On oo o El = B w L Mawﬂgmoﬂ
) ® o P h o R = n R, —~
SR ™ P — S RN - ® S - T W =W — K ® B AR OB = X
I S ToomEe ol = A mfﬂ@mﬁ ¥ EL T TR W M2 T
EE Wa ﬁ T m Ao WWU o LC ,MW zT HT T ‘ﬁl et _— R A,_ﬁh mo B ;&H . ﬂﬁ m_.a at _ OC E_ o s Lt o M ot
ol e o o R BROG oo XS e omEE S B ,_sﬁﬂqqﬁoﬂﬂ e Ny
4 x Ml o= e om) ) W 20 oI o B q o Adr o T K S o= = el 1l E iy it ~ ol =] = = 2
X Mo % oW e W T _ = 9 B o e 0 Nlo ~ e ik of Adr = = = B = Ho O o T X 2 M- W =
W R AR B Som A TR o, T e N (L N W T W X T R o
B oo B R OW % T —_ TN =T =) o W = N K B0 pa Do o =
R RS W TN i = 2T R Iy o Gl is ™ T T oY
X WS e T KoOW N ) o TE I
Do % AW oS8R W]JL.Wru Y
= = G R
= ) = —_
S 3 = Q S =
[ = S = o g o« - =
= o (o] (o] o~ —
S = o I I 0
= S S = o N
[[ = = S



10-2012-0120178

ol

=

=

M

prn
[=}

0 Wo - EL
= W X S M- o
MroEy % ok ﬂ.% g’ %ﬂ% H]
M%urm ﬂmm%,(agega wmo%ﬂ_£1
o T % w B T ol n ol @u ™ " K
W5 o - o= 2 oo o Y S ald
= o el c g & o p ®E W -2 o)
X Lo T T = e L L ™ W _L
o7 Lm ) ﬂ; ‘U| ¥ o o ‘;IOL ~a J =y ‘Ul < i ) ol
. ©° BT o ur 4 X ™ o T 70 |
=] o} KO = ™ = N q i i 1 = z_l b BN o oo
5 ) _5 o . AT _ o [np 3o 0
2 D S ) EE A o % R
B w e R e S e Lo ox B o ¥ o o - = 8 Ao
R o g muRva}év, I w1 g sl
5 il = wa ey e M.L o = 5 U )0 A o ) o " 3 I = =X
1w|7 = i — o~ W —_— A o9 AN ,% ot N w No o o5 on < ) X A "o ,,mﬂ
=T - N EF b ® T T R & R G
i — =K = T o= s T Mom i ﬁ m TS Ak G oW N o= )
R - T =g Sz xo,ua% ) w T4 @ 4w oo
S gc?)muf - ,fi:w g 2 wow & ! WS
) ogmagzg b ﬂ%m%ﬂ7,1Mﬂﬁ SR BE S
< o i W o 2R = L 2% i Sy ° oF W SR oW
LA R a,w@gﬂ%ww# g W T s mEEe
L B ~ i x 8 4= 2 nJ -
3 N F O m_ouAl\;u © Ho = s T ez L
o o o= B i o L WK -
D4 T 3 2Izi E R @y Toa g TEg T
< ° ! e = o M J o 3
S o ok B 7o o ° or pomop o UG A = S s e -
[ ﬂm TN oo S S ~ o Mo Mo e T
o) T A op o o CUNS Mo Jn I Bolo — = F N o
o X o oy ok Hy i = . N oV 2 n 1 =T T N : o N Ko
il zmn o o - o mr._ T " [ S W PRI = Wﬁ wu W e = 2 =T )
r 0 — ) o o - ' ! 0
7 o T %ﬂﬁrzﬂ%gmmgu&% wow e S mﬁ%ﬁmﬂw
R ° MR R — T o 2 i T J SO = 3
" o Ay E e = = T ‘w/e o= T R A ]1_ — N o _— o o
WOQE ° ﬂﬁﬂ?ﬂurko#oﬂ%%awaehz = Mo W - LT
=2 w o= 1 WE o = = ® 4 B @ o & Wﬁ s - W X s . 8
- — i o - ! R e —_
Judaozo %oﬁegﬂ%ﬂﬂw @ﬂﬂw_m ue&u_nEﬂ m%wm zﬂm% 7A1ﬂwﬂ&bﬁ
g wo M - T M7 Phom ¥ T oo R ao v U RGN iy
T oy Q g 7 O B O F W Ty XX * N o= = oI e
= o il ! o A gy . .%% W i) WL % - s_uf [ G o = [ o o) 2
Tew o gﬂw‘mammq%m; S LT T < E2
T m M o W W _wwo =R = o & O o i A T o =
g ® B3 ,mﬂ&owhmﬂﬂrgh Ty & o FL L T T T W 7 o
o B = T o) g ™ T ok W ~F w7 o N 5= o ° a o= TR
OM fo N 1 m_mo = 0 Z.L [ o oH 2 o HT Of S - < = ~
n oo JAs o op U oo M T > = o W =
— KW oy 4 2R o P oL 2 A 4 = 9 B o
R T o AT ﬂ_ﬂ%mﬂﬂ AR i - P oW g M
2T L8 AR B gl A N T2 f ¥ ) & o T 5 T
BT W(%mﬂ_)? W = T g o W ™ B N =E
< MM T 4 MR T = W > v T R N do o AR S T
B o= Ao WO o < x W wm LG L Tk B E ) < 3 e = mm N~ T Ol M% ol wwm
iny T T 0 — @ N o I~ ol T = © ' 0 o) = o X _ .
S E o T T Y %o M N & T 1w RS s T
W B o e, @ Sz O - T = STX v oa -
S o & lm_x%wem - g o = T <
S owowh vk L R i @ Moy I ® i 5 )
LW Mm g o ww . i = Bl qﬂ Mw mm Y
= e 2 & Njo Bo =) _.!, M Moo ~ T Ak
@ N - ™ I of w £ Cr
x - Mo ) M. - g =W
T 54 = 5oa K °
= oo = o T
< TR

[0029]
[0030]
[0031]
[0032]
[0033]
[0034]
[0035]
[0036]
[0037]
[0038]

Ry

A=
-

HAI

0

H]-%]-Z]

7| 2HE
o},



10-2012-0120178

5

=

=

b

e
[=)

| 3.4-T] o E 4] 1, 3,4,5-E8|HEA]

[e=]
=

a7

S

3, 4-t 5 A

Hhgr g

[0040]

o o S ITEPFERM S 5o X W B R .
70 B BR oo M TR L S T Ho B ™
w N FaL ko meX ST T L. EEETl )
o @ M oy S T T wv = o ot o} M A4r T NT T 7o
om o oo ! < 2 Mmoo _ oH S ) X T % = B! %0 wﬂ.o Hol %0 i
o LT I = wE -
o oy = Prlealaieg  aw T N )
e o oo Ltoox]kcwﬂ_ﬂumaeﬂu - iéo @ﬂwﬂﬂoﬁzv El
< 2 O XEE ST @O T o R oy al g T
< = T B oD i M i TR T X ~
= = = o il WmE S oy N M 70 = 3 NJo = =< 2y H o~ =)
o T, ED oF = = ™ o o K 7o m Wy 0N o g S
B oy F gl Mo @ W iy T -

Py =N _ o . TR S ~ o
 xm N O HYEHZIRERETE Ve ex WET oy =
Foomwa X IR PR gpgm me ag P By F 2
28 o o8 TRET oM B T < o Moo TR W S
T P2 TP F7T L m 2 M T T =
o ) T Rxm oo ®a - [ = o TER o T =

T N B ™ TR P =T G o) T o mE o= <
= R Y — SIS EN g
o O Nfo T T pn oo OE 5 - " o A AN e {] N T B o
N e ohw.. Ghbmd Tw G e L c3
s %4% ﬂ‘maanm»x,%mw%%k@% &Law ﬂuwwzmmwm7ﬂﬂ 3 P
pro =) 0 — 0 NI ! o oI oo —=
- T s o A No 10 ° o [
Tor A B ol o o T o N iy xo =) v U %0 =) =
— = N3 = — ol - o
P T33I Th,ofERREZ¥. IR gaEReEL. E
! — ) o A at i - _ A X N =
@ GwF FyrSwddgsn LT ¥ gmIeT,T w S
MWE o o~ 7 TROH,BEELA a XN TS T
T T g wEo PP FEFT Ly Fe FEF LW N e R 7o
oz ST T L Mop kW= 9 P bxwe oy S
— P ’ f N~ — —_
o o B Lnﬁ ARSI Mrm ﬂ_ d =) Aﬂ_ Wy jj o}/ z0 o o ot of zh o) N BE oo
rr mT E mEENTaoafy s - TR T
TR B RBE Y M T o) T m < ) 7O~
G s my ) X o — =@ 2 o X
L g T wEEmEA Ry T X S TE 5 o
’ oo ™o c o owe o= R P - o o ° R wrf ol T =) = ™ o
LEOP o 4 o 2 BT IS A O LN SR
7 K L BERERE LN _n % o Mo T oo T N 3 ¥ e B
T N T NP vl g T o M
w2 oo R - woON Njo %o o O K N o T
T o - W S CIE D a z i
o W = e =R E e I o 5 Soo @ o 2 A
o S ox ° LT o T = = %:ﬂ o S ° R
N oML o 2K = e : oy ~ B
o ® K MNP rEs P moo W 2o Mo My o N
o#a ‘% —_ ~— OEN_.U‘I = — Tm — o = =~ = =~ N0 e
5 1 Al A Y T N e 3 © o oK - Moo A B XM RO B o T o) ]
I T L . T TR Y kS
FoBog o ow TERRE D T ® P o7 =R T I )
= T o= o+ oM Sy e mK o _ XM R o)
T w N T =T I I n B T (CAY i
N TR ) T KM og oA T o woFT PT I o T ™
~¥ T m . R - A B W PRwREBERLISL o oo O
T T 2 ny ok = o e T M o5 = e N o H ™
FoaoR WO e 4T BT M T B T ol RO RN RN A
Mo X o B T FTHWEETH AN NT wrode A W I E R K de TR O MR % Y
= = = T o < = ¥ 5 T = o
< < < < <t < < ¥ T © v n
(=] (=] (=] (=] (=] (=] (=] (=3 (=] (=] (=] (=]
S, S, S, S S S S S S S = =

BEA

5
T

o]

5ol

9

F (<0.1 mm Hg)

]

L

Stal, 10 cm o] Fol= HA Aol FAIE Lol =2 w7hA

[e)

s} 44

mbar) o] AW BAHE HFA (274 3 mm) CD; (Carlo Erba)

Carlo Erba A}l "Porosimeter 2000 series"

[0053]
[0054]



[0055]

[0056]
[0057]
[0058]

[0059]

[0060]

[0061]

[0062]

[0063]

[0064]

ZIHSd 10-2012-0120178
& A Fzol AAATE BEE T F, 72 SEHS 140 keg/af 7HH] AR AR FIHA
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AAld 2 - 0.48EtOH?1.15H,07MgCl, &HE A=

o)

T2l EgE MgCl,0.48+EtOH?1. 151,072 &2 vlola2 MES 317] wWiel uwel AZ33ict. P
A8, 45,6 pm o] F+ AVE Ze A FUMES FESFES wi 23S AT AN Aozt AL AAld 1
of 71A1HE ule} o] AxHE % vlo]TZEFIE MgCl,?2.8CH00 & A3} o]F 7] FUHES 30
WA 130C 9 F7sle exdA 94 gdmesto] Fgstal, EtOH=24,2wt%, H20=3.2wt%. A3tat2ulE =
72,6wt%h o] 3}e A EEE wirtA] Ah SEANA AAEGIT. FE59 AAA (500 g) & 53
2 Rkg7] F owA B g 18 7bE Alz®lo] " 656 mm A4 FE A fFEF eI
FaE 1300 1/h o) AA= gEsbstar, AL A 40T 744 5
Az F 9hg AZE E)F FAIE AWG AR ¥, °F 0.14 ml/
A%s H S WET)e A3 "okl
gl W= AR FFekal, 46-48T olatE 7% vy FEVIEA FE53

= \lE ofzfoll A

Sw ottt
. 271 ¢85 &, A
Al71a v E AT (490 g). 38l B8 17.4% Mg, 14.8% 2, 15.7%Et0OH 2 3}7] F4

B>

1=

» &
H ol 3L A
o Fa &

e g o> 2o
o go o 2

z
olo

2
iy

S

ol
=

2 rjo fo N XN
e
o o
N
= vo
ol
- L

2L
ﬁ —_>|4—'4, 0&1‘4 oL

oy

f
o N N T

Moo

v

o5



[0065]

[0066]

[0067]

[0068]

[0069]

[0070]

[0071]

[0072]

SIHE35 10-2012-0120178
tebdith: 0.48 EtOH?1. 15H,07MgCl,. HE 2RO (.52 aifg o FEAS UEY
AAe] 3 - 1.17Et0H?1.02H07MgCl, &HE A=

T8 Egd 1.17«Et0H?1.02xH207MgCl, 2HEo] MES &17] Wil whal A28k}, AdS Y3, 73,4
m 9 Bt AVE Ze A BAES FEIEE an 20S
A=)

uie} Fo] AxH U vlo] AZEFAE MgCl,72.8CH;0
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© 1080 1/h oAl frgststar, A2elA 45C 744 4 & el 7F2A1%
ml/% (8,5 ml/h) o] &7 £EZ Zevs, 443 #9154 d5 Fzd o3
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T3 1.07H0MgCl, ZEo] MES 37 Wl we Al x38H3i). AP fall, 44 m o] B AVE 2=
A FIHES FESES wyh 20& 243 AN 2o|7h dar AAlel 1 o] Z1AlE npeb RFo] Alxd 2 nf
o] A 2B A E MgCl,72.8CH00 & A&}, o]F o]ldA #5H RIIES 30 WA 130T o TUlEE &
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AN AAEHA T dek 55, 500 g 9 7] EFE Al 2 o 71AlE vke} 22 65
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T3 & A e 2 Z=7E A 12 A7 28 3 AAe 1 o 719 nkel o] Az 100
g 9 H]-3=olE NgCl, #&ES 3.6H07MgCl, 9 =4 2 0.533 ai/g o T3S 2 113.2 g o 73 AA

Hlae] 7

T8 2+1,07MgCl, ZHE MZS [SP3,953,414 o] AAd] 1 o wel AFE 57 MgCl,.6H0 9 S8 U 250
o) A=kl g SHSRE 0.21 ai/g o AH}E =S

HlaLe 8

Aot B URE FIHES USP 4,399,054 9o AAle] 2 o Z]AE el w2k, 10000 RPM thAl 2000
RPM el A 2Fefate] Al za3itt. o 3 &9 42& 9 3.1th © KO0 & ek FUHES F 70 m o H
o A71E 7HAH 3}8k4] 0,8+EtOH?0.2+H07MgCl, 2 2t H7b=o] =23 wj7h#] 50-150C ¢ &% W9
of A4, A& 2EH oA BES d Ad H&egint.
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S sb7] dwrE dapel wheh AAje) 1-6 B H]ale] 8 oA F5E Hpeh 2
Fske] Az

B 7F A 2 1 frEl s W] dlell, 0T oA 1.0 L 9 TiCly 2 0.8 mol/L 9] F Folx 947] F=7F
A ded 79 AAAY Fe WA =gttt AAE 135C 2 150 2ol AA spdetm, 4 =
A& F7F 4.5h Ft ARG SR %—%6}1 30 & F AFE nARFH s 013‘? o
A (1.01) 229 6 3] AAS FHeQP 1, C oA, 4 3= Aed A A}, o

T oM AF sl A2 F, AF FEad LAE 356kl £4 53 v 54& % 1 o Bad,

El

o
ofy
Do
ot
(e
N
O

W7 ATE 2 1 S22 w7 el 0C oA 1.0 L ¢ TiCl, 2 0.8 mol/L ¢ & Fo|~ ol7] Ex7}
Hied 43 18 XA F& AHE =Y. AAE 135C = 150 ¥ol] A 7tdsia, A7) =
A& F7F 4.5h 5 FAAF MRS TSR 30 F e nAZRE 2YEgl

AAE TiCl, (1.0L) & ey W= 2dsla, 4358 &88S 130T 2 1 AlZF %9 /1A A, SES
wWykS FEEka, 30 & Foll, S wiEAIAT. o]F Tz AL (1.0L) 079 6 3 MAS sk,
1% 2 8% 60T M, 4 B AolA ANFGTE. ok 50T oMo AF Fel A% F, Af FEH
BAE slgsha Rajegith Zu) 54 ¥ 1 o] Budn
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F 1?50 Ax 2 24

Ne asE Ti Mg cl EtOH | S0
;Eifulg#tnmé Saiﬁ}g# u?"; W% | W% | Wit% | Wi% | Wi%
1 8 10.8 16.6 63.4 <0.1 1.7
1 9 4.9 20.3 70.1 <0.1 13
2 8 11.0 15.4 61.2 <0.1 3.5
2 9 59 18.9 70.4 <0.1 1.9
3 8 12.6 13.3 59.9 <0.1 7.8
3 9 7.4 16.4 65.0 <0.1 57
4 8 6.4 20.6 67.7 <0.1 0.6
4 9 2.6 22.8 71.2 <0.1 0.4
5 8 18.8 10.1 55.8 <0.1 3.9
5 9 7.0 17.9 65.4 <0.1 33
6 8 15.8 12.3 59.6 <0.1 3.7
Hmol 8 8 7.6 17.7 66.6 <0.1 1.9
AAd 11
A &F A EdE A gl 53 (HDPE): ARk A4}
ol A ZAE vlet ol S5 Zvje]l AA MEE 3] WAk me} o™ FF AANA AHHS
=
70C oA N, 2E® &ol] &7]% 4 e 2glgs 28 QEZHolH Yo, 1600 cc o ¥4 A4, 0.08 g
o 73 Fuj % 0.3 g 9o EFolAFEEFE (Tiba) & =H3Ath AAE wytelal, 75C = 714
T, 7 bar o Hy @ 7 bar 9] CH, & &F3tict TS G4FE A FAAN Ad oA FFS
2 AR A&tk Zg A, WS BYAT L, LES 30T 2 ZsHA AT Fd9 s3AE 4

al 8§ A &de] A "l 3 (HDPE): dwha] Hap

olA AR e 7)AE ule} o] FEH
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T8 Fvl 2 0.5 ¢ o EgelEddFrlE (Tea) & =YsAtt. AAE wdkelar, 8T = 7pds 3,
bar 9] H2 E}l 3 bar -04 Cqu % %L ?

2 2
A &8kt FTEA, W37 A7IA, EE 30T &2 ASAI AT FHE FHAE A4 5F

Sk 70T oA AE=AZ.
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[0098] FER AWE ¥ 2 o Rud)
[0099] x 2 5% A9
e nEE | A28 ) awe | Mie | vip | MIF | BDP
el B %}iﬁ%ﬁ%%}%%’a%‘ gz | w100 | g100 | g100 | grec
1 8 1 4800 | 0.27 15 | 225 | 0340
12 2900 | 39.0 - — | 0387
1 9 1 9100 | 030 1.6 | 230 | 0325
12 3000 | 64.0 - — | 0394
2 8 1 9000 02 1.1 232 | 0.408
1 3300 | 43.0 - — | 0345
2 9 1 10600 | 0.50 23 | BT | 0374
12 5600 | 48.0 - —~ | 0276
3 8 11 4900 | 0.55 25 | 1 1 0336
12 1700 | 55.0 - — | 0320
3 9 1 7300 1.0 42 | 994 | 0318
i 1400 | 1110 | - ~ | 0332
4 8 1 8500 | 0.23 14 | 222 | 0374
12 2500 53 - —~ | 0318
4 9 1 9600 | 0.10 | 040 | 7® | 039
12 2400 | 70.0 - — | 0289
5 8 1 800 <0.1 | <0.1 L1 1 0330
12 700 16.0 - — | 0371
5 9 11 20600 | <0.1 | 036 | % | 03s2
13 3500 | 45.0 - — | 0323
6 8 1 1500 | <0.1 | <0.1 101 9306
12 1000 | 520 | - ~ | 0386
HIROI 8 8 13 5500 | 71.0 - — | mes
[0100]
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