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) z.s]Lmﬂ% o K = <° iy E = = AF A W ow R
& — < % R o Ko Moo z — %%ﬂh oo X
S 2 — %mﬂ@:c}%ﬂmu =B g T X = < PR
S, S e~ 7EﬂﬂL‘eD_r‘_ %.ﬂabt o B ]%E Jlulo_awcul = dp
S s 8§ % o B %Gﬂ w@"oﬂ WW%HT - 7
S = 3 = o 1 u.fﬂwe %nmo]i T W
=, nAU.. on H.t‘_ﬂwlxoﬁ & o
S W ELWO
[ w _ )
S = =
=3 2 =
=) m —
S
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[0110]

[0111]

[0112]

[0113]

[0114]

[0115]

[0116]

[0117]

[0118]

[0119]

SSS0ol 10-1824747

gof "EFTE" % ol aelis, Aole] Fh AR, WA Ei AR EAZ oFo] Lalo sl g
A olRshs g glo] wAls: Aoz owHA gt Aol AL WA Aste], §of "EFe=S
ALgste] Belo] TR BE 2B 9 AN @t @ Aol Fohe] WA, waA E= HHEe 3
FANA olpshs F3 glo] £FF & drh. MR, §o] "2 BAHOE o]To"e 99 ALK I
A ASAolA Haie] BAAol Be ASS AgsnE Aol e AR WA wx 44E wAac. &
of "~ olfold'e TAHOR AARNAY AAUA e dole] AR, W E= A4 WA ol !
e g JAEA g @ Ao, Wuk ohel dole mfton Udd PN AFT

welold ALgHE ol "oldA-slA FHAE R FRe] T ddd wRA(FAIST BIA
5 UL /17w B EPAL, R sht o4 FEE FUPAT £IY F U FFAIG

=

o riz
o

ol

o

o —

=2
0]

ﬂﬁ s
ofo
2

"2)gE G Gl ol gl AjfE sk oo A YA E uE 7], o
% A3 AFREE,  HERAEFESE, A"
9_ 1,]1’:‘; /da] m o]l;_g] %z
A 5ol WA, EgZETendy

e

9

o & = o o
fu
>

= mm
fu
e
e, Y
ok
fu
o
o

offl

>

230°Cel A ASTM D 1238-01 Al3 ol u}

i) o
ox, Jo
ot
=
=S|
z
flo
4
il
iz}
=
N
B
ofy
o
2
ol
Q
Do
&
&
ol
ol
o
ll

oo

4 7HEEES)S, FAE L AN &3 7|aL, §HE 25CTE WAAZ Fo] Lo Foll= 749
T MEFo|TH(ASTM D5492-06°1 W THZ4 XS W), XS&= oh&9 2714 dxp & shvdl o 3%
(1) ¥l2==e(Viscotek) WH: S84 0.4 g2 130ColA 308 E¢F wkslHA 3434 20 mlol] &A1
olojA], &G 25CE WZtA7]aL, 308 & B84 TIA 2SS G2 AAGTG. 1.0 m/Eo=

[e]

ar L
THF ©]54S 2t B8 ViscoGEL H-100-3078 Z§S AR-8-3}4 AMH oqurou 3E FY T¥A 24 9
3 BAGT. ZHS 45T Asste F A, ARl 9 28 AE7E e vlaay 2d 302 EE
A&7 ool AZLBANY. 7171 BALS HlAAE PolyCAL™ Z2|~Hd =2 FA8t. (2) NR
W wE 235 WE 5.539,30900 714 whel 2SI NIR HPHS ALEEle] XSE EAEn . Ay B3 Ax2
o] Fag A&, oy BE SR 54 ASIM el ois) BAwr

gEAts AP 3 [Zeichner GR, Patel PD (1981) "A comprehensive Study of Polypropylene Melt

Rheology”, Proc. of the 2 World Congress of Chemical Eng., Montreal, Canadaldl W WS Apgate],
TA QIAEFH=(TA Instruments)ol 2ola] #Ax" 53 Aol T4 EFZHAAL AR-G2 vedd <o)
A9, EIC 288 AF83te] 180T £ 0.1TolAM 25 Alojdit}, Atx 2 8o 93 Mo d3ts W
A ALE AEsle] 289 YWREE HA T, o g A4 25 me] & B ZHE AE FUE AES
o AEES 50 mm x 100 mm x 2 nm FEAR G5 JFIE. oo MEES $F wo] 19 ml FAHeR H
weta, e ZYolEe Fdd 2YEth. AR F9 T|EEA FERE (1) & 7 5:142:20 (ErEiR); (2)
2174 25 mm; (3) Awk 7HA: 149 mpolamuEl o}, & EHo|EL] 7]3EA F32E 25 mo] YT FHo|t).



[0120]

[0121]

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

[0126]

[0127]
[0128]
[0129]
[0130]
[0131]
[0132]

[0133]

[0134]

[0135]

[0136]
[0137]
[0138]
[0139]

[0140]

[0141]

[0142]
[0143]
[0144]
[0145]

[0146]

==35| 10-1824747

omn

A AR

(D 2 % Zde]
oA S Azt

(2) 25 2.5 mZ g3, AES 5F ZYolEQ] A 2H3T).

1 m
et
I
il
nj
il
=3
—
(@]
rlu:
2
>
—
(o}
(e]
a
ft
[N}
L
A
ol
o,
N
)
12
2
v
o
2
>
X,
>4
N
)
lo
118
o
P
ol
ol

(3) 2 &<t Brolge Azt

s IS
(5) 28 & A% 2L GEFoM AT 165 violARnH Ao A,
(6) #Ae Bagth FHYo] 0.05 FHOZ AT A5, A BES 2 L Beo|= A B A
SRy sdEd ols) AAw

(7) AR 2& A 149 vlo]maZnEe] Aok oz vt}
(8) &9 =784 AE

(i) 180ColA 58 FoF X«

Fab 29 (0scillatory Frequency Sweep) A&-& F83kc):

® AL

(ii) 34 628.3 r/s WA 0.1 r/s

(iii) ©vlelE] &5 Hj&: 5 EAE/HA A=,

(iv) ¥¥E: 10%

(9) Algo] $knwH, TA I=EFW =] o3 A de2A G5 dolE &4 TR o TmeH
EY2(Ge)E HEIT.

(10) PDI = 100,000 + Gc(Pa ©H91).

AF FHMpS AZ Y 7P 9893 A48 mole 2Xola, o|avEAd 9 3§ T3A AAHAEY =

olt}. TA Q100 Az} FAF AAZS AL&3le] S

Kol
W, AR HER 0T WA F o) 5U@ FR 15008 FAA7)E, 50T A 58 Bt &
7

GA7 2

A 1AL, 1.25TC/HEo 2 150TlA 180C=E 7FEA k. o]g3t mlxut Alo]F 2R E 71d A9 oA 7]
=49 A E ALt Z2H TpE SA 3.

Al A=k

(3) & Al=x:

30-G302H-18-CX &}ul4] ¢} A& 7] (Wabash Compression Molder)(30E)& AF&3F 1.5 gq Y ALY o4 A
20E © A

g (a) TFEL AR 282 Eok 230Col A 7Fhstar; (b) $A3 Lo 18 £k 0% grglow WZ
S AFsaL; (o) MES 45FR WZA7)aL, 208 bEo® 2% Fe AT AL (d) Z935 Y $U%
=719 4 BEow Aaste] 7 HFeta, BES FUsey] 9ste] @A (a) WA (0)E wHEd

(4) AL ZFPa=RY AL 248 AFsta(tEdsiA= 5 WA 8 mg), I+ LFvgE AE ol Hesr
AEL AT 28 W 7)7) A=/ AF S ol B, J1E S0 U9BE W WL Fev, o 4F
25 AMSSHE A, 219 Aol ME AAS A%, sAUE VAE dAgen

(i) dlel"g A4 AR
(ii) 80.00TC/HE o2 240.00C= &3
(iii) 1.00% =9t =&

(iv) 80.00C/®2o= 0.00C= 33

_16_



[0147]
[0148]
[0149]
[0150]
[0151]
[0152]

[0153]

[0154]
[0155]
[0156]

[0157]

[0158]
[0159]

[0160]

[0161]

[0162]

[0163]

[0164]

[0165]
[0166]

SS=S0ol 10-1824747

(vi) 80.00C/

r—{u:
HU
i
()]
o
o
o
3
fl
i)
ofl

(vii) 5.00% &

22
ojf
rfo

(viii) dHlolg AF: AA
(ix) 1.25C/H o= 180.00C= ¥
(x) W 4

(6) A4kt Tyt 2719] He] Aol e ZAHAY. e JEdonry e A& I, e ZdA
e Lol 2R FHe AR Fo E UE A4S 29y
olAl, al2A EATHoR Lo Aner} AFE Flolr)

<A A] o>
1. X33 ojn= o~y 29 34

ol el 2-Alo}y--2-0] AR E-4-HEHE -0 0| E L o8 2-A|o}=-2-0] A X 2 W -3-1 &l KLE| g o] E

\/°\”/\N RI, DBU, DMF \/Oﬁl
N

o

500-ml S vlet ZEkAdd 24 whby) Faz, o€ 2 Aloli-olAE|o]E(11.3 g, 0.1 mol) # F

DMF(120 ml)Z ZAA T}, WHE golo] T DNF(40 ml) F 1,8-TolxRIAZE[5.4.0] 86| ~-7-4

(DBU)(30.4 g, 0.2 mol, 1.0 B&)o &H& Arlsldit. H7F &5 F, EFES F719 Az Bk wvksls

o ZEAIE WEFoA WZAAZII, DMF(40 ml) 5 22=(0.2 mol, 1.0 =) &NS H7lsksict.
2 J

i
Ll
N,
Zl-"
ol

B = rlor m 2 —l>

Fes deew 4 43 el 1A
B muadn. £REE e 2, dod dd=z FEagn. g dds 258 F 2 Ar
2 ° T dtol FRAA 74

I
AFetaL, avkadle el AxAZT. o3 ¥, Fes sHsta, dRres 1
[e3]
AR

%% 67%; '"HNMR: & 4.24 (q, 2H, J =
7.0 Hz), 2.28 (heptat, 2H, J = 7.0 Hz) 1.30 (t, 3H, J = 7.0 Hz), 1.07 (d, 6H, J = 7.0 Hz), 1.01 (d,
6H, J= 6.5 Hz).

g 2-Alobre-g-o] ¥ E-4-r &

&,

Ef ol o] E

+& 88%; 'H NMR: § 4.26 (q, 2,
J=7.0 Hz), 1.82-1.90 (m, 4H), 1.63-1.70 (m, 2H), 1.34 (¢, 3H, J = 7.0 Hz), 1.04 (d, 6H, J =
6.0 Hz), 0.89 (d, 6H, J = 6.0 Hz).

2,2-0] X 3+¥l 3-ojH| T Z &

o]
OH NH
N\ 2
o >\ LiAlHg, o1 el 2 /THF
R; Rz >

Az S 1000ml 3-% BT dheh Fepadel A4 wwl, $57] L As 2U/E R, Lustd
a3t FrEYE0.14 WA 0.18 mol)= H7bgH $, ¥ THF(140 WA 180 m)E H7tetsiom, o7& THF
F 398 10N F2sATEdFos gAd & drk. wwetE B, e E(eF 200 nl) F Y 2-Alo}
wAhE Ao E BFE0.06 A 0.08 mol)S A& Hrbete] EFBE ok BF FHE fAMNAG. A



[0167]

[0168]
[0169]

[0170]
[0171]

[0172]
[0173]

[0174]
[0175]

[0176]
[0177]

[0178]

[0179]

SSS0ol 10-1824747

R F, ETES 3 B9 Adse] sl BRAAG. WA T, Ehaas 9ied 99
B 22 Wk, wAg} wAel | dd EFES wwsglt. o F, uAF 7o dH=z
AgaL, oFES FEHAL, IFES AT ol AXAA WA wA == 4 cdwq AHEL AYC

+%71%; 'H NMR: & 3.72
(s, 2H), 2.93 (s, 2H), 2.65 ( br.s, 3H), 1.97 (heptat, 2H, J = 8.8 Hz), 0.95 (d, 6H, J = 8.5 Hz), 0.94
(d, 6H, J=9.0 Hz).

2o} v e € -2-0] 4 - W -4- v & F Bk 12

o,

& 75%; 'H NMR: & 3.54
(s, 2H), 2.77 (s, 2H), 2.65 ( br.s, 3H), 1.58-1.70 (m, 2H), 1.21 (d, 2H, J = 7.0 Hz), 1.20 (d, 2H,
J=17.5¥Hz), 0.88 (d, 6H, J = 8.0 Hz), 0.87 (d, 6H, J= 8.5 Hz).

4-o}m] - Ek-2- &

i N Ni-Al, KOH, H,0
/

OH NH,

1000-mL E vl Zg2mE 3, 5-HuEo]HAFER(9.7 g, 0.1 mol) @ (200 ml)Z FHA R, o] &
1.0 M 4 28285200 nl) S H7Fsisich. Yza-Ld2ngy (11, 32 g, 0.2 mol)<S 1AZke] AA A
A Yol H RS, b ofF 2A1F Fof] ) kg EFES Aglo|E AoA oHslal, 1AE FUte] B
2 AFs. ARES ddd FRgel=R 13 FEITY. FE&9S W HO1E AHEEA7IaL, w5 A
ZAAT. AR M, 5.0 mD)S AFE Hrlstal, ERES WEHWd FRFo|Eg F2 S
il avgo R AxAFY. o F AES F

AE 9.0 g(87%)& Ao, o]AE 37| ofds) wb

'H NMR ( 270 1425 ¢ 1:1.3):
$ 4.10-4.18 (m, 1Ha), 3.95-4.00 (m, 1Hb), 3.37-3.41 (m, 1Ha), 3.00-3.05 (m, 1Hb), 2.63 (brs,
3Ha+3Hb), 1.42-1.55 (m, 2Ha+1Hb), 1.12-1.24 (m, 6Ha+7Hb).

ohstel oyl

ﬁ 539, CH,Cl, \Q\“/° ”“\’(@

250-ml T+ wle ZEAAE olu =4 (0.02 mol), HEW(0.04 mol, 1.0 BF) = HwEA FEo|=(50

mDZ FAAHG. ZH23E W5 AAA7 L, Nz F220]=(0.04 mol, 1.0 TH)E H7s3it).
T EZgaaE Hd2oZ JlAY|a, EFEES P mAssith. el 98] EUE EEte] whg-o]

AAFAS W, EFES vHd F2ol=R sMsta, &, ¥3 AUYRF, &, X3 FEUEF L o]

A DER AFERY. |98 Fqbulavg A dARA7a

ZA 25 A=t de] o FAste] FA od i WAl uA A PHES AT

1
H NMR dHlolElE gu|E4 (DCl;e ARE3Fd BF A (Brueker) 500 MHz T 400 MHz NMR E33=AA AoA o
S+ (ppm) .

71 gl o8 Alxd s g/®

fr

2%ke oln|= o xE|2E S B 1o AlF3Si).
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[0180]

¥ 1

olF = o) 282

e

EE

"HNMR (&=} 24 CDCL; (ppm T-4)

(1) 3~ =o}tw| .
2.2+

& 88%; 5 8.08 (d, 2H, J= 8.5 Hz), 8.85 (d, 2H, J= 8.0
Hz), 7.32-7.62 (m, 6H), 6.99 {t, 1H, /= 6.5 Hz), 4.23 (s,

Hulg==zg4 2H), 3.38 (d, 2H, J=6.5 Hz), 1.10 (s, 6H).

Zo|E

2)4- TE71% (T ol ZAA ] H-&-L 210 1)
2ol =l g o} A A 1: 37.96 (dd, 2H, J=10.5, 2.0 Hz), 7.68 (dd,

2-gd HlzdolE

SWelS
SRErS

2H,J =10.5, 1.5 Hz), 7.24-7.52 (m, 6H), 6.67 (m, 1H),
5.25-5.34 (m, 1H), 4.27-4.38 (m, 1H), 1.90-2.02 (m, 2H),
135 (d, 3H,J=17.5 Hz), 1.27 (d, 3H,J=7.5 Hz);

o)A A A 2: §8.05 (dd, 2H, J=10.5, 2.0 Hz), 7.81 (dd,
2H, J = 10.0, 2.0 Hz), 7.39-7.56 (m, 6H), 6.40 (d, 1H, J=
9.5 Hz), 5.22 (qt, 1H, J="7.5, 8.0 Hz), 4.28-4.40 (m, 1H),
2.12 (ddd, IH, J=1.5, 11.0, 17.5 Hz), 1.81 (ddd, 1H, J=
7.0,8.5,17.5 Hz), 1.44 (d, 3H, J=8.0 Hz), 1.29 (d, 3H, J
=85 Hz).

(3) 2- T8 68%; § 7.95 (dd, 2H, J= 10.0, 2.0 Hz), 7.67 (dd, 2H,

Azl = g) J=10.0,2.0 Hz), 7.30-7.55 (m, 6H), 6.63 (1, IH, J=6.5

2-0lAT 2R3 Hz), 4.38 (s, 2H), 3.57 (d, 2H, J = 7.5 Hz), 2.06 (heptat,

e 0 HN 2H, J = 8.5 Hz), 1.38-1.47 (m, 4H), 1.04 (d, 12H,J= 8.5

;EL 5 i Hz)

)2 =& 71%; 5 8.02 (d, 2H, J= 9.5 Hz), 7.76 (d, 2H, J=9.5

(azolu|=H | Hz), 7.39-7.60 (m, 6H), 6.84 (t, 1H, J="7.5 Hz), 4.30 (s,

2-0] AR 4 2H), 3.47 (d, 2H, J = 8.0 Hz), 1.84 (heptat, 2H, J=7.5

e o HN Hz), 1.38-1.47 (m, 4H), 0.96 (d, 12H, J = 8.0 Hz).

Hzd B 0 0

(5) 3-(4- F Pﬁ £ =& 86.5%; 5 8.08-8.15 (mn, 2H), 7.82-7.90 (m, 2H), 7.10-

EFezy=o} \Q\ﬁ w Y@ 7.18 (m, 4H), 6.95-7.03 (m, 1H), 4.22 (s, 2H), 3.35 (d, 2H,

v E)2,2- T 7 J= 8.0 Hz), 1.09 (s, 6H).

tug==g4.

SR 2MR

o] E

©) 4-(4- F F|&3% Fold2Ae d3d 29 V&2 F738

Efoay=e} YY 8,06 (dd, 2Ha, /= 5.5, 9.0 Hz), 7.99 (dd, 2Hb, J = 5.5, 8.5

o] E)Hlg-2-2 4- o HN Hz), 7.83 (dd, 2Ha, /= 5.5, 8.5 Hz), 7.6 (dd, 2Hb, =

T2 2z 8 5.5, 8.5 Hz), 7.01-7.15 (m, 4Ha+4Hb), 6.40 (d, 1Ha, J =

o= ¢} 9.0 Hz), 6.14 (d, 1Hb, J=9.0 Hz), 5.20-5.34 (m, {Hb),

- 5.18 (dt, 1Ha, J=6.5, 6.0 Hz), 4.23-4.36 (m, 1Ha + 1Hb),

2.02-2.12 (m, 1Ha + 1Hb), 1.958 (ddd, 1Hb, T = 4.0, 8.0,
15.0 Hz), 1.79 (ddd, 1Ha, J=5.5, 6.5, 14.0 Hz), 1.44 (d,
3Ha, J = 6.5 Hz), 1.41 (d, 3Hb, J = 6.5 Hz), 1.34 (d, 3Hb, J
=6.5 Hz), 1.28 (d, 3Ha, J=6.5 Ha).

(7 2-((a- =8 80%; 5 8.04 (dd, 2H, J= 8.5, 5.5 Hz), 7.76 (dd, 2H, J

SFe==o} F F | =85,55Hz2),7.12 (dd, 2H,J =8.5, 8.5 Hz), 7.09 (dd, 2H,

] %)W @)-2- J=18.0,9.0 Hz), 6.52 (t, {H, J= 6.0 Hz), 4.44 (5, 2H), 3.61

olAZ 2 g3 O HN (d, 2H, J= 6.0 Hz), 1.85 (heptat, 2H, /= 7.0 Hz), 1.10 (d,

s s T 6H, J=7.0 Hz), 1.09 (d, 6H, /= 7.0 Hz).

ZTzozWzd

o] E

(8) 2-((4- =& 64%; 5 8.04-8.08 (m, 2H), 7.80-7.83 (m, 2H), 7.09-

Z3ezy=o} 7.15 (m, 4H), 6.79 (1, 1H, J= 6.5 Hz), 4.31 (5, 2H), 3.45

5] =)Hg)-2- F: F | (d,2H,J= 6.5 Hz), 1.85 (heptat, 2H, J=6.5 Hz), 1.38-

o] A -4- o HNTKQ/ 1.46 (m, 4H), 0.99 (d, 12H, J=6.5 Hz).

e 4-

EZ=s929zo| o 0

oE
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[0181]
[0182]

[0183]

[0184]

[0185]

[0186]

SSS0ol 10-1824747

33E ety 'HNMR (E" 2 A CDCl; (ppm &)
9 3-(4- cl ci| 5% 80%; 8 8.00 (d, 2H, /= 11.0 Hz), 7.78 (d, 2H, /=
E22yR=o}n| \©\"« YQ/ 11.0 Hz), 7.45 (d, 2H, J= 11.0 Hz), 7.42 (d, 2H, /= 11.0
=)2,2- O HN Hz), 6.97 (t, 1H, J=8.0 Hz), 4.21 (s, 2H), 3.33 (d, 2H, J =
fugzay 4. z J 8.0 Hz), 1.08 (s, 6H).
F2 2= 0]
E
10) 2-((4- & 80%; 5 7.94 (d, 2H, J = 10.5 Hz), 7.68 (d, 2H, J =
Ez29=on | g o | 105 Hz), 7.42 (d, 2H, J = 10.5 Hz), 7.30 (d, 2H, J = 10.5
E)HE)-2. Hz), 6.51 (1, 1H, J= 6.5 Hz), 4.44 (s, 2H), 3.60 (d, 2H, J =
olAZEdg.a- O HN 8.0 Hz), 2.08 (heptat, 21, J = 8.8 Hz), 109 (d, 6H, /= 8.5
NYsda Hz), 1.08 (d, 6H, J = 8.5 Hz).
FRIZME )
=
(1) 2-{4- & 65%; 5797 (d, 2H, J = 8.5 Hz), 7.73 (d, 2H, /= 8.5
Z2 2y =0l ol Hz), 7.43 (d, 2H, J = 8.5 Hz), 741 (¢, 2H, J = 8,5 Hz),
)d ") Cl | 679 (1, 1H, J= 6.5 Hz), 431 (5, 2H), 3.44 (d, 2H, J = 6.5
o] AR 4- o HNW/@/ Hz), 1.85 (heptat, 2H, J = 6.0 Hz), 1.38-1.46 (m, 4H), 0.99
o= 4- (d, 12H, /= 7.0 Hz).
Fzauzdo ° °
E
(12) 2,2-t] o ©-3- & 56%; "H NMR: & 7.99 (d, 2H, J="17.5 Hz), 7.78 (d,
@- 2H,J=8.5 Hz), 7.25-7.29 (m, 4H), 7.00 (t, 1H, /= 6.5
g Hl=olu] ) Hz), 4.20 (s, 2H), 3.36 (d, 2H, J= 6.5 Hz), 2.72 (g, 2IL, J=
a4 O HN 7.5 Hz), 2.70 (q, 2H, J="7.5 Hz), 1.27 (t, 3H, J = 7.5 Hz),

26 (t, 3H, J="17.5 Hz), 1.08 (s, 6H).
Az el= 5 J 1.26 (t, 3H, J=".5 Hz), 1.08 (s, 6H)
(13) 3-(4- & 57%; '"H NMR: & 7.97 (d, 2H, J = 10.5 Hz), 7.76 (4,
By =olr|T). 2H, J =10.5 Hz), 7.22+7.26 (m, 4H), 6.96 (m, 1H), 4.20 (s,
2,2- |><| 2H), 3.36 (d, 2H, J=7.5 Hz), 2.68 (t, 2H, J= 9.5 Hz), 2.66
dog=zayg 4. O HN (t, 2H, J=9.5 Hz), 1.57-1.66 (m, 4H), 1.31-1.41 (m, 4H),
By Y=o E | I 111.2;; (s, 6H), 0.933 (t, 3H,J =9.0 Hz), 0.931 (t, 31, /=9.0

2. A& Az
A, dwrd Az dzak sy Aapdl wE FulE Azl s SHES e S FA4L IE 2B V)A)

}910h: M-1-A, M-1-EB-A, M-1-MPB-A, M-1-MPB-B, M-1-MPB-C 2 M-1-MPB-D.

A AFA(Ly] 5A3A Fe O]*J E 29 YEA FHE wE) 2 uF A% F
FH(bottom filtration)”} TH]E Zg=Fo| FH3s}
& Zgage =it EFES 115CE 7ldstal o] 2=
T AAE A, EF &) 60 mE A Mrteta, S b
S AES F Ak, o] FAHE 13 wEAT. o|i-S' 70
4 —E—E 1"1 AHsTE. Aol o) §uE AAT F, TAE N, +F

ol

Ny
)
n
)
o1
o
=
E]
=
tlo
N
X
2
=
r&
o
_|_,
| _&

#£ 2
AEd AT A T
MagTi-1 (M) 3.00g
Mg(OEt), (ME) 3.00 g
SHAC™ 310 (8) 2.00g
Mg(OCOEL), (MO) 144 g

MagTi-1(M)2 Ht YAk 2717} 50 vhol A= mEQ1, MgsTi(0Et)sCly(M]=r 53] #6,825,1465 2] AA|d] 19 ulg}
AzE Magli ATADQ 2SS 7IA = &% Mag/Ti AFAFT.  SHAC™ 310(S)=, vl=r 53] #6,825,146%
o] A 20 wel AxE fE AR FAARA od wiFo|o]ES A wlFo|oE-f (A U

3717} 27 vro] AR W EQl BenMag MEwl AFA)olw, 7] B35 HAAE Eo Fu=E A&k}, Mg(0COEL),

AAAE v B3 A5,652,31450] Ao 10] we AxHUTE. Aol AFu) x4B Z4zte] Hw s
E 36] AASAG. U FolAY WA (¢ BHOZREH BT Azl gl MAsAY. Frke] B4

flo alo

FySHA ATt
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[0187]

[0188]

[0189]

[0190]

SSS0ol 10-1824747

A 24
Sy | AEMATA | Asd s o9
Ti Wl zofol = R A2 A A

(%) %) (%)
DiBP* MagTi-1 M-DiBP 2.99 0 12,49
. MagTi-1 M-1 332 0.45 ks
SHAC™ 310 §-1 3.07 1.08 el

2 MagTi-1 M-2 327 0.53 u =%
3 MagTi-1 M-3 3.14 0.17 2.98
SHAC™ 310 §3 3.53 0.93 1.92

4 MagTi-1 M-4 3.19 0.18 8.80
SHAC™ 310 S-4 3.29 0.13 4.59

MagTi-1 M-5 3.38 0 ki

5 Mg(QEt), ME-5 3.09 0 ki
SHAC™ 310 $-5 3.00 0.39 %

p MagTi-1 M-6 3.01 0 ki
SHAC™ 310 S-6 3.12 0.59 i

MagTi-1 M-7 291 0 5.11

7 Mg(OEY), ME-7 425 0 4.13
SHAC™ 310 $7 3.25 0.62 5.33

MagTi-1' M-8 3.52 0 9.58

. Mg(OE),* ME-8 449 0 6.07
Mg(OCOE), MO-8 3.3 0 o

SHAC™ 310 S-8 2.72 0.58 772

MagTi-1 M-9 532 0 ks

9 Mg(OE), ME-9 5.22 0 ks
SHAC™ 310 $-9 2.81 2.89 LS

MagTi-1 M-10 3.47 0 1.58

10 Mg(OE), ME-10 3.98 0 5.43
SHAC™ 310 S-10 3.16 0.99 6.96

MagTi-1 M-11 3.97 0 1.80

11 Mg(OEt), ME-11 434 0 3.56
SHAC™ 310 S-11 2.72 0.37 6.97

12 MagTi-1 M-12 3.46 0 o &
SHAC™ 310 §-12 3.35 1.41 v %

3 MagTi-1 M-13 334 0 a)
SHAC™ 310 S-13 1.82 1.24 Gl

*DiBP = T] o] &5 & ZE-#| 0] E (W] d))

'2.59 g o) WA 7F A,
2173 g o] AFA I AEE

B. b ZulZ 918 Zu) Az Ax

M-1-A 2 M-1-EB 2 M-1-MPB-A: MagTi-1 4.3 ¢ 2 33E 1 0.8 g& 7|AA myt 2 viet o377 FuHjE S
230 ZAsch. TiCl,9 SZ2Z2HA(1/1 ¥39)9 £3F &) 60 mE Ze}~3d =3 3 EB 0.6 ml(M-
L= MPB 1.0 me(M-1-MPB-AS] A-$)E AFAE T3 H7lsde. EFES 115CE 7Fdsta o]
&Q FA8 250 rpme = ﬂﬂﬁ& F AAE ARPG. EF &1 60 mE oA Hrbetal, s
2o 308 EoF wutelm A 1—8—% Age & Agsgln. o] F4E 18] v, o)Ak~

&
& 70 mE ARESte], Aol nAE FH 2ZolA AHEAT. oAt o &ulE AAT F, AAE N,

O

M-1-MPB-B: MagTi-1 4.3 g& 7|AA Wt % uviet o3y} e)g 20 S48, TiClel 2294l
(1/1 ¥3D)e) % 0] 60 mE Zehado] EQaiith 28 F, WPB 0.8 mE AAAE Fal A7SAT
Kol

ThA] 28 3 MCB 27 ¢ = 33E 1 2.7 g9 |9 6.0 ;S EFdE Hs sl EFES 115CE 71dsta
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[0191]

[0192]

[0193]

[0194]

[0195]

[0196]

[0197]

SSS0ol 10-1824747

60+ &<t X3t 250 rpmO =yt
J 30% wot wtaha A W

(1/1 B3] &3 &1 60 mME Zexdd =
o] £x oA 608 ZoF 525 250 rpmOE ﬂ‘?}?} = oﬂxﬂ?— oﬂﬂﬁ“ﬁk =3 %u
=7

I 60 mts wAl H7HE i,
BHetE 1 0.6 g(10 =% MCB &4 o2)S Frbetal, w3 nhghAdt 2keA 30 §¢F ankslulr whe-&
AL § oAk, o $A4E, WPBE H7bshA] &2 As Aelstar, 13 wEdv.  o]&a-=8 70 mE Al

Sote], Aol nAE F9 SZolM AFHsIT. oIl osf SviE AAT §, LAE N, frEel o A=

A ZATE.

=
—
=
5
(o]
o
=
o
[0/}
=
o
W
w
[0je]
filo
N
é
FJ
)
e,
]
=
18
2
i
N
)
-4
=
At
k)
>4
H
2

FAsAe. TiCl,ok FE=EA
A CMPB 1.0 M2 AUAZ 2 Hr ey, EdEe
2t w250 rpmoZ wukek & AHE oyt 3 L) 6
LolA] 30 T wWElHEAl WSS Al&T

SHHE 1 2.7 go] &9 8.0 mE kst &

oA, o] A-2E 70 mE AL&Ete], o
s o o3 HAEAZAT.

_{
=
fo
?L
0
IS
=8
i
i
off
[
H
S
K
0,
&)
ot

115°C=2 7}g3sla o] &
S oA Hrtsta, ¢
60 mME A H7Esk 3 MCB 27 ¢ &
v‘il Tt RS A REES 741%'L %

i
=
i_r“
Gl
&
o
offt

3 243 93 9erE Zz29d 1375 g 2 %
A ol FAR FTHAIA, 62TE %aiﬂr EREE=EE E]Uﬂ%/\]%‘%(DCPDMS) 0.25 mmol& ©|ASE F
0.27 M EfogddZnE &4 7.2 nloll Y713t &, vdld 2d F 5.0 3% AFv &2 E HUed (A

) 3 01*1 20% S ou|EFe &, wgr|E F

Ag3le] o] &gy A ukg7)

o= oAt T A FoIA B A% ATAZRE ) A N FIANA Foh A5 R FUA 54

MFR

kbl AZ) s . AZ H; 3 g BD XS Ta
an | 434 ane amin) SO e | s | @ G | o | @
DiBP | MagTi-1 E-1%* M-DiBP 16.7 1500 28.6 344 0.40 2.5 298 | 481 [ 171.48
MagTi-1 E-2** M-1 16.7 4500 7.5 8.2 0.29 4.0 450 | 8.24 [ 17026
! SHAC™ 310 | E-3 S-1 167 3000 12.5 12.8 0.35 12 3.50% | 9.00 | 171.64
MagTi-1 E24%% M-12 16.7 13500 11.6 12.6 0.28 10.8 4.68 | 6.79 | 170.03
12 SHAC™ 310 | E-25 s-12 16.7 13500 24.0 252 0.37 6.8 329 | 693 | 171.54
MagTi-1 E-26** M-13 8.4 4500 16.0 18.1 0.28 24 401 | 642 | 170.88
3 SHAC™ 310 | E-27 S-13 8.4 4500 433 464 0.40 13 3.29 171.24
MagTi-1 E-10%* M-5 16.7 4500 6.2 7.1 0.35 8.1 502 | 7.81 | 17028

5 Mg(OEY), E-28%* ME-5 16.7 4500 72 8.8 0.27 14.8 6.09

SHAC™ 310 | E-11 S-5 16.7 4500 18.9 19.9 0.37 3.7 516 | 9.61 | 170.30
MagTi-1 E-18%* M-9 16.7 1500 55 5.7 0.29 12.7 974 | 6.98 | 169.03
9 Mg(OE), E-29%* ME-9 16.7 1500 74 7.6 0.19 124 941 | 593 | 17062
SHAC™ 310 | E-19 S9 8.4 4500 29.0 333 0.37 3.5 477 | 8.84 | 170.67
MagTi-1 E-6** M-3 16.7 13500 11.1 12.6 0.27 12.0 234 | 7.50 [ 171.32
3 SHAC™ 310 | E-7 S-3 16.7 13500 21.6 22.7 0.38 7.6 3.50 | 9.20 | 171.76
MagTi-1 E-14** M-7 16.7 1000 73 8.9 0.33 41 6.16 | 9.25 | 170.68
7 Mg(OE), E-30%% ME-7 16.7 1000 a7 53 0.22 25 558 | 6.71 | 170.56
SHAC™ 310 | E-15 S7 16.7 4500 25.1 30.5 0.39 1.0 367 | 921 |171.73
MagTi-1 E-20%% M-10 16.7 1500 6.3 7.6 0.34 3.7 6.15 | 927 | 169.90
10 Mg(OEY), E-31%* ME-10 16.7 1500 8.4 10.3 0.23 43 7.54 | 6.61 | 169.69
SHAC™ 310 | E-21 S-10 8.4 13500 324 343 0.38 5.0 287 | 8.66 | 171.56
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olF|E 22 YR AR FAA L ASe AFLAZRE ] R R FAANA Y Zof 5 R FHA 54
A
A A 5 - < u. X g BD MFR X
on | aod | 28 | amie |amdes| 0B | (5 | aaein | @e | iomn | oy || 6
SHAC™ 310 | E-9 S-4 16.7 13500 33.1 35.7 0.39 5.6 3.84 | 7.82|171.86
MagTi-1 E-16%* M-8 8.4 4500 226 24.7 0.34 1.7 564 |832]170.82
Mg(OEt), E-32% ME-8§ 8.4 4500 149 17.3 0.24 59 569 | 6.62|170.22
8 Mg(OCOE), | E-33** MO-8 8.4 4500 10.1 102 0.23 103.6 | 1033
SHAC™ 310 | E-17 S-8 8.4 13500 43.0 51.8 0.39 22 249 | 7.72 | 17144
MagTi-1 E-22%* M-11 16.7 1500 17 8.6 0.29 2.9 745 | 8.46 | 170.11
11 Mg(OE), E-35%% ME-11 16.7 1500 9.0 10.1 0.22 3.7 620 | 6.75 | 169.28
SHAC™ 310 | E-23 S-11 16.7 13500 344 374 0.37 3.1 1.58 |[7.02 | 171.93
MagTi-1 E-4** M-2 16.7 4500 28.3 32.0 0.33 3.5 337* | 5.69 [ 171.62
2 SHAC™ 310 | E-5 S-2 8.4 3000 2.7 44.1 0.41 2.0 3.87* | 5.89 | 171.58
MagTi-1 E-12%* M-6 8.4 1500 39.9 41.6 0.36 1.0 257 |5.73 17032
6 SHAC™ 310 | E-13 8-6 8.4 3000 46.5 477 04 1.6 227 | 54117141

*NMR B3] 23 XS

v vl BE

[0198] BD=23YE

[0199] o) ed o]

gho] =/oFAbol = HE(MagTi-1), vi2uld ol EARel=, &3} vlavlg o FAtol=

o}mn| =

SES06l 10-1824747

2Bl SRS R AFAST WA UT A4 FAAZA AgHsn:

a SERIOIE JdEe YUt 2 29942 sH€ARE EFAE kA &e

) e

A GATFHY)] Ao W&

2 Mg(OCOEt )= |t

[0200]

[0201]

) SHAC™ 310(BenMag H7-A)& HATAZA ALEE A9 =2
AT, v 4T FE Fgste ATA, dFE

S

f@l—/\g

=3

)

Qobg Hey

o
)
o
-
4%/
O

S} 24

L
.

TC =

olF| = dAHE WF AR FHA & A7tE UF FoiAe A9 2] 5 B

S8A 54

T A4
=

7(4

v E/EE S22

, SHAC™ 310, ¥ w}1d]

o FFNE TH

Aimic, | AzTicy | AsTicy, . . g4 | gy | MR o

B, = = Az y | 24 (ﬁ/)g- (elec) Eﬁﬁ()) @ | PP
IEDI M-1-A__ | E-36**| 165 | 038 | 93 [5.88]6.82
IED1 +EB M-1-EB-A | E37 | 256 | 038 | 5.6 |454]652
IEDI + MPB M-1-MPB-A | E-38 247 | 032 | 56 [453]6.68
IED] + MPB*** M-1-MPB-B | B39 | 290 | 040 | 42 [3.73]6.12
MPB IED1 M-1-MPB-C | E40 | 238 | 035 [ 31 [433]7.10
MPB IED1 M-1-MPB-D | E-41 22 | o031 ] 19 [3.81]754
*NMR ol 93k Xs
*% u]j;l_ A II
*** MPB & 737}oh_ 2~3 & ¥ IED1 & A7}6 9%
BD=33a3dx

HZ6
ofEl= | 2H 2 EF WR AR FAANN Z) A5 B FHA 54
A 1 TiCl, A 2Tic,, | A3 TiCl, N
5 B 2 5 & BD MFR | XS
ke |25 Chs 45| 2| @en | @romn | oo |21
EB | 1EDS8 | BC | IEDS | BC | IED 8

M-8-EB-A [060| 120 | 0 0 0 0 335 | 036 2.5 4.81 | 8.00
M-3-EB-B_ {060 | 0 0 [ 120 | 0 0 381 | 037 1.3 491 | 8.54
M-3-EB-C [060| 0 0 0 0o | 120 | 317 [ 038 22 497 | 8.81
M-$-EB-D |060] 040 | 0 | 040 | 0o | 040 | 398 | 033 1.7 4.61 | 8.48
M-8-EB-E | 060 | 1.20 [030| o 0 0 519 ] 035 2.5 3.93 | 732
M-$-EBF [060] 0 [030| 120 | 0 0 410 | 040 3.0 4.63 | 7.78
M-3-EB-G [060| 0 1030[ 0 0 | 120 | 351 | 0.4t 2.6 4.99 | 8.38
M-3-EB-H | 060 | 0.40 {030 040 [ 0 | 040 | 449 | 037 3.3 4.13 | 8.05
M-8-MPB-A | 078 | 1.20 | 0 0 0 0 542 | 035 25 3.82 | 7.62
M-8-MPB-B | 078 0 0 [ 120 | 0 0 492 | 035 17 2.96 | 7.22
M-8-MPB-C | 078 | 0 0 0 0 | 120 | 375 | 035 1.8 2.85 | 7.86
M-$-MPB-D [ 0.78 | 0.40 | 0 | 040 | 0 | 040 | 451 | 036 14 2.58 | 7.39

BC=WzY ERo|=
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]
1

o,

SEE D

(A8 1]
°F 0.5 TF% WA °F 10 TF%

[2AAF=] A9
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s

s

0.5 %% WA 10 %%
o

ok 5.0 WA <F 20.0

(Hur% 2]
(2o A1 F-3] A5
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