(194
(12)

(51) ., Int. Cl.

B01J 31/16 (2006.01)
B01J 31/00 (2006.01)
C11D 11/00 (2006.01)
C11D 3/16 (2006.01)

TNE3 10-2007-0004963

S =53 3 (KR)
FNEIFE(A)

(11) 3=
(43) ML=

10-2007-0004963
2007301€09¢

(2] =9¥ =% 10-2006-7023569

(22) =442 20061114 10¢
AT AA e
HAE Al =LAt 20061111410¢

(86) TAIEEHE PCT/EP2005/051732

A E=A LAt 200511044204

(87) = A& /A=
= AlE 7L A

WO 2005/105303
2005911410d

(30) 445 04101821.9 2004104929< +HE35H(EPO)EP)
(7)) &9 Aul 28 A E] An| s S A olE =

298 4057 vl S AEFA 141
(72) &g =} HZHEE EZ X

=9 79650 432 351¢ #u# 52

=2 ukg] A4

T o T-68130 HIHAEE2X ] Aek-A = dY 49

AHZFEE 7H

29~ A3-4125 @@ FHEF 23

(74) 9= A LR
AA A 7 F 26
(564) 34 B 9 AN AdFS 7] 9 HASASFEHY 4ol U3 Sz v 23 dy
gud =En v gdEgely Yug 2te 4 2 45
(57) 8.oF
2 ayge A 1, 53] A A 7AIE 7] S AA Z] FA dES W] 9 HE&A] 815HE e vkg-of st
v 24 vl g gy g d e HIAAﬂQEEIOW Yre s 2k F4 I8 o] o] B3k Ao, B oubyg o )
et Zul & E sk A mel g A4 witEol = ek Aol

RO

AT 1L



TNE3 10-2007-0004963

A el e A wlEHRel A T wkgol diak Ful A 8] B 1 ool B Fue §=
[LaMenXolY )

2 5ol A,

q=2z/(Ye] A3} o]az, &=

2 87 e ()

Ry, Ry, Ry, Ry, R5, R, Ry, Rg, Rg R Ryp& A2 SHA R 4 WX 8 e X 8hE C
3yl o} Alofis; B YER; -COOR,, ¥ -SO,R,, (o]W, R);< 7] =
C;=Co& & m A8 = 2 8he obd9d); -SR,y, ~SO,R, T -ORy, (oW RypyE 2H7h 24 B W)X 3 i 4

2l C,-C o2 B HIX 8 B X3 o= ); -NRy4R, 5 ~(C,-C2 A A)-NR 4R ;5 -N"R 4R R =i ~(C,-Cx2

p

ZA)-N"R 4Ry, R;50 “NR,)~(C,~Co 2 8)-NR 4R, i -N(C,~CyE A A)-NR 4R, 151 -N(R ,)~(C,~Cy L2 #)-

N*R;5Ry,Ry50 “NI(C,-Ca & @)-N"R 3R Ry5 150 -N(R;5)-N-R 3Ry, =E -N(Ry-)-N"R 3R, Ry501™,
ol Ry, = A7) A efgh vpe} o v

TC =

0T ]

d C,-Cp 27 s WA 3w A8 ofdo] AL, wis

AU

rr
r&%

ok

Rys @ Ry & o158 A2abs 22949 FAAA 2719 dlel2 QA4S 48 5 e vAS EE 89 5, 6- =
[eig

DR B



TNE3 10-2007-0004963

AT 2.

A 138kl gloI A, MeZF Mn(ID) 2/EE Fe(IDQ] €%

3T 3.

Al 13 Ex= Al 28l 9loj A, Lol &47] 81844 (3a) B/%= (3b)9] #tE=sd] &=

R’ R's
NN
. Gh Bl r
C/ =N N._=
(3a) (3b)
A Zo) A,
R C,-C,&3Al; 8|28 A 0] 1) 8 i3 97 27]6) 4] 3| =2 Aol ]3] %38 N-Ri- E= N,N-t]-C,-C, %o}

M B -NR 3R —(C =Ca @A @D)-NR 3R 43 -N(R ) —(C{-Ca AR -NR 3R, ~N[(C;-Ca A 7)-NR 3R 4 1o;
E= -N(Rp)-N-R 3R, o1, o] Ry = 7425 C-C, &4 H= HIA & dd = (42 7)ol A s|=FA ¢l ofef A
) N-Re- B NN-U-C-C, &z opr| -, N-#| dopr] - N-vpZgopu] - #d -, #]35A]- s XS A

Rig R Ry = A2 SHAOR o A& B 8|55 =280 C-C, &, A& o d B= 7] 7148 vhet o)
A gE oA, B

Ri3 2 Ry ol A= Aot FHAA Al X & £ 1 o)) WX 8 C,-C, 27 B/EE X3hd C,-C, 4

of o) Xty W Eed, YHd, delx, REZ2Y wi oAl ugE YAs, 53] v Ed, g, v e}

A, R2EY s opAlw aeeln, &

R'y 2R, AMZ FHH R F240 C -C U FAL 3| =54 47 27]el A 3| =5 A]¢ ojs) 2 &€ N-R=- E= NN-

1’4 C C40L7To]_u]_]_. = NRISRM’ (Cl C60L71 4)- R13R14’ N(Ru) (Cl C6OL7]‘§D—NR13R14;— [(Cl CGO]’?]
A)-NR 4Ry, 157 B -NR,)-N-R 4R, ©]#,

o = HIA S A = (2 Il A S| =F A o o]l 2] $hE) N-R e
C,-C, ot =, N-dd ot e, N-ypZeopn| - #d -, 554 - Hi= WYz e S A]o) ofsff x| ghel wdo]aL, &

o,
=
»EU
T
N
b
»—O
&
e
my
t

4>
B
=
s

o

E S =HA-A8E C,-C 3, MAG A i A7) 2 AH vt 2ol

p=
o
S
P
o,
N
_LHU
\

AnQAsl FAAA AAR w1 ool WA F C,-C, B/EE A8 C
o, o2, R2E e olAw ne S d4e, Se) 2R, 9, 99



TNE3 10-2007-0004963

A 13 WA Al 37 F o= 3 &l 3lofA, 1 o] sh7] 81ek4](3e) B/E= (3d)e] Mn(ID-ZH& o] AHEH = 8%

R R,
'
B . "B ,
N)O/ 3 I A\ N/&@/R;'
/N\I AN F
N|1n
X Y X v
(3c) (3d)

Aol 4,

RisE S| =5 v X 8 = 97 ]e) 4] 8 =% A0 ofs] X #E N-Bie- Ei= NN-t]-C -C, 2 A opn] w; = -
NR 4R, i —(C,=Co & @)-NR 4R, ;i “N(R;)~(C,-C, 2 #)-NR 4R, i -N[(C,~C, 27 @)-NR R, ], EE -N
(Rlz)_N_R13R14 ]1117

ol Ry, 424 C-C, 27 = 1A 8w d = (27 A7)0l A Sl =S A]el) o8 ) gH) N-Rie- Ei= N-t]-C,-
Cot 7o) e, N-sf dopu] -, N-UpZ Sopul e, -, o35 4] - S L} 8 Salo] o8] X &bl o do]ar, &

Ry 2 R,S AR 580 52 FRA; 3 SHA; 247 27004 8] =840 o8] X8 N-F - 2 NN-5]-C,-
CoZZobu i) T3 -NR 4R 5 —(C,~Co @D A-NR 4R, ;i ~N(R ) ~(C;-Co @A @) -NR 4R 3 ~N[(C,-C, 27 7l)-
NR; Ry, 153 B3 -N(R;)-N-R; 4Ry, olvl,

ol Ry, & 424 C,-C, o7 B

H| ] 8t L7)e A | =Z Ao o]sf 2] $kel) N-K - E= N-1]-C, -
C, ol -~ N-#ldo}r] =~ N-1}xgo

EAR
Ue-, Hd -, A e UZ P S A o o8] A ghe Fdolal,

Ris R Ry= M2 SHH R 54 WA S = S| =5 A -2k C-C, &4, nA& dld E= =3 ke o] A

—_

Ris % Ry, o158 A4S dash G444 0ABEAL 1 ol ge] M C,-C, 2 R/EE ABE C,-C,%
A 4 AGAAEAD ANAL, AAefY, 22T B AR 2215 I

e, meEd \

X+ F75 CI7: Brs HOO™; CH3COO™; HCOO™; B HO™ o] a; &=

Y CH,CO0™; HCOO™; ClO,7; BF, s PRy HSO, 3 HSO, ™ NO, ™5 F; CI; Br™ B3 17 9.



TNE3 10-2007-0004963

3T 5.

Al 43l LA,

A
rr
Ol

1EZA) WA 2 i b 7oA sl =FAlo] o e A3k N-Ele- B= NN-T-C -Co b o i) B -

NH,, o] iz

Ry @ R,S A2 SQA 0 540 CL 8 2%A; &7 A7]0)4 =2 A0 oa] 88 N-Rie- E NN-1-C,-C,

Aot ie;
— (CH)i N N—C.-C,g2a = —N N— C,-C, 24

X+ F75 CI7: Brs HOO™; CH5COO™; HCOO™; B HO™ o] aL; &=

Y= CH;COO™: HCOO™; CIO, s BF, 75 PF 7 HSO, ™3 HSO, s NO, s F7i CITs Br 2= 1T 9l &%=,

A 18w Al 28] JolA, 1 ol el 8] SEHA (109 74 48 SR AgH s S
[LaMenXolYq ).,

Aol A,

a=1z/(Ye] d3s}) o]aL, =

L' 8}7] speh2(2)




TNE3 10-2007-0004963

lo
AC)
e
r
2
K
o
£

Ry, Ry, RS, Ry, Rs, Rg, Ro, Ry, R9 RlOL MR 5YHOFE 54 v X e ﬂ:ﬁ;% C _C18OEL7E] T AR 3 = A
2hg o}l Alobie; 8l YER; ~COOR,, B ~SO4R,, (o]w], R, 7t =

Ci- Clgolf’a‘ B AlX] 8 = X8k obE]l); -SRyy, ~SO,R |y = -OR |, (O] W) Ry 242 74 B H A8 = A
il Cl—clgfg}él = WA G e A8 obd D) -NR 3Ry —(Cy - C6°‘7] )-NR, 3Ry, —N+R13R14R15; —(Cl—CG%L

N* R13R14R1r’ N[(Cl C6OL7] - N* R13R14er] N(Rlz) N- R13R14‘L‘— N(Rlz) N* R13R14R15 ]111

R13, R14 ‘;‘; R15’1L___“ /\:1&1_ 'E;:‘%]X—']I_Q_E ‘{[:./1\__ BE_E ]:]] ‘] :‘ BE_‘L___,_ il

o

1 C,-C g4 E MR & w2 ool AL}, Ei

Ao} FAAA F7he] SlHl 2 AAE G2 5 9l A F EE 5 5, 6-

o il
tlo
2
ih)
_0|L
rr
(i)
B

CheE A 87) Ry WA R o] 1ol 370 318 A, B R/ €9 shitel 484 0% A A 4 4FoE A2 94E
DRI
ATE.

A 63l 1A, 1 o/ 8t7] 34ek4](3'c) H/HE= (3'd)e] Mn(ID -2z o] A

ofo
i
rlr
of
H

1

5
NTON

R
I 1] 1 B L]
s R R'; \N R',
'\:C IA I
-~ = \ /

Mn

v o

(3'd)



37153 10-2007-0004963

—N  NH, —N  N—CH,CH,0H . —N N-CH
OH; -NHz;

3,

/T \+CH; /" \s+,CH,CH,OH /" \+,CH,CH,OH
TN M, TN M, ; TN MNeh,cHoH
—NCH,CH,N(CHy), i —NCH.CHN(CH),
+
CH, CH, ~NHCH,CH,N(CH;), -
+
—NHCH,CH,N(CHg), ; —N[CH,CH,N(CH3)sl, ; —NICH,CH,N(CH,),], ;
+
TN[CH,CH,CH,N(CH;) 1, == —N[CH,CH,CH,N(CH,)sl, Sk
R, 2R, & A2 g5
N NH —N N—CH,CH,OH .
H; Ci; -OH; -NH.; n__/
/N /~\4+,CH
—N N-CH, : — N °:
S ' \_/ CH,
+
/TR CHCH0H /T N\ CHCHOH - ey cn NeH,),
\_/ CHs ' N/ 2~y CH,
—l{\JCHZCHzN(CHQZ ;
+
CH, —NHCH,CH,N(CH,), - —NHCH,CH,N(CH;), -
+
—N[CH,CHN(CHy)l, : —NICH,CH,N(CH,)l, ; —NICH,CH,CHN(CH,),L,
+
= —N[CH,CH,CH,N(CH,),],
ol
ohek 27 Ry, Ry 2R, 9] 1 o]
NN O\ OO \QICHzc'*zOH _ —TCHZCHZQ(CHa),;
N\ / \CHs ’ \ / \CH3 ; \ / \CHZCHZOH ’ CHa

+ +
—NHCH,CH,N(CHy); : —NICH,CH,N(CHy)gl, %1 —NICH,CH,CH,N(CHy)],

o,
X3 F7; CI7: Br': HOO™: CH,COO™; HCOO™; 3= HO™ ©] aL; &
Y& CH,CO07; HCOO™; ClO, s BF, ™ PR, HSO, 73 HSO, 3 NO, ™ F73 CI7s Brm & T 9.,

3T 8.

Al 63l 2lol A, 8t7] stehA(3'c) B/%= (3'd) el 1 o]4e] Mn(ID-2F= o] AFEH = &5



R, R’
2N N/A
Rr ~ | R \ ] R’
3 = N = 7 R;
En | NS DR
S P =
Mn
X Y x Y
(3'c) (3'd)
Al %oﬂ /\1
R &
+
—NCH,CH,N(CH,); ; —NCH,CH,N(CH,), ;
f I +
OH; NH; O CH, —NHCH,CH,N(CHy); ;

—NHCH,CH,N(CH,), - —N[CH CHQN(CH:,,);,,]2 ; TN[CH,CH,N(CH,),], ;

—N[CH,CH,CH,N(CH,),l, == —N[c:H,!Ci-lz.c:Hzl:'J(CH3)3]2

o]aL,
R'5=
—N  NH. —N  N—CH,CH,OH . —N  N-CH, .
H; Cl; -OH; -NH,; ~/
/" \+,CH, /" \+,CH,CH,OH / \+,CH CHOH  _NCH,CHN (c;|-13)3
—N  N_. i — X ;
\_/ “CH, \__/ CH, N MNecucnon CH,
TNCH,CHN(CHy),
. .
CH, —NHCH,CH,N(CH,), ; —NHCH,CH,N(CH,), .
+
—NICH,CH,N(CH3)s], ; —NICH,CH,N(CH,),], : —N[CH,CH,CH,N(CH,),],
EE —N[CH,CH,CHACH),
ojH,
R'.&
—N  NH. —N N—CH,CH,0H . —N  N-CH, .
Cl; -OH; -NH_; N~/ p— p—
/\4,CH, /\u,CH,CH,0H /\&, CHCHOH e CHNCH,),
— N. i —N N. . —N N ;
CH, \ Mcn, \/ “CH,CH,0H CH,
TNCH,CH,N(CH,), ;
+
CH, —NHCH,CH,N(CH,), : —NHCH,CH,N(CH,),
+
—N[CH,CH,N(CH,);), ; —N[CH,CH,N(CH,),], : —NICH,CH,CH,N(CH,),],

“ +
ES —N[CH,CH,CH,N(CH,),],

INE

3] 10-2007-0004963



TNE3 10-2007-0004963

°]

H

chik A 87 R, LR, 9 1ol e

_N/ \ﬁ/CHa _ /"\«,CH,CH,0H / \+ CH,CHOH
\_/ cHy " TN Ny : TN MencnoH
+ + +
—'fCHzCHzN(CHa)a i TNHCHCHN(CH;); ;  —NICH,CH,N(CH,),l,
CH

3

Ex _N[CH2CH2CH2KI(CH3)3]2‘
ojH,
X+ F75 CI7: Brs HOO™; CH3COO ™ HCOO™; B3 HO™ o] a; &=

Y CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 75 HSO, 3 NO, ™5 F75 CI5; Br B2 1 9.

A+ 9.

Al 63 WA Al 83 = o] 1= 3k o)l oA, 1709] 4533t E B AR} EAEE 348142, (3'c) 2 (3'd)9) 32 o] &
A+% 10

A 63 WA Al 88 & o] = 3k ol oA, 2 T 379 4F8H AaYAT EAEE 3822, (3'c) 2 (3'd)9) 3%
B &%

AT 11

A 68 A A 108 F o= 3 dof] JojA, 4738 AaxUA7) 37 ag] A, B 2/EE CF9 dhte) Aoz A
%) ¢k A2, (3'c) 2D (3'd)e P 8%

AT 12

A1 WA Al L1 T o= 3 &l gloj A, Al mjehzol 471413 v ghzql &=,

AT% 13.

A 1ol glot A, A iRl AE A71AH MEE §E.

AT 14.



TNE3 10-2007-0004963

1 o]4e] at7] ghstal(1) 9] 3§tES x3ate 44 1WA 24 E:
z
[LaMenX:IYq )

2 5ol A,

q=2z/(Ye] A3} o]az, &=

2 87 e ()

Ry, Ry, Ry, Ry, R5, R, Ry, Rg, Rg R Ryp& A2 SHA R 4 WX 8 e X 8hE C
3yl o} Alofis; B YER; -COOR,, ¥ -SO,R,, (o]W, R);< 7] =
C;=Co& & m A8 = 2 8he obd9d); -SR,y, ~SO,R, T -ORy, (oW RypyE 2H7h 24 B W)X 3 i 4

2l C,-C o2 B HIX 8 B X3 o= ); -NRy4R, 5 ~(C,-C2 A A)-NR 4R ;5 -N"R 4R R =i ~(C,-Cx2

p

ZA)-N"R 4Ry, R;50 “NR,)~(C,~Co 2 8)-NR 4R, i -N(C,~CyE A A)-NR 4R, 151 -N(R ,)~(C,~Cy L2 #)-

N*R;5Ry,Ry50 “NI(C,-Ca & @)-N"R 3R Ry5 150 -N(R;5)-N-R 3Ry, =E -N(Ry-)-N"R 3R, Ry501™,
ol Ry, = A7) A efgh vpe} o v

TC =

0T ]

d C,-Cp 27 s WA 3w A8 ofdo] AL, wis

AU

rr
r&%

ok

Rys @ Ry & o158 A2abs 22949 FAAA 2719 dlel2 QA4S 48 5 e vAS EE 89 5, 6- =
[eig

DR B

_10_



TNE3 10-2007-0004963

3T% 15.

Al 14 9doIA, MeZF Mn(I) 2/5+= Fe(IDQ) 44 591 A4 A=

3T% 16.

Al 148 =5 A 153 oA, Lol &17] 3}82](3a) Z/EE (3b)9] glzt=9l A4 3w AlA A=

Z N N7,'N
. B i . : B R
RSN S R, R N Y e
AN NS =N N
(3a) (3b)

2ol A,

R.E c1 c;gi LS == A, alw i o] 7)ol A S| =S Ao o8] A FHE N-Rie- Ei N N- q C,-C, 2o}

e —N(RIZ)—N—RISRM o), o) Rlzt o c - cuogfg A Y e (21 xmow SRR A

) N-R- = NN-Y-C-C & opr| -, N- dopr| -, N-vp 2 opr] e - o d -, o] 354 - His G Z -S4
of ela x| gkl A o], &

o 15 AT £, A, A, ¥ D ER B oAl welE Gt o) 9 E, AT, 5102
A, BEEY i opAl g neeln,

Ry R R, = A2 SHACR $4 C-C AL 3| =54 & 71014 s =5 Aol o8] A &kd N-E1o- B N N-
0-C,-C & o] s T -NR 4Ry 5 ~(C;=Ca A )-NR 3R, 5 ~-N(R,,)-(C;-Cs & @)-NR; 4R, ,; -N[(C,-Cs &4
W)-NR 3R, 1,5 T -N(R)-N-Ry 3R, ©19,

Rig R Ry = ol5s A28 dadApel GAAM vAg = 1 o9 HX8 C,-C, &4 2/%= Aghd C-C, &4
of ofsf At v =eld, A, ], REZH = opAld LY E FAetH, 53] I EEd, vHed, e}
7, REEd s oAl ]9l

_11_



TNE3 10-2007-0004963

Al 147, A15F = Al 168 T o= & ol sloj A, 1 o] &47] 8144 (3c) B/HE= (3d)9] Mn(ID-#= o] A5 =
dd 3 A 2=

R R
-~
B . G
N X 3 = N X 7
r\I C | A N | lc
= N~ /N s
N|'In
X Y X Y
(3c) (3d)
)\1101]/\1
R'5e | = A] v A 8 = o ZE7]ol| A sl =5 A]of ofaf ] $kfl N-R - = N N-t]-C dZof| e = -

NR 4R, —(C,- Z"éf’a‘{)—NRuRM, “N(R,)~(C,~C, 7 @)-NR R, —N[(cl—czaa )—NR13R14]2; EE-N

2 471014 S = A0 o8] X ThE) N E= N-T]-C, -
d-, 2A- i g SA]o] o)) @ Hdo)x, &

Ris % Ry, E ol58 d4ste dadater FAAA vIA3 EE 1 o] 4] HIX3 C,-C, 244 9/%E= X348 C-C, 4%
o] o3 X3 W= d, vH Y, gtz REZY £ oA 1y E A, 53] 92, v Hd, 9
2, REZY Ei= opAld oy =

ol

Ry = R‘7% *ﬁ EPA R FA4 AR F =S A A7) A Sl EF Aol o A ehE N-Rle- Ei= NN-1-C -
CoZobu) iy = -NR 4R, 5 ~(C;=Co@Z@)-NR ;R s “NR5)—(C,-C, &2 :M)-NR 3R, ,;; -N[(C,-C, 2 A )~
NR13R14]2; T —N(Rlz)-N—RlsRM olH,

ol R, 2 C-C, 2 i n A3 ¥ d £ (D A7) A S =F A o] ofaf X 3E) N-E - 3= N-1]-C, -
CotZlotm e N-dotr]ie- N-vpZeopn| - s d - #5A]- = U2 gd S Ao ofsf x]ghe sl de]ar, &=

X+ F75 CI7: Brs HOO™; CH3COO ™ HCOO™; B HO™ o] aL; &=

Y= CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 7 HSO, 3 NOL ™5 F75 CI5; Br B2 1 9.

_12_



TNE3 10-2007-0004963

T% 18.

A 143}, A 153}, | 168 T A 178 Z o= 3k dhoj] glo]A],

R'si= 3| =5A] Bl A g = b7 7)ol A S| =5 Ao o8 2| hel N-K - Hi= N N-H-Cy-Cy @ ob] i) B
NH,, o] i
Ry R R,EME SHAOR 525 CL S| =54 & 7)ol M S| = Ao e A ghel N-Ee- B NN-1-C; -

ezl op] e

— (CHy)i N N—C-C, 2 == —N N— C,-C, a2
N ojm;

X+= F7; CI7: Bris HOO™: CH3COO™; HCOO™; B5= HO™ o] az; &

Y CH,CO0™; HCOO™; ClO, s BF, ™ PR, HSO, ™ HSO, 3 NOL ™ F75 CI% Br =1 91 48 %9 A4 245,

AT 19.
A 147 Ei= A 16% el 3lolA, 1 o)de] &47] ek (1)9] o< #= sheh=o] AFgs = 442 91 Ay =4 &

[L'MenXo Yy |

q=2z/(Ye] A3} olaz, &=

L'& 3}7] gke2(2Y)

_13_



TNE3 10-2007-0004963

Ry, Ry, Ry, Ry, R5, Rg, Ry, Rg, Rg B Ry A2 55402 524 A8 Bz A $he C-C @ == W A8 &=
9 obg; Aohie; F2A; YER; -COOR, ) EE ~SOR,, (olul, Ry & 27}

=
7V7 = =
C,-Cre2d E: H1 28 = X 2he obL); -SRyy, ~SO,R,, TE -OR,, (o] Ry E 217} S i 0|8 £ |

N* RisR14Ry55 N[(Cl C6OL7]@)_N R13R14R15]2? 'N(Rlz)'N‘R13R14 Lo 'N(Rlz)'N R13R14R15°]11],

ol W Ryt 7] Aol e} g

AU

Rlsy R14 2 erL ME EHAOFE 40 e v X8 B X8y Cl_clgoalf’al = u X3 w28y olo| A}, =

Ris % R, & o158 45k Aagash FAAA F7b) slee A28 33 5 Qi vA 8 EE 298 5-, 6- =

kb X371 Ry WAl Rypol 1 o732 371 aLe] A, B B/%E Co] afvtol] A A o2 AR & 4933td daxdaE

373 20.

A 198 el lol A, 1 o]7de] 847] 81ek4](3'c) B/H= (3'd)9] Mn(ID-#&o] Ab8-5 = 44

=5
ra
X
o2l
N
oX,
il

o

s
| NG
RS R'T RIB = \N RS R'7
h} C | A | I C
- = /N\Mn/N P
Y Y
(3'd)
HgeA,
151___‘:

_14_



37153 10-2007-0004963

—N  NH, —N  N—CH,CH,0H . —N N-CH
OH; -NHz;

3,

/T \+CH; /" \s+,CH,CH,OH /" \+,CH,CH,OH
TN M, TN M, ; TN MNeh,cHoH
—NCH,CH,N(CHy), i —NCH.CHN(CH),
+
CH, CH, ~NHCH,CH,N(CH;), -
+
—NHCH,CH,N(CHg), ; —N[CH,CH,N(CH3)sl, ; —NICH,CH,N(CH,),], ;
+
TN[CH,CH,CH,N(CH;) 1, == —N[CH,CH,CH,N(CH,)sl, Sk
R, 2R, & A2 g5
N NH —N N—CH,CH,OH .
H; Ci; -OH; -NH.; n__/
/N /~\4+,CH
—N N-CH, : — N °:
S ' \_/ CH,
+
/TR CHCH0H /T N\ CHCHOH - ey cn NeH,),
\_/ CHs ' N/ 2~y CH,
—l{\JCHZCHzN(CHQZ ;
+
CH, —NHCH,CH,N(CH,), - —NHCH,CH,N(CH;), -
+
—N[CH,CHN(CHy)l, : —NICH,CH,N(CH,)l, ; —NICH,CH,CHN(CH,),L,
+
= —N[CH,CH,CH,N(CH,),],
ol
ohek 27 Ry, Ry 2R, 9] 1 o]
NN O\ OO \QICHzc'*zOH _ —TCHZCHZQ(CHa),;
N\ / \CHs ’ \ / \CH3 ; \ / \CHZCHZOH ’ CHa

+ +
—NHCH,CH,N(CHy); : —NICH,CH,N(CHy)gl, %1 —NICH,CH,CH,N(CHy)],

o,
X3 F7; CI7: Br': HOO™: CH,COO™; HCOO™; 3= HO™ ©] aL; &
Y& CH,CO07; HCOO™; ClO, s BF, ™ PR, HSO, 73 HSO, 3 NO, ™ F73 CI7s Brm & T 9.,

AT% 2L

A 1936l QoiAl, 1 elabe] 817] 58H4(3'e) B/E = (3'0)2) Mn(D-2H5e] AL§5 = 54

=]

AR 22

_15_



R, R’
2N N/A
Rr ~ | R \ ] R’
3 = N = 7 R;
En | NS DR
S P =
Mn
X Y x Y
(3'c) (3'd)
Al %oﬂ /\1
R &
+
—NCH,CH,N(CH,); ; —NCH,CH,N(CH,), ;
f I +
OH; NH; O CH, —NHCH,CH,N(CHy); ;

—NHCH,CH,N(CH,), - —N[CH CHQN(CH:,,);,,]2 ; TN[CH,CH,N(CH,),], ;

—N[CH,CH,CH,N(CH,),l, == —N[c:H,!Ci-lz.c:Hzl:'J(CH3)3]2

o]aL,
R'5=
—N  NH. —N  N—CH,CH,OH . —N  N-CH, .
H; Cl; -OH; -NH,; ~/
/" \+,CH, /" \+,CH,CH,OH / \+,CH CHOH  _NCH,CHN (c;|-13)3
—N  N_. i — X ;
\_/ “CH, \__/ CH, N MNecucnon CH,
TNCH,CHN(CHy),
. .
CH, —NHCH,CH,N(CH,), ; —NHCH,CH,N(CH,), .
+
—NICH,CH,N(CH3)s], ; —NICH,CH,N(CH,),], : —N[CH,CH,CH,N(CH,),],
EE —N[CH,CH,CHACH),
ojH,
R'.&
—N  NH. —N N—CH,CH,0H . —N  N-CH, .
Cl; -OH; -NH_; N~/ p— p—
/\4,CH, /\u,CH,CH,0H /\&, CHCHOH e CHNCH,),
— N. i —N N. . —N N ;
CH, \ Mcn, \/ “CH,CH,0H CH,
TNCH,CH,N(CH,), ;
+
CH, —NHCH,CH,N(CH,), : —NHCH,CH,N(CH,),
+
—N[CH,CH,N(CH,);), ; —N[CH,CH,N(CH,),], : —NICH,CH,CH,N(CH,),],

“ +
ES —N[CH,CH,CH,N(CH,),],

_16_

INE

3] 10-2007-0004963



TNE3 10-2007-0004963

°]

H

chik A 87 R, LR, 9 1ol e

_N/ \ﬁ/CHa _ /\«,CH,CH,OH N/ \&-/CHzCHzOH ‘
“on, ¢ —N N.CH3 : \ / CH,CHOH ’
+ . + +
—'fCHzCHzN(CHa)a i TNHCHCHN(CH;); ;  —NICH,CH,N(CH,),l,
CH

3

Ex _N[CH2CH2CH2KI(CH3)3]2‘
ojH,
X+ F75 CI7: Brs HOO™; CH3COO ™ HCOO™; B3 HO™ o] a; &=

Y CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 75 HSO, 3 NO, ™5 F75 CI5; Br B2 1 9.

A7 22.

Al 198, Al20% == A 213 T o= & 3

=l o} A, 171¢] 45 3td A7t EAek= 318242, (3'c) B (3'd) 9]
spgrEo]l AbRH = Ad 2 Al 24 =

o
3o,

T% 23.

o
X0,

A 198}, 2203 Ei= 2] 218 F o= 3 dhol| gloj A, 2 = 379 433tE DAL EA) ek 3H8HA(2), (3'c) 2
(3'd)] sHrEo] AlgEE Ad B AH AL,

A7 24.

A 198, A208, A 218, A|223)F == A 238 T o] = & 3ol Qloj A, 433tE AL A 73] 28 A, B R/EE CE
o] Ftol ARA T AFE A 4L 532(2), (3'c) 2 (3'd)Q] 3§Eo] AHEHE AA BH A 24

T3 25.

Al 147 WA A 247 F o]= 3 Foll w2 A7A1H 24 =

T3 26.
Al 143 WA A 243 F o] = g Foll }E 2ps A7IAHT] 2=
g Al A

7] EE ok

_17_



TNE3 10-2007-0004963

B o A g, 53] 25 A7 A7 T HAl A 2 A28 TEhy] 93 WA 3o uk-go et =
w2 Hlavdyend B v o dEgol gte T o8 gtre] EFES 2t 5 U A5 &%
of 3k Aot & w3t o] ej gt vl 5 X3t A wHdl uig AA v Rl = 33k Zot).
W3 7&
F7] HE5A) 318%, 53] Batkstea @ 3EAUEF D B ER 358ty o] IAtE A WEE A o &
qE = A A FFES 25 2 g Bo] AsA| 2 QP 5ok AFEE o] gt} o]2] 3t B o] 34 gl A als}
g8 x| upg o} th2 o), o), el A H0, B aitdS AlEehe A9 o9 A4E 2U S
S5 A& TSk A 27 9 80T o) RmdAot) o W 250X 7] H&A] 85E 9] 4hslag2
29 1 A skA| o] Fobo o&) AL 5 glom, o] 95y E}TA o] Edof 7)Ao gt} o] 52 53] N-
2 O-o}d BEF EH2HE A8 35 E, dAd 2oty Gt o, 53] HEetopAEo g Aol o}
Aty F2]E9-49, 53] HEGoHEZ 9, N-o}a gy s|dEQ, S| =g =, EgolE, sl =2 E oz, -
=3 ﬂﬂliuﬂﬁﬂa}ﬁ, ¥ dolu|= 9 AJolir o] E HWut oy} 2 EAIA B 45 53] 2E B 45 ﬂeikl*} o
E UEF olaxyed A Al o] E 4 o}ﬁ‘ﬁ}ﬂ T A=A, A

F et Qe A Al % 3 ) o]

)
Pg

o] Mefol AR 27 2ol o), ol el BAL $AHEo M 4 BASHE oA9] T A§L o 60T Frel Lol
% o] Fo] A-g0] 95T FuHE AA S BN G AL AT YRR F4E 5 Yok

olel eEE A HY, dAd) A7) 2L 22§79 2 AARNL EoR AHe o) o]0 o} F Fow 717 4
AH PRAAE QAL G S 9 AL otk A 60T PR, 53] 50T vwe] SRelA A7) % £e) g
g AF e AuA 4P Wl AT Fa8 H 3 ek,

219 A Lol i 58 ) s el 91 2 ek ol MME] ol el & el 45 @A A8 24 3}
Fo) Aol A5 At Heb] Aol £ BAdA B8 wAAQ HAAE AWE] 919 eelel Ao
AF7A FAF ATl mEeH B3 Ao,

A Hol & 9 H s 49 2 SR AR AHolth WO 97/071915= 54 3het=-8 &g shA =M
A GE e dolag g sk A7) H &) A HleE=A olw] A oh A, o] 5 gHE & o8]
EE 838 T Heha v

g o] AR A
e B FET e vetal 59 A E42 FRElol As A7IAH T A st stE shetE e 48
S PP e B A WE e 245 e SelE Algets sleld

554 g % Ao u
CEE LR P
o) 4% AT AL S

A
o)

2} TAED (N,N,N'N'-#t| Egtopaldoddit)olnl) = 7| e} 39 S SA & Lot A7)
§8 S0 e 4714 27) Sl BRI R NE A A%g ddow A

LAz ARG A5 F AHES AARILH ol el Aoz FelA vk

Tk 2 e A o) ol A TN ) el UlR S 5] Sk 1 o)l B4 Al
LR

5514 1

[LaMenX]7Y,

_18_



TNE3 10-2007-0004963

q =2/(Ye] A8} ola, &

L& &17] 3182 (2)

R, Ry, R3, Ry, Re, Rg, Ro, Ry, R9 RIOL MR SHHoZ F=4; v X3 e X3kE C —ClB%ﬁ = H X3 EE A
3y o}d; Aot =24 YEZ; -COOR 11 == -S0. Rn( 1o, R l% 2 =

Cl—Clg%ff’a‘ T = X3 B X 3kE o= Ql); =SR; g, =SO,R 5 B -ORy (o] w] Rip= 27y A0 B WX 3 B A
2l C,-C o2 = HX 8 B X34 obdd); -NRy4R, 5 ~(C,-C 2 A )-NR 4R ,; -N"R 4R R =i ~(C,-Cx2
ZUW)-NR;,R R 5 “N(R;p)~(C,~C¢Z A #)-NR R, ;; “N[(C;-CZA@)-NR 4R, 1o “N(R;,)~(C,~C 2D 2)-
N* ISELSPISTS N[(Cl C6OL7] #@)-N R13R14R15]2; _N(RIZ)_N_RBRM Lo _N(RIZ) N* RygRpuRy5© 19, ol uj Rlz%
7] el vie} 2w Ru, Ry RR;jEMZ 502 2 e vA8 B A8E C,-C 37 TEvA8 &
ﬂw ol AL}, T Ry 2 R o152 Ak Aadatst FAAA 7o fuz A4E FHe 5 gle )
A3k s A3k 5-, 6- T 7-9 @ E IA

gl

=

i3
h=4

uhgt A sl ek (1)) SR A71AH Rl Bule g Folwa AgET ol @ A7 A wEE L ue
AetAl e 245 471415710 ALgge.

mO

F7), ob@l7], 9 7] B 5o, 6- i 791 o] tld A% 8= 58 C,-C, % €, C4°W*l,6‘152
=X s ol E; &2 Aol UER,; JF2EA]; ofu|i; B X3 = & Z7) o A S| =E Al o x]sH
e B3 N,N-t]-C,~C, 2 ohv] e N-3 o] 1e; N-vhE Fopv] e s o] 354] = 26 S 4] o] o,

>

sheha|(2)9] stehzolA Aud
)_?l_

23, n-5d, ojARd, o] &

_19_



TNE3 10-2007-0004963

58t (2) 9] B2 L 5 Y= of

B2, IFEEA £ S E=A] ofn| e H]X

] ~ = = '?”_]' -1 , _C4
dZotr e, N-dd ot e, N-tpzgopn| e (o}n] e 7= 453 5 ), dld, 54 B Y g S A o of3) %3
g w gagolth uigh @ A7) e C,-C, 24, C,-C, 23, dd o S =% o]t} 53] vigta @ AL A4S

ahi sl @)zl

o

shob4](2)9] shgt=ol A duw C-Ce 2 7= A4 = S @44 2z, o) viddl, o ddll, n-Z 224 &=
-Fedloltt. C-C, AR 717 vpek sttt dEe 4R ey 22 HA S H A Y s Gy S| =5 B C -

Al ofsf A gkd = i

R
R

=

1.

C4
eka(1) 2 (9] 2ol A, FRAe v

B5t2(1) 2 (2)9] SN LT 5 At Fol L9 o T F, 2F D 58] YEFT 2L e B4 ol B4
s 9 24 2e A7E BEg ol W ohr oololt), o 5

gherA (1)) kol M Meoll ek A gheh 545 o] &2 ) Al e [1-Ve] g1k, Abshae) IR Vel Elet, Akshd
Bl L] IVe} 3, Absh el [l A] 1o} sk, Absh el [ufA] 1o} Y28 5 Absh e A 11e] efo)at, 53] v
Sl g 3Y, 58] Aksh e [T A IVe] 3L, whska sl = Abshd o 119 tolvt, Bk IV, A -1V, S E II-111, Y
A -1 3 -2 1110, 58] 3 -1V o] o

=

8814 (1)9] 3hgEoll A g7 XZA &= CH,CN, Hy0, F7, CI7, Br, HOO™, 0,%7, 077, R;,C007, R;g07, LMeO™ %

LMeOO & 31# & 4= 91om], o]u) Ryg& $2, -S0,C;-C, 22 Ei= v X3 =iz A 88 C,-C 37 i 0 A8 =
A o} ol 3L & C,-C 24, obd, L% Me® 47] 2 &}7]o] ol 5 uhol 2 o) 2 vgha s o] & vk R,
e B8 vt sl 24, C-C o Ei A, 58] Sao0lt),

8814 (1)9] 3hg-Zoll A thol YEA & R,,CO07, ClO,~, BF,”, PRy, R;,S0,7, R;,S0,7, SO,*7, NO,~, F~, CI, Br~

=)
=
i

A glow], o] Ry, & Fh E wAS E A9 C-C 27 E WA w88 oholth. ¢,
A EE OLEA R, 7] L eh7le] el uheh e Aol B upghA @ o] & etk R, & 53] uhgk s

B 54 C-C, e WY i 2 XY, 53] 4 B 4-2 v dolth glo] & Yol dahis 1- Ei 2- 53] 1- ot}
2 e} (
T 2

e
_i)
1>
=
lo
L)
%
il
=2
R
8

rlo
—
H
rlr
\]
lo
o
-
A
ol
—
o,
ul

s}eHA(1)9] kol A piz 0 7] 49] A4, 53] 2 o),

sheta (Do) S Rol A 2 8- WX 8+ 9] F, 53] 4- A 4+ o] 31, 53] wp A= 0 A 4+ o]k 2wk 5
8 0 o]k,

et A (1)l SRl A g v AR 0 WX 89 A4, 53] 0 WA 4, 53] ulgkA el 0 ol
sheL2(2)9) BB oI Ry, & WHSAE 4, Fol e, C,-Cp, 27, M8 Y i A7) 714 % vfe} o] X2k
dolth. Ryt 58w A el 2a, dae 34 ol e, 227 Bad ol i guy o], C,-C, 3 ®
oy, ud B8 4 R e 34 Fol e, A2 Bas Fole i guy dolLo]

_20_



TNE3 10-2007-0004963

sh5h4(2) 2] BB Ol A Ryt BHH Bk Al 424, C,-C %7, WA 3 Y = A7) 7] A8 vheh 2ol Ak s d o]
]

q- RIZ—‘L“:— E"B‘] H].E]—)(] O]’H]’C Ta, Cl_c4?§_;"d_] T 'ﬁﬂé, E—q E“—E"] '{F-/l\-— Tr= Cl_c4?2]—7r—_’, H]’%}Z} 6‘]'}”% '/l:—/‘\—o]dr A
9 5 gt A -OR,, BT 29 6t HEEA 0 C,-C A, A W% A L 53] o 5] o]c)

et 4(2)9) BFZAM R, 2 R, 7t ol B AdsE
E S EE C-C, A - A8 AW, A, e, mes
BEE CFel shtol] 45 Moz AgHA ¢

Fsleb el o) 1 e 27) o) A C -C ¢ /e AaddA Fed aned A A &2 A e
C-C, el ofsf 28k == Qlvk. 3k Ryg, Ryy B Ry5e whEA A= 4, HlAS B 3| =5 -804 C-C ¢
A, A gk s d Es 7] A AR upe} gho] A ke ol o, vA 8 i S| E5 A=A #hE C-C, 9 E= v
AR s S| EEA] A 8kE v, 53] $a B v A& B S| E5A-A3kE C-C A, v A= 4] Alo] 5
3] npatA s

R, 7 527k obyl setal(2)e] 2 Lol whgt A et

84209 L 9] Ry v sl C,-C,, 22 A8 = C,-C, 2, C,-C, 23 A), =gl Alope, YEZ 7}
284, £, S EEA], ofvli, HA§ EE 97 W7]6) A =S Ao oa)] X gH N-Eie- Ei NN-t-C,-C, %2
oF) 1, N-3 oy e, N- = lofu) e, 9, 335 4] i e g 4o o)a] A o Alohi; @2l YEZ; -

3 wlsl o] 2|2l o

]
COOR;; B3= -SO4R; (oW, Ry 22 =4, Fol2, C-C, 24, HIA & sl d B= 437] A A]
7] A A G mkek 2Eo] 2] kel

99 =SRyy, ~SO,R, 3= -ORy, ()W Ry, &= 27 74, C,-C, 84 F= W X3 & 4
s -NR 4R, 5 ~(C;~Co@ AU -NR 4R ;i “NTR; 4R Rysi ~(C;~Co@ AU -NR 4R Ryt ~N(R;)~(C,-Cp2 2 a)

“NR3R ;3 “N(R ) =(C =Ce @A -N"R 3R R 53 “N(R ) -N-R 3R}, 3= -NR)-N"R 3R Ry501H, o] Ry, =
A}71 A o3 vpet 2o TRy Ry B 1) RysE A2 =GR o 40 B H X3 B 5| 52X -%83 Cy- C1201—7] H] %]
2 od = g3 vkl o] X ghe WdolAY, B R, 2 R, E 01ES st iAot FHAAM v X ghE A

u 1 o)) uix 3k C,-C, 2 H/%= X3 C C4%7a1°1] ols xgE v=Zed, v, v, LEZY e

ofAl T 18] & Pk, ojuf AAYAE 453E

S5 ()2 LE9) Ryi= 53 whhashlliz v 8 2 C,-C, 93, C=C, %A, B2, A iz 5=
2 8kE Hd; Aot UEE, -COOR,; &+ -SO Rll( E] Rll‘— 2}7F 2 n ) 9ol e, Cl—c4?:'_]'9.'—__1 e gl ~SR, .
-SO,R |y B -OR|, (o]W R &= 22 4, C,-C, ¢4 E= 714 9D); -N(CH;)-NH, = -N

2T
Z
o
N
o
i)
i
i)
N
o

H ) 2704 B =2 Ao o8] A FH N-Fie- Ei= NN-1-Cy-C, @ obu i = 0] A& E C,-C, %A~
Fel 92, e, Ao, BEEY EE obAlw welolr,

SHEEA@)9] LFEI Ryt 7 531 C-C, A5 =54 MAR i cﬂfgzd, Cr cwin, Y B F e
o ola) A akg ;8] =Rl ofu] e WA 8 i b N
C obr] e Bz WA 8 H= € -C -] 8hel v g eld, 9)s|e]d mﬂam, EE%@ T obaly meE oY,

2
N J
5
N
2
>
71
It
> =
2
Lo
o
N
rlot
)
Z il
-
s
|
t
(e

512(2)9] L% 9] 2012 Ryt 58] C,-C, 3 AL: 8| =5 A); 8] =2h 3 obul s v A8 = ok A7)0 4] 8] =5 A0
98] % FH N-F - i NN-T]-C,-C, e obu] i T 0] X 8w C,-C, 3 -A 38 v Sel, v 9ell, o we}

_21_



TNE3 10-2007-0004963

2o o] A7) A w2, 318H4(2)9] LF 9] Ry, Ry, Ry, Ry, Ry, Ry, Rg, Rg 2 Ry 742031 & 818424](2)9] L
T Ry 371 A el Bonbgb Ak o v & gh s o] 9 9] gt telnt,

E‘ 131__2—1:5]9] ‘jr% ?’iﬂ dﬂ oﬂ Lq—g_ﬂj, ﬂﬁ_']—/;}(Z)Q] L%g Rl, Rzy R4, R6, Rg, R9 g'l RlO '1(_2-‘ Z,\—_/;\_o]j_!_ = ﬂﬁ—!— ](2)'/] L'B“‘J Rd,
Ry % R, 2 4 o] 9] 9 ghr]zoe]ar, ZF -9 Rooll el 7] #1218 o] 2 upgha gk ejn|7h 28}
MR S 20 L 3] 3ok (3a) R/EE (3b)9) gh=ol Tk
R'S R's
= NN
: Bl B R
R', o X = 7
N X N | ¢
C/ =N N._=
(3a) (3b)
/\1101]}\1
R's B R',= Ry B R, ol A 7] A A1 Aol o upehA] gk o m] & 7HA ™ & R = ReollA 7] AA1E o] 3 npgha g 9f
v g gk

2 g o] nhed A gk A ol = 817] 81814 (3¢) E/EE (3d)9] 1 o]/ Mn(ID-2H&E2] 8o st Aot}
R, R
= =
B S N .
\N RS R7 R3 X \N RS R7
An. | nE Anl | NE
\Mn/ \Mn/
X Y X Y
(3c) (3d)
250l A,
R'5E = A v A 8 = ok 7)ol A sl =5 A]of ofaf 2] 8kf N-R - = N N-t]-C dAolr] ) e -

NR; 3R, (C Z%%‘Fﬂ)—NRURM, N(RM) (C Cz%lf'a]{ﬂ)—NRlSRM; —N[(CI—CZEEF’L)—NRISRM]Z; T+ -N
(RIZ)_N_RISRM oA,

ﬂﬂRw%¢iEfq%ﬁE%ﬂﬂ%ﬂéJiw%ﬁ&ﬂﬂﬁﬁE%Mﬂﬂﬂﬂﬂﬂnw+iEEIwﬂff
= Ad-, o5 - i Z g S Ao o8] @ Adol L, &

_22_



TNE3 10-2007-0004963

Ryg 2R, E AR 5@d0s 44 NA8 B g =84 -2 88 C,-C,%7, WA8 Y B 443 vleh 2o] 28
A sgol Ay, me

FEEEEEEEEEREEE
W s

EREE

.}_'l\_ -
Zd, ﬁ]ﬁﬂ 7, 5 %EJ T oA aglE FAsk, 59 v Eed, vHed, v

R'3 5 R'7—8— M2 SHAOR oy AR S| EFA] b7 A7 A 3| =5 Ao o8 A ghd N-F - B= NN-1-C, -
CodZobn s = -NR 4Ry, ~(C-Co b A)-NR 3R, ;5 ~N(R,)-(C,-C, & #)-NR 3R, ;s -N[(C;-C, 27 &)~

NR13R14]2; B -NR,)-N-R;;R, o7,

olw Ryt 424 C,-C, 22 B MG s mi (27 27]0] 4 8 = Aol ofa) AE) N-Rie- E N-T]-C,-
. Sd-, #3540 - B G gao) o s Xk Hde]a, &

X+= F7; CI7: Bris HOO™: CH3COO™; HCOO™; B5= HO™ o] az; &

Y CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 75 HSO, 3 NO, ™5 F75 CI5; Brm B2 1 9.

o o] oS v gk Ao = 8] 313H4 (8c) B/HE= (3d)] 1 0]/ Mn(ID-2HE 9] &=of #g Zlo|t}
RIS R‘s
R Bl R R Bl R
AOAPOMIRCAROE
=N N. = =N N. =
\Mn/ \Mn/
X Y >|< Y
(3c) (3d)
A) zoﬂ /q
R's= S| =521 Bl A 8 Hs 4 7)ol A S| = A0l o) &l A& N-Rhe- B NN-H-C-C, & obr] e Bi= -
NH,, o] i
Ry ¥ R AMZ EYJAHOR 54 CL 3| =55 &2 7oA 3| = Aol 98 X85 N-F - = N,N-1-C,-C,
A ob]
—(CHiT N N—C,-C, g == —N N— C,-C, % -
N o|TH;

_23_



TNE3 10-2007-0004963

X+= F75 CI Bris HOO™: CH3COO™; HCOO™; B5= HO™ o] az; &

Y= CH;3CO0™; HCOO™; ClO, 5 BF, 75 PF 7 HSO57s HSO, s NO5 3 F75 CI Bro 2 17 9.

1=

o] FAAE W EHol W AP FEIA Hu Sl @ SulzA 7] BerA(1)e] 1 o)l F& B

a=z/(Ye] d3s}) o]aL, =

L'e 3h7] 584 (2)

2 o} Ao 2 Al YER; ~COOR,, %+ -SO RH( 1d, Ry 2 2 =

C,-Cre @ T v X8 = X3he o} )); -SRy,, ~SO,R,, B -OR,, (14 Ry, &
el C-Cy o2 T WX 3 e X 3HE ofd ) -NR 4Ry, ~(C-Cu A A)-NR 3R, s “N'R 3Ry, R 50 —(C;-C &
ZA7)-N"Ry 3R Ry5 “N(R;5)—(C,-Cy & A A)-NR 3R, s -N[(C{-C & A @)-NR 3R, 150 -N(R;,)-(C{-C A7)~

N*R 3R 4R 5 “NI(C;~Co2Z @) -N"R 4R Ry5]5 “N(R p)-N-R 3R, B -NR ,)-N"R 3R, R, 5017,

H| 2] & = l%‘r% ofHo| AL},

_24_



TNE3 10-2007-0004963

re
iib)
ol
ol
rlr
i,
B
r-\o
D)
fo,
iad)
2
2
>
_{
N
s
lo,
L)
)
t
rio
D)
Ll
i
Ho
s
all
X9,
rlr
e
R0
o
k
rlr
riet
)
ol
I
T
"

chek 187] Ry WA Ryofl 1 ol4€ 370 312 A, B 9/ Col shibol 48508 A9 e 45358 42948
e

BherA bl B (1)9] SHHES A7) A% WA E uhgel] tiek Sohs A AL R olelF 47143 g
o vk el A% 4714270 ALg

§}6M1(1')4 BE A @7)ol gt whekA g

82 T 2-850] A (3 WA 3-1291014 F2)el 71 AH SeEA(Del 5
Fol st B e,

spebA (208 L' g9 vz Ry 9 e v & 5 Uk

/\ /N /N CH
OH; ' W, —N  N—CH,CH,OH : —N  N-CH, : —N  N._° ;
-NHQ' \_/ ’ L/ \_../ \_j CH3

+
/~\4,CH,CH,OH / \+ CH,CH0R  _NGH,CHN(CH,), 5 —NCH,CH,N(CH;), ;

—N N- . N. ; |
\_/ CH, M Mon,cron CH, CH,

+
—NHCH,CH,N(CH,), : —NHCH,CHN(CHy), : —NICH,CH,N(CH,)il, :

~N[CH,CH,N(CH,),), : —NICH,CH,CH,N(CH,),, 2 —N{CH,CH,CHN(CH,),
o5 TollA, | =FA 7t 53] F a5ttt

§]‘§jl— ](2')‘0/1 ‘0/1 Rly R2) RS) R4) R6) R?y R87

vE
$Agos 49 5 Yok

47) Aol el 2& 88HA(2)9) LF el R0l ol g whek 4 3 o
Ry ™ Ryooll thal M= 5817 A8 HA T, o5 rjge 2o}

W] A7) FAeo] 2w, 5804(2)9] L' 39 R}, Ry, Ry, Ry, Ry, Ry, Ry, Rg % Ry F0] a1 & 5544 (2)9)
%9 Ry 4b7] el 2 vkt 2 S o] 9] 9] gl ol

-

=
5
(o]
it
i

g o] mpe AR A o= 8h] 318H4(3'e) H/EL= (3'd) 9] 1 0]/ Mn(ID-2H& 9] &=l

©

3 Aol th:

o

‘g
) 1
N7 RSy xR
I c | A | b C
/N = /N\M /N -
n
Y Y
(3'd)
2] ol A
R:-+=

_25_



37153 10-2007-0004963

3,

—N  NH, —N N—CH,CH,OH : —N N—CH
-OH: -NHg: N/ N/ \__/
—N/—\Q’CH:* _ _N/——\+,CHZCH20H _N/_\ﬁ,CHzCHzOH
\__/CcH, * TN M, ; \ / “CH,CH,OH
N
_TCHchzN(CHs)a + TNCH,CH,N(CHy),

+
CH, CH, ~NHCH,CH,N(CH;), -

+
TNHCH,CH,N(CH,); ; —N[CH,CHN(CHg)gl; ; —NICH,CH,N(CH,),l,

+
—N[CH,CH,CH,N(CH,),}, == —NICH,CH,CH,N(CH,)sl, o3

’

R, @RS A2 Egdow

—N NH N N—CH,CH,0H .
H; Ci; -OH; -NHg; n/

—N N-CH

7 Y 4 \+/CH3 .
‘ s . —N Ngh,

. +
/\s.CHCHOH _ / \ﬁfCHzCHzOH _ —NCH,CH,N(CH,); :
N Mo, P TN/ CHCHOH gy

~NCH,CHN(CH),

+
CH, —NHCH,CH,N(CH,), - —NHCH,CH,N(CH;), -

+
—N[CH,CH,N(CHy)sl, ; —N[CH,CH,N(CH,),], ; —NICH,CH,CH,N(CH,),],

+
T —N[CH,CH,CH,N(CH,).],

.
T NS\ CHoHOoH \+ CHCH,OH _NGH,cHN(CH,),

N  — - . N N. ;
\ /" ~CH, N N CH, ; \ / CH,CH,OH (lea

+ + +
TNHCH,CH,N(CHy); ; —NICHCHN(CHo)gl, ;3 —NICH,CH,CHN(CHy)l, o]

-

X3 F7: CI7: Br'; HOO™: CH,COO™: HCOO™; 3= HO™ o] at; &
Y& CH,CO07; HCOO™; ClO, s BF, ™ PR, HSO, 73 HSO, i NO, ™ F75 CI%s Brm EET 9

—J——‘EI .

o o] upgA gk gF A o = sh] 8184 (3'c) B/HE (3'd) Y 1 017 Mn(ID-2H= 9] &Ll #3k Aot}

_26_



R, R’
2N N/A
Rr ~ | R \ ] R’
3 = N = 7 R;
En | NS DR
S P =
Mn
X Y x Y
(3'c) (3'd)
Al %oﬂ /\1
R &
+
—NCH,CH,N(CH,); ; —NCH,CH,N(CH,), ;
f I +
OH; NH; O CH, —NHCH,CH,N(CHy); ;

—NHCH,CH,N(CH,), - —N[CH CHQN(CH:,,);,,]2 ; TN[CH,CH,N(CH,),], ;

—N[CH,CH,CH,N(CH,),l, == —N[c:H,!Ci-lz.c:Hzl:'J(CH3)3]2

o]aL,
R'5=
—N  NH. —N  N—CH,CH,OH . —N  N-CH, .
H; Cl; -OH; -NH,; ~/
/" \+,CH, /" \+,CH,CH,OH / \+,CH CHOH  _NCH,CHN (c;|-13)3
—N  N_. i — X ;
\_/ “CH, \__/ CH, N MNecucnon CH,
TNCH,CHN(CHy),
. .
CH, —NHCH,CH,N(CH,), ; —NHCH,CH,N(CH,), .
+
—NICH,CH,N(CH3)s], ; —NICH,CH,N(CH,),], : —N[CH,CH,CH,N(CH,),],
EE —N[CH,CH,CHACH),
ojH,
R'.&
—N  NH. —N N—CH,CH,0H . —N  N-CH, .
Cl; -OH; -NH_; N~/ p— p—
/\4,CH, /\u,CH,CH,0H /\&, CHCHOH e CHNCH,),
— N. i —N N. . —N N ;
CH, \ Mcn, \/ “CH,CH,0H CH,
TNCH,CH,N(CH,), ;
+
CH, —NHCH,CH,N(CH,), : —NHCH,CH,N(CH,),
+
—N[CH,CH,N(CH,);), ; —N[CH,CH,N(CH,),], : —NICH,CH,CH,N(CH,),],

“ +
ES —N[CH,CH,CH,N(CH,),],

_27_

INE

3] 10-2007-0004963



TNE3 10-2007-0004963

°]

H

ohi A2 Ry 2R, 9 1 olge

_N/ \ﬁ/CHa _ /"\«,CH,CH,0H / \+ CH,CH,OH
\_/ cHy " TN Ny : TN MencnoH
+ . + +
—'fCHzCHzN(CHa)a i TNHCHCHN(CH;); ;  —NICH,CH,N(CH,),l,
CH

3

EE —N[CHZCHZCHZKI(CHS)S];
olH,
X3 F7; CI; Br'; HOO™; CH,CO07; HCOO™; ®3 HO™ o] 31; &
Y CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 75 HSO, 3 NO, ™5 F75 CI5; Br B2 1 9.
1709 455 3kd AALdA7E EA 6k 8HekA(2), (3'c) B (3'd)9] sHet=o] L'= A nheh4 sttt

32 = 3709 49 3tE AadATE A48k 314 (2), (B'c) R (3'd) 9] BHehEol L'=A whghz sttt

o

F21(29), (3'c) B (3'd) 9] 3Heh=

_1

7 A, B R/EE CFo sl A0 g A 2 5

o~
zl
L)
r&ﬂ
W
o,
D)
N
w
:‘.‘:

slsb2l(1) 2 (1) 34 25 35S 34 U fAH 98 5= At o] &2 AWk E1)9 1 o] =L
/s LS 345 38E, 53] 55 9, dAd gd3tE v A ASate 545 2SS FAEE TA o R de
A7) S S G A B T AT 43S, Ay oleh2y 2 S F AW 10 WA 60T 2%, 53] Ao AA
a=4
S|=E Aol old] X ghe PE LY L' thg =240 wpet 1 o] EQEY FE R oA]d 5 9t
OH 0 o)
A
Q =N . QJLNH Jl\N
o Es | = q |
N Nz _N Nz N N N

W ava Y-y 3o §aBe g8 BAH WA o w A% 4 or) [FI. Case et al., I. Am. Chem. Soc.
1967, 32(5), 1591-15961. ¢]& 913k, oAt 15-¢] gejd-2-7t2 5 A g o] E 9 15-9] o g olAH o] EE FAsh}
EFH A7 A A F 22 AR B-AE d2HEE 2-ov| v = d] 2 3 Wh-SA|A gt v End
EAE A, o] A2 fAaskAl, dd PCL/POCL, eko] ¥kg-oll ofal A4 sttE= d8d 5 vk Bas 49 A&
S XA 717] ek B3t d e FHE Y 22 o] 559 B d5a-84 9 SAEtl A A7) SFET olvlS
HhSA| A ofRl-X| gkl v~y ejd -y g u|dE A gttt 32 270 55 o] &5 AR S Al A2 o J. Chem.
Soc., Dalton Trans. 1990, 1405-1409 (E.C. Constable ) 2 New. J. Chem. 1992, 16, 855-867°1 7] A = o] At}

B 23] 2] 9 -5 2] vl € S ol A ofulel o] @ Sebol = o] g FxA|717] 9lste], ) ok Ft L Hl-Ho]
AAA 0= TeFA T,

T SFS AET S glon, ok s HY L A E

_28_



TNE3 10-2007-0004963

Hl~vj g e -Eeopxl 9 9] Shghe 29 2-Alop B e S f-eof B ol B 7] e ke A7) Alel] o8
FA B FABHA A2 S ekl A 55 F 9 EP 555 1805 % EP 556 1565 %= F.H.Case &, J. Am.
Chem. Soc. 1959, 81, 905-906).

Sl e 24 ol Aest] A2 A g
1300 A A% i 8 2

Ay
)
=}
=
NN
o
m{m
>
o -
o 9
s
N
g
L
5,
[
o
>,
N
=)
N
o
O

< 3 5kr] 348k (1) 9] stete 1 oS Edtete FAE R AF A= (CD), vhgr el = 27141 5 24 =

[LaMenX]7Y

)

a=2/(Y8 A3 o], &

L2 3817] 8k (2)

R, Ry, Ry, Ry, R5, Rg Ry, Rg, Rg 2 Ryp& M= S92 S v X8 i X8 C-C &4 & ¥]A
g ob; Ao E@MEE COOR11 B -SO,4R;, (© hﬂ% RH—S— }

=
yd i =

N* RisR14Ry55 N[(Cl C6OL7]@)_N R13R14R15]2? 'N(Rlz)'N‘R13R14 Lo 'N(Rlz)'N R13R14R15°]U%,

_29_



TNE3 10-2007-0004963

Ris % R, & o158 45k Aa0ash FAAA F7be) e A28 33 5 Qi w8 Ex 298 5-, 6- =

gt 2 AH 2 =CH2 v sHAl= A71A1 A 24, 2o ut A et A= A 471412 7] 24 =t

shep2 (o] B A &7]ol thah vhgha & A ol= G FAM 2-85 G BAIA 3-125)00 71 A€ At sdsid.

Hheh2] gk A ol = 817] 38k (3c) B/HE= (B3d)9] 1 o] Mn(ID-#&5 E3shs AR A £24=(C2), v

a7l 4714 2 el Bt Aol th:

NZ N
B R B R
N R 3 X N YR 7
NE AN R
= AN =
N|1n
X Y X v
(3c) (3d)

Aol 4,

R'5i 8l =5 A vl A 8 B ob7) 7)ol A 8| =% A0l o8] 2|2k N-Rie- B NN-T]-C,-C,y a7 opn] 1ei Btz -
NRy3Rq 4 (C Cféf’a‘{) NR; 3Ry 45 -N(R 2) (C CZ‘”?‘QI)—NRBRM;— [(C CZ%%‘{)—NRISRM]Z; T+ -N
(Rlz)'N‘R13R14 oA,

o) Ry, s C\-C, B4 i WA § o d i (37 7)) A 5 =B A0 o]a] ) N-Fie- Ei N-t]-C,-
C 27 obv] 1, N-s dobol tem, N-upEdopv] -, 39—, 35 A]- i U2 Ao os] 28 s do]a, &

Ris % Ry, 058 A48k Aa0sh @AM W2 $E AL 1 o] 4e] mA8 C,-C, 272 2/EE A 3he C,-C, %
2o, o9, A ehd, BEEY B ol welE YA e, 53] 9 d, vsed, 99

R, 2 RS AZ S8 02 5 827 8| =% A5 97 7)o 4] 8] =S40 %ﬂ 288 N-Eie- B NN-T]-C, -

Coopv] e & K2
NR 3R, Jgi 22 -N(R;9)-N-R 3R, °]™

ol Ry 4 C-C, &2 e A3 Ald s (7 A7 A S| =FA]o) o3 2 FHe) N-Rie- = N-1]-C -

€, ohv] -, N-s o] s, N-hZ @opi]sm, W=, 335 4]- i (g S Ao o3 X188 o], &

Ryg @R, AR S0A 0% 44 0AF B 5224 - 88 C,-C,27, WAR Y B 448 vleh 2o A3

g HdolAy, =

_80_



TNE3 10-2007-0004963

g, REEZY £ oA w1y E A, 5] v d, gy, 94

X3 F7; CI; Br'; HOO™; CH,CO0™; HCOO™; ®3 HO™ o] 31; I
Y CH,C007; HCOO; ClO, 73 BF, 7 PR, HSO, 75 HSO, 3 NO, ™5 F75 CI5; Brm 2 1 9.
dEd 2 A 2 E(C2)2 ntEAsHAlE A7IAA 24 &, B vgr sl Abs A 71413 7] 24 B ol

B} npek2 8k A o = 817] 3H8FA](30) 2/E= (3d)9] 1 o] Mn(D-2H&ES E3tsl= 42 11 Al 24 E(C3),
vk kA = A7)l 24 E ol i& &013}-

X
Y=
<

R's= S| =5 Bl A & B o 7)ol A S| =S A o o8] X gl N-E e~ Bi= NN-U-C-Coebdopn] i) B -

Ry B RS AR 5HH 07 4 CL 8| =541 4 7)ol A S| =54 o ofsf 2188 N-K1=- = NN-t-C,-C,
?ﬂl—;":'_]ol'ﬂ]—l—’

— (CH) N, N—C;-C, g0 == —N N— C,-C, %2
Nt °o]H;

X+ F75 CI7: Brs HOO™; CH3COO™; HCOO™; B3 HO™ o] a; &=

Y& CH,CO0™; HCOO™; ClO, s BF, ™ PRy s HSO, ™ HSO, s NO, ™ F75 CI7s Br™ & T ¢

ox
i
oL
=]
)
=
ol
BN
oX,
il
e}
@
rlo
]
=
o
o
_O,L
W
>

171413 244 &, 2o v st Al= Abg 271415 7] 24= ot

w e sy sk (1)) B4 A SEE 1 oS TesHe 48 B AY 2ABCH), AL 47145 2
Aol 2k Hlolth:

[L'aMenX,lYq |

N == oﬂ /q

Me:= W3t Bleh, A, 2 E, YA B o],

_31_



TNE3 10-2007-0004963

X 9] el m melg e Zolu,
=

=950 1 UA 89 A5el

a=z/(Ye] d3a}) o]aL, =

L' 8}7] speh2(2)

R, Ry, Ry Ry, Ry, Rg, Ry, Ry, Rg @ R g & M2 BHAH O G 0] X8 iz X8l € -C 27 Ei= v X8 Ei= %)
8l ofel; Aoy @22l UER: -COOR,, BE ~SO,R,, (o)1, Ry, & 72+ =
C,-Cg27 T n X8 EE X8 o)) -SR,y, ~SO,R|y EE ~OR,, (oW Ry, 247 4 L 0] X3 £ |

il Cl—clgfg}@ = WA G e A8k obdSD); -NR 3Ry —(Cy- C6°‘7‘%ﬂ)—NR13R14; —N+R13R14R15; —(Cl—CG%L

l‘

N* R13R14R1 N[(Cl C6OL7] - N* R13R14Rlo] N(Rlz) N- R13R14 LSS N(Rlz) N* R13R14R15 ]111

=

chek 87 R, U4 Rypol 1 ol4he 370 el A, B /s Col shubol A8 402 ag9 A 9 45158 A4A4E
3}

FaEdt 1w A 2= (CHL wtEE s A7AA 24w, By st slE A A71AH 7] 20l
stata (19 mE X 3h7]o] digh uhgh A gk Aol = Gt WAIA 2-8F (3 A4 3-12%)9] 71A1E 213 T A3t

vh A gk LA o= 8H7] 8482 (3'e) R/EE (3'd)2] 1 o)/de] Mn(ID-2H&ES 28ehe A4 W A 24 E(CH), vhs
A Az A7) AH 24 2ol ek Zle] ok

_82_



R’
“5 N NN
B | . B | ,
\N R3 IA\ \N : S R,
/N\ | /N\ I /N C/
n hfn
X X Y
(3'c) (3'd)
N%oﬂ/q
R's=
/N /N /N
—N  NH. —N N—CH,CH,OH . —N N-CH, -
-OH; -NH; N/ N/ __/
/T \+,CHy /"\+.CH,CH,OH N/ \+,CH,CH,OH
N Mer, - 7N N, ; TN Necn,ch,on
—NCH,CH,N(CHy), i —NCH.CHN(CH),
+
CH, CH, ~NHCH,CH,N(CHj), -
+
—NHCH,CH,N(CHg), : —N[CH,CH,N(CH,)sl, ; —N[CH,CH,N{CH,),], :
+
—N[CH,CH,CH,N(CH,),], £= —N[CH,CH,CH,N(CH,)s], o)
R, 2R & Az =ga o
N O NH N N—CH,CH,OH .
H; Ci; -OH; -NH_; n__/
/N /\4,CH
—N N-CH, - —N  N_.°0 :
n__/ ' \__/ CH,
+
/NG CHOHOH /7 N\ CHOMOM - ne,cHoN(eHy),
N Men, P TN/ TCH,CHOH T Gy
~NCH.CH,N(CHy),
-
CH, —NHCH,CH,N(CH,), : —NHCH,CH,N(CH,),

+
~—N[CH,CH,N(CH,);], ; —N[CH,CH,N(CH,),], : —N[CH,CH,CH,N(CH,),],

+
EE —N[CH,CH,CH,N(CH,),],

ojH,

gt 87 R, R @R 9 1 042

_33_

37153 10-2007-0004963



37153 10-2007-0004963

MN/—’\ﬁ,CHa _ /"\u,CH,CH,OH /_\+,CH CHOH  __NCH,CH,N(CHY),
\__/ CHy " TN Mgy TN Mencron ('3,_,3
+ + +
—NHCH,CH,N(CH,); : —NICH,CH,N(CH;)], :E& —N[CH,CH,CH,N(CH,)s], o]

X+= F7; CI: Bris HOO™: CH3COO™; HCOO™; B5= HO™ o] az; B

Y= CH;3CO0™; HCOO™; ClO, 5 BF, 75 PF 7 HSO57s HSO, s NO5 3 F75 C1 Br 2= 17 4.

Fad ®
B uhgrd g Ao elv) 85t 3 /S (3D 1 o) ge] Mn(ID-H &S ZFah
vk s A= 2 7] Al A 24 Eol %L o]tk
R'; R's
N7_N
B [
T Rs\@/‘\\T/k’@/R7
=N N
. T
X X Y
(3'c) (3'd)
2] Zol A
R':E
+
—I‘IleHZCHzN(CHa)3 ; —fI\ICHzCHzN(CHs)zi
+
CH, CH, —NHCH,CH,N(CH,), :

-OH; -NH;:

~~NHCH,CH,N(CH,), N[CHZCHZN(CH3)3]2 : —N[CH,CH,N(CH,),], -

—_ L +

N[CH,CH,CHN(CH,),], £= ~NICH,CH,CH,N(CH,),], o] 3r;
R's=

—N_ NH: —N N—CHCHOH . —N  N-CH, .
H; Cl; -OH; -NH;; s
CH /N N

—N/—\ﬁf » _Nmﬁ:CHZCHZOH . I:]:CHzCHzOH . —NCHCHN(CHy),

\__/ CH, \__/ "CH, \__/ CH,CH,0H CH,
_TCHZCHZN(CHQZ y

CH, —NHCH,CH,N(CHy); : —NHCH,CH,N(CH,), :

o+
~N[CH,CH,N(CH;),], : —N[CH,CH,N(CH,),], ; —N[CH,CH,CH,N(CH,).],

+
F= —N[C H,CH,CH,N(CH;):],

_34_

44

i:;

WA 2ARCH)E A A A71AH 248, B} uhgk s s A 474157

Z ]

o=

5=

o

Al

=o|th

|17 =24 =(C6),



TNE3 10-2007-0004963

ojH;
R.&
—N NH. —N  N—CH,CH,OH N  N-CH
; At} o Bl
Cl,-OH; NHy;  — — !
__N/_\+,CH3  /T\4CH,CH,0H —N/_\IG’CHZCHZOH ) —NCHZCHzﬁ(CHs)a ;
er C TN Men, 5 TN Memenon T by
TNCHCH,N(CH), :
+
CH, ~NHCH,CH,N(CH,), ; ~NHCH,CH,N(CH,), -

+
TNICH,CH,N(CH,);l, ; —N[CH,CH,N(CH,),], : —NICH,CH,CH,N(CH,),],

+
Ex  —N[CH,CH,CH,N(CHy):],

b, 4271 Ry %R, 9 108

N/ \'_\l,./CH:i ) /"\+,CH,CH,OH N/ \+.CH,CH,OH
\_/ CH, * TN My, ;TN MNeenenoH
+ . +
TINCHCHN(CH)y © —NHCH,CH,N(CH,); ;
CH,

+
—N[CH,CH,;N(CHy)ql, ;= —N[CH,CH,CH,N(CH,),],

o] m;

X F75 O Brs HOO™: CH,CO0™: HCOO™s B HO™ o] 11 &

Y CH,CO0™; HCOO™; ClO,7; BF, s PRy HSO, 3 HSO, s NO, 5 F; CI; Br™ B3 17 9.

ox
oy
o
=2
g
=,
ol
by
oX,

=(CO) v stil= A 71412 242, Bu utag st Abs A 71427 24= ot

B EU A 24E(C4), (C5) R (CO) 7o Mn(ID-#=& 1719] 453 3hd A As 2= Aol vha#sh.
dd W AR 2AE(C4), (C5) B (C6) T Mn(ID-#&& 2 B 3719 453te AAdAE 2t Aol &3 v}

1 A
ot
ol
ol
)

B 32 A 24 =(C4), (C5) H (C6) T8 Mn(ID-2=-2 453t AaUa7 a1g] A, B == Co sl 2144 2
= AFHA e o] 53] vhgra s,

Wouge] e SEt A4 9% odH 34 KW EA skl A FAEE-FF s L 584 (1) L/EE (199 nh
£ 3 Fo)7h AR B 5 QlolA T 4R s S 2t ANES At 2AS AT 20 AT o AL A
of ne} Al RS T S Qs WEEe] S A B3R % B SulE MER Yobes e ofs) 4d &
T} el whe e ) S 8 WS4 A S e B uyel i AN g A RS A
8ol f2a AN R F ok WS A AFEL, A E L 24 o A4 MRS S 49, Aoz EX g
Aol 24 MEE £t Age] FeE 4] EEel MR Rob 5 otk AL§R A6 webA 47] 212 s



TNE3 10-2007-0004963

o] EES Uk wjd 2 A 1 e 4 QT S
WA 10 % 273 2k, abAsHAlE 50
S AHE HA 0wl g2y ek
= 0.0001 & WA 0.1 2] Zuj7} ALE

i)
oX,
b
2
k)
o
>
&
o
>
e
il
il
ot
©
(@)
(@]
(@]
(@)
—
il
=
X
©
(@)
[\]
(@)

NAH 2B 295 24 oS b 5 Aok 34 P
o A, Vg B A ARAL SIskel B IS oA oF 10% VI, HFA AL oF 7% vIRoE A= Ao] A

3] QEhd g @, B oune] 34 BW A £AES oAU W E Y B B Gu); A, A B o] AE ¥
o o2 ake 471 A4 EE 4 Adight duty) 271 A A, 53] 07123 AZA; 48 2 J 280 T 34,
J cE ke 4 & !

AAA G, e 2L 02 A A7
W 5 elek,

B ool g o} AFgA el BAkol AR o] 99 0.001 FH% WA 1 5%, 53] 0.005 5% WA 0.1 =F%

o] 3}skAl(1) W/m+= (1)l w2 B Zv|E ¥35ts A2 RS A o TdE, vt A= 2714 ol gE, 2o vt

A7) W E (53] 2)7] 2 g &80 B3 Aot} A7 T % A aldE] AA TS
H} Al O

2]
Z|Eo g gl B 2= A H o7 FAFE WA o7 A Aol & ALY L/ AEstE B2 vjygE 4= do).
o s A - A4 o) AY s fd £ e dJEY A Qe B Ay 2 A vigE2 2 iy uet
AFEE = 9l gl Zu)] o] o) o] g HjFtEof B o7 FXE RS ¥3E 4 )t B ddo) mE e E
3] W (builder) A&, 3HEA AALAGA, HFA] shte, = €343 771 v, &4, 48] Al|(sequestering agent), 7
=4, pH 24A 9 F71e] BxA, oA &-F-2 AAA|, 7|2 Z284A, F714 HEA] @Ak @ =5k a4 gk
=2 335 2= oh;]_

= 31T =2 T *;

2oy w2 AARUE A aFEES 53 Y £, U 22, 24 S, 23 2 {8 vpelazbjeol= 9 1
o] eSS ¥oete o RN MYy nfr RS ¥398E = Qit) npR Al RS B ubgol wlE Al ui g Eol A 20%
FRs A &= &, 53] 55HD WA 1565 F%] Fo = EA43t}

D5 RO FE B WAR DFR 5 AW, AT 3 A BW AY 2HE, AL 47104 A4 24,
o, ek whe A B 9.0 WA 12, 718 ke el Al =

)

5 5% WA 90 T 5, vt A8 = 55 F% WA 75 TF%] 1 o174 1

an}

0.1 %% NA 40 TF%, vl 2 3HAE= 0.5 %% WA 30 %] 1 o4kl A-A T A;
0.1 %% WA 15 %%, vt A3 A= 0.2 2% WA 10 2% AR A A

0.0001 F%% WA 1 5%%, vt A= 0.001 5% WA 0.055F%S] 7] Agk vke} 7k 1 o3 w5 & 3%

[c]
W) Zo) Ah2-A) E A 2

=

F9 AR 2=, b s A= A7AA AA 24 E BB kA s A= Abs A7 7] AlA 244 =

ol#l gk T8l WigE A= B F FUkel AE e B dEo]l EAE U AR, ddHe® 0.1 % WA
155 %% T34 44, 0.01 %% HA 10 & E3tA|, 2 0.00001 %% HA 10 TZF%] A8 &

25 U E3eT 2 A 71 o FEle] v gk FE 59 A 24 S, vk sl A7 A A AA 28 =
= K

4] = 47
B} v s A= Abs A 71 #H 7] Al A 24 Aoz 7MY E5s A A S sl & IHS {1 T T
F% ko 2 Agsit RE FH% e T Al

o2l
N
o,
il
1o,
rN
__>f‘_'.l
o
oft
=
i
o
S,
o
0



TNE3 10-2007-0004963

ALl AA g EANA 1 §= Js 84 Uy A8
A 42, Y E= A VEFEEZF E F

o= HEZUEF t XA E YUEF o|F4 U

E /\‘A UFEE 511/\].131]1:/]_4/\,3]0]15 =1 /\]-OO]_‘: 7= ég,_li
7138ke] oF 35 % o]5te] Yo EAE 4

FE dEE ‘“W, S EEAEE Yo E U %ﬂo}%ﬂEﬂ OJEE X3t} L7ty
vl shoh, T3k 7he s 84 Uy AR A dd e A 7

ﬁé F ol A :“ﬂ‘ 15 (cobuilder) 241 2Hg-3tt}, Zgota g4t A o] FFTA L ol
A GEFAS 183 F Utk AlFelA FYE T A Al oA Sokalan® CP5 % PA 30
= EH AHgE 7 ode A 7199 FFAIE AR A5 EY WO 94/057628 Z5-E A H
],

32 o
N
o
o
u
N
i)
>,
N
Y
&
g -
=
i)
itd
2
i ot
ol
>~
-~
oo
w
o fr
i
inj

bl
[»
S, i

o

|

T

il

o

il
)
~ 0 (o

r-?ll‘ r}o[t
°

o &
o
1

ajy rlo i
2
S

o 2
=

=¥ oot
A oo wm

o,

o=

b

o =

ﬁ
all
4
ol

o rr m[o

L
o

(

s
o

Ho

N

= of)

o
n 2
n

o

L

o
_1
_l
m{n

=1

K
[e]

ol (m o bR oo |
> o
f

oo
i

e O{N P
K
rUE. r—|~

- —q
q -
© o
e

r
P
o

2l
ot
)

1 Eejobr Ak, o At) Fel 2T AL Eis Felobastgabolth. T /bsd Y AR A

ARt dl ] Bie- B H -S| ER A AL, a8 B A L2924t B G ako|th Y] AR o

3 A EZAJEFS 18T 4 9t} AJEZ2A UEF O ZAE B4 A EZA AN EF 2 E35) 4]
T+

m

% &
gz
N Ty

o

X
it
n

[t rlo 2
S

o
oﬂ, -

A

m 2>
[
Lo
(m lo >

2 it

SheS 183 4 Uth A EZ2A AYEF o]t nAZA B v AXAY 22 FEHE AL

g 5 3 1k o] w}% W=l A S ¥ pHkell whebA], et sy ol da-she 4t
Ae= 843, v-¢ 771 o7t A 548 8 AH8E 5 v SejopAle B vt
gdlit]oprl EﬂE O ELE UEH R EZoMAEAL BEEEHO|E i lih BFEEY O E Yl &
2EAHESA S A EANY UER, 24, di, 42w 2 A8 d2vd, R UEF WA St=
Aolth. 1T F U= A A= %_‘— E= AR Tﬁ‘r% FH = AlTAA 74 7 A= e 55 2
of HEA|F s, ¢ 55 Feite 2 FASIUERS E3eth kst A 592 Kirk Othmer 9]
Encyclopedia of Chemical Technology, 4 ED (1992, John Wiley & Sons), Vol. 4, pp. 271-300 "Bleaching Gents
(Survey)'ell 7] A =0} Qlom, o] £33 & Aol FauEdor et 58] vpeA g 31 Reqt HEF 473}
&, et UEF dsts B et EFoIth B4 AR 3 FA| = Qlste] HEkitglo] 58] upA] gt

o d

X
O‘L,_Ql

Q.E] 2= =13

<l

I 55 g5 Fejel sheabsio] S9] whgkdsint. 9w stk o] vt 9AF 715 oF 400 WA °F 1200 7=
B, 7P v sk A= oF 400 WA o 600 W A W9 o]t

SEARFE O] A8 frelol A $4 A gol tiE 53] f2l @ BahE 2] We] 7] L 22§78 Y MFE 5
3] s,

Ea v, BEE A0 H AR EE AR 4 e Bulgh-o) Tt B eov B S A2 B A4k 2L B
Ag S S A2BA o] EAT 5 QUrh. £ FAH LA SHYFA, AT 2|0 E, Aol E i wEhne o]
E g oA A E B Gan i g A e 2% YoksE Aol 52 4 9

AR LA AZA, Sol2A, Hlo] 27, Fol 24, FEA B ZH|Ho| & AHGGAZHE AEw 1 oo AHE A
7F AREETE o] & A A= AlA Eofoll A 2 T A EH o] Qo FutE = w2l B v E 7)o o5 IEAle] A
A AFEH ) E =7} 1959 &al gl "Surface Active Agents and Detergents", Vol. 29 7] A5 o] 9lom o] A&
2 A o ® EstETh A 72 ARG A = VA A7 A H o2 7Y A st

MA@ AR RGAE 7 @ A Fo S} mE EREA ok

goled A AAE 1 ool gom aE 48718 2 AW AFERA BE AR 5 AT S0l e
FRF FRE ZATZU F 6 17 2070 BLUAE 2= B BB D EEN W B o) 2H 2 B RE P
ToERE Aud Brne 2 7] F 0 APE] $84 A, 55 229 F5 Golv.

R.OS0O;M,

430,

_87_



TNE3 10-2007-0004963

R, 8 A 18] Ehaflabe] 95t 2217]o] 3 & M §3)8 Fol 2.

o

A

PN

947 7] R =AM Aol EFE2 74 &tk Holw 2/39 R, 471 8 WA 147 a9 A12
: Yol £ ANHA 07 17bo] L 84 L ol
A

[e] il
AT GEE R AgE R o], A Edits

oo M

o

0.

o,

o rr
fr g2 W

O

12
t
ajr
ke

o
m\l

A7 HE EH ol E
R<O(CH,CH;0),S0:M

Aol A,

R,= 8 WA 187 ehage] 95 ¢avlolm,

& 7Hd 5 ek Mol = 2/39) R, 271 8 WA 147) B grte] Aol g 2E
|53

H l
o] pgA et o] A2 R0l Ayl &l Af-olth. uhgrA Al n 2 WA 5 M ele] Fd ot

RsCH(SOsM)COR,

2504,

Ryt 6 14 167) s ihe] 7] o],
R 1 UA] 47 ehadzbe] oA 7]olm ) B
ME §313 ool 24,

R, 71E Ak Dole] EFEE 712 & Atk o5 71e] Hojw 2/3% 6 WA 127] Bagzte] AhaZo] & 2 Aol vlet

A3tk o2& 7] RGCHICO,(-) 7 A 90278 F28 F3olth R &= 44 97, 58 g E= Qo]

o

[«

2 WAl = ol E

RGArSO,M

25l A,

Rgi= 8 WA 187] &2 zke] k7)ol aL,

Ar% ‘Qﬂxﬂl j—ﬂ(c6H4) o]iy =

_88_



TNE3 10-2007-0004963

Ry 715 Ab& 2ol o] £322 744 4 olrh 11 1A 147) i 9kel 447} v stet, shebl x| 2 94 &
g

2] 167] BFA2 YRS 2r=t) o] S AA A Al = Hostapur® SAS (Clariant A %) 2

8 WA 227 &4 A}, vlehE } AE 12 WA 167] 29 AE 2= S ¥ XY o E, v=53 3,332,880% = 433l
2R x| ES VA2 Fiat

F7] E2 0] E Al Fol 2 A A = S| =54 gk dFAle| = H3HE ] B3hA - B U ~HE XA 0]
ES S 7] £ E OﬂiEﬂE, e 12 95 TFF I ELT ) E 2 2] &k e SYSAIYAs
otZlold F A O|E o AHE, o EAISY MY d3S o] FAHOE o ~HE FEA L HiEe o ZAY o] ot} o
~HE ARG B3he] o] LA o] ) o]EiN 71 A3el YEF SANINEEAY ) E A7 E 2EE v|o] 2] 454
do]lEx gk 23t At A9 ool e tlol 22 ¢z &, ¢4y ESS oy, ¢S Ey 2 4Agn
w fraolth

53] upeha gk ol AHEg A= ohg 8k

ReCH(SO;M)CO2R, .,

AL ol 2H 2 EX o] E
(2 Zoll A,

7] RgCH(-)CO, (- AR FFAORTE FEsm,

(A FolAM, Ri= 10 WA 187] &4dzke] A5 & 7o)
71l 12 WA 1670 &2 AHE Zhs ghebd s jo] Eo)

=
o
ro
o,
2
(2
ek
o,
2,

o

= G el 5= vk vlel A A

Hlo] 2 A DA = 1 o)l nlskd A A& 2 2 3ok

GAgAe] Fo FRE LA SA| = 7|8 ANS B L WFH ALY 5 90 7] 2548 243 S3A4A A4
g aehe TRE A 58] 24 Ve S8 e B E A Gl By o] dolw 4 2] A
AR A A Afole] el AP EE e 84 3 ES AT . A H o2 SN HAIR A =2
A oE g2 e el AMSYA 185 S 5 Ak

A e S R 23 B 223 E*'é‘l ol S she B/Ew ZRIASHE A ko] A Abgol oF 8 WA o 18
N g AE FHrehaL B oF 2 A oF 507] ol Rl SAbo) = B/ ZRA SAbol = v & s 9eh=A] o ulet 4]
U TR EA Y] P SAIGA S8 Xﬁ%?ﬂ THEEARE Pt oF 1270 gadaks gpehs "ma i Ak(E R
A e d=EY frel), Wt of 187 T As ot "RES AR E S -F Ao REH f2), 2rEAL v
ZEA, ~EobEAL Bl ek 2AbE E 3

A e S H 223} B 23k, 59 ol 5Ashd B/Es ZRIAGE AN dFEo] oF 6 WX oF 247) Tl
A2 FHretar = oF 2 A oF 5070 e] ARl SAfo| = B/ 20 SAo| = e E EFeh=A] of Fol nhet AR
5 d3Ze] TYSAHA F3E AT GRS "I AY FIE, "HES A G2, eE EF5E, s
¢aE H 2Ud daes 2

_89_



L
, T
EEZ

a-

g o] A (A E| A
o3t 120]H

3] 10-2007-0004963
9 WA 187 eFAd =}
X

, Y=

S

L

R

p=H

30]a1

7
=3

L

R

5
IR, 7]
1o

A

3

R, 7} Wgeln, x

6 WA 2070 g2 Atoln}, &
ml

Poly-Tergent SLF-180]11, o]

T

o=

Eay

=
=4

# A
s}

3

L

19 R, 7} C4—C

s
Jo

Z]
&
A) 31

7

=
=

s7] shaka o) vlol ey Aw

L=

o

=
=

I
R,

L

R

4 o]
il
D

2~

=

%5

[}
=]

R, —(CH,CHO),(CH,CH,0) (CH,CHO),H

R,O(CH,CH,) H oA &7 7] R 2]

Ry B 6 WA 1870
&7] sheba o] 1) whet

CERY
471
A g oA,
o]

983 2k

)\

HCH,CH,0){(CH,)OH)R,)

I

CH,

R, — O—(CH,CHO

Aol A,

Eo]al;

ol
o)

|

|
o

il
—_

=

R oF 4 U4 oF 1870 Bk

)l
AL

D]

Gl
<
e

Ry oF 2 4] oF 267)

_40_

ojm; &=

s

191 oF 3] o] 1
191A oF 3¢ 49,

5 =] °F 30¢]

L

R

=
k
o)

1



TNE3 10-2007-0004963

i7F 1o]az, k7F oF 10 A] 2k 20019 &= 1o] 19 A1 Eo] 71 vulehzl 3t} o] & Ad &4 A= WO 94/228003.01 7] A ¥
o} At} th2 vtk gk vjo] 24 Al Al= BASFOl Al 311 & v =53] 4,340,766 7] A€ v} 22 AEH Tt
715 2 A4 A d3s S ol Eo|t), Plurafac LF403 (BASF)7}F 53] vhsh4] s}t

7] 5l &8t thE vo] 2 AW A = 7] §e2] 9] shstEo|

Re-(CH.CH,0),H,
2] =20 }\1

R, Cy-Cyy A4 Hi 24 22 V3154 2] 2ol 3 & g 2 )X 509 o] 31 o} wpg A el R &= Cy=Cg A

A4 Ex Z407 & W5 Ex 23] AL oF 6 U7 127) BAAAE Fiela E el S0l = Y/EE w2
I SAbo] = ok 2 )X of 25% & EUsHE 44 el FelSAlolgdl i Fel A mRnd S,

AR G R0] 12 14 247) BAAE 2 22 B B v 2 B4t of e 2] Ee) S A D FEA.
BA G Fel S AN FEAE L0 E Daeehd o] B, A2 Eeehs-do] =, Asug miv]go]E, sy
B Ee IO, A2 ulE B sHjol Aol £ M R o] hEofelo] , A2 E Eelsbjolaol =, £2u
2w geolo] = L heuek Ee&eolo] Eolth, Fo Ao Yl Ab2E 4 UK 3070, wherA s oF 10 V14 2070

gl SAlol= B2 355t} A EH|E o] AHE GEAE o]So] B U]- £ EglAl o] A 291%] o] Ko u}
oA 1, 2 T 3] Y SAEd AbES e

sh7] speta & b ZESAdEA-ZYSA T gl 55 35 A

HO(CH2CH,0).(CH(CH3)CH,0),(CH,CH,0).H ==

HO(CH(CH3)CH20)4(CH.CH,0)o(CH(CH1)CH,O)}H

a b, d e 1A 3509) Aol 7] SGA 72 Bl gl SAlol= ¥ FeTRB SAlolE BEL 1}
Eh,

5 SHAS ZESAEN A2 EF T 5 _Liﬂ«] Aol oF 10%E T3} 7] E4-2 vt 2 5= S Aol
ok 1000 W#] 15,000, Bt} vtz sk A| = 2F 1,500 W A] 2F 6,000 o]t} O] = gé% ARl Al 2 FAH o] A}, o] 5
S Ao "Pluronic" @ "Pluronic R"(BASF SIE dolA Ax)2A Fde 4= v}

RaR.R.N=0
Al ol A,
Ry, R, %R = E3h A5 2o 2 s X kel 28) A= e 2,

u}e4 3 of

pul
LR
R

2R

d

| SAbol B4 Ry 7k OF 10 WA oF 207} R abe] 97 Abol 3L R, W R = oY Ei 7o) At &

VR, E o6 UlX) o 147) Babe] &b Abel i R = WY i oY 719,

_41_



TNE3 10-2007-0004963

FE53 T3 AA:

A AAIE A 39 obvle] FEARA dE] Z1AE 4 don, ojuf A= Bl A3 Ei= FHo]a A
18h719] 170+ oF 8 WA oF 187 etadAtolal I 170 AN 712 5A], ¥, E9E, TAVE B ¥AT
2o o)A F 84 78 gtk 4] Foe ek A gE ot HEF 3-Ed o} z

T doju| e T2 & X o] Eo|t},

it oot
13
m

L
ful
|
v

shgh=o] freAlz 2y 71AE ¢ e, ojuf A=
A = A oF 1870 a9 AE dretH & 17he sold
VE, IAME B FAX RS e o5 e &8 HEdlow Jgv. 1

= oo

RO(R:O)(Z1)p

2ol A,

N

R, ok 6 WA oF 3070 (sl g2 3l Al oF 8 1A 1870, 1k Wik A s ok 9 VA oF 137)) ehafl A
1 , A WS e, 7y 27, S= A, o

A, o, kol 3| ==kl o} h e, WA o, oka A B)ol 1]
T

R, 2 WA o 4] A F48hs o7} Batea el 2, a8, T ad =t REAC s s
FRAR0),E ADA Ao =, TEAW SALo| = YW/mEE o 59] U Ei BE 2] B w9l A 9ol 1]

ne 0 WA oF 129] A Ao H;

7,25 e 6/ BAYAE Frete dRGHAsHE 272 F5)E FUAAA FEE rje]aL

p= 0.5 WA 10, vk kA= oF 0.5 WA oF 5] 3t 5291

Henkel Kommanditgesellschaft Aktien of Dusseldorf(5¥) 28 A|#5 11 = 572 o= APG 300, 325 ¥ 350,
olwl R = Cy=Cy; 013, n 00]m & pi= 1.3, 1.6 2 1.8-2.2 o] ii APG 500 % 550, ©]w] R &= C;y=Cy4 93, n& 00]
I pi= 1.3, 1.6 9 1.8-2.2 0] L5 APG 600, o] R &= C,,-Cy, o3, n:& 009 & pi= 1.30] ).

A g g A o] vpghA gt Mol 2429 oF 0.1 A 40 TF%, ot v stAI= °F 0.5 WA 15 %% ©|t.

AR A A hF S ok 7124 vol 24 ARNBAAZ s, o e AW I AFS HS & AAN
A% SHAZA Ag3 E 3ol npet A M FR ] AN B £AZA 48 A} o] ES FA
e
o}

Lo
[

z4
A TFS 7155 10 TH% ©138}, 53] 5 5% o8}, v s A= 0.25 3% WA 4 5% H S
] A7) AE ol AFEE7] S 71 A 0] o F W ES ALEEHE A o] B0t ol

N
X
>

_42_



TNE3 10-2007-0004963

v 52355 vlo] &4 AN A L o] vato =
B3%, Ay Ee Az edd/Ee A dd/Ee-SATe g 34 25 258
A% AW AE A BT} e AnrEel 5 g

.

731 A 24 A 9} o
%538ttt PO/EO/PO 538

AE 9 Aitel tiste] AAIFE B AXAES 2tE AoE B AdyA 9

Hlo] &4 AR BYA L EASHE B A AAE oFF v AT AF A7 AH A N FES o) F A%} s =2
Vg i P AEg o] §m O] PO S AL, e SALRAN B2 FA SFES TP
w; g7 Hlo] &4 AMBYA ] 37 o BT W =R GRS w4 A E LI wo] L4 AMBHA A
e 71E5te] o 205%9% WA oF 80 £5%, v A AL o 30 %% A oF 105 F%elth 4716l 71 AE aAS
HESHE 480 25 FeSA YU Bl S A XA G HETE A WA Fh AT B oY Fel@, =
299 292, 2UAE, S g ez g 2 ol gAriop & 72w sk sgRolth A A B3R C,-C oy A
% vt ge 9 Wy £a A4 EH B0 L T2 EASRE ALY FHY HTRES AF 47142 AA
BN BE e A E A AT e Reh

Se, e B4R A 7|2 o] eA

B91E 2 CpmCpp BA Tl 9 0 2-29 299 292 o2, 20 7] $2 40T SAA Fel 2 EHH o
2 1ol AR Aeshs BAolw oF 1 A 49 FFEES 2 C-Cp, FAT e FFIA| = Y/E = Bahyo]
3 U4 871 A SAto| = V9 2 C,,Cp, FAF LA FHFE AL 5 AT AR A4S EFE @), ol
o HAE e FE o) £ o) A AL o B elo|E i FEAuIE} dAT e T o] m o) 27HE Fejz A}
= ARB AT fl sk, B el v @ 2B e 2ol e Al @R ek 2% olahel Ak vle] &4 AW
YA, A LAUND op S Abol = EE A FFIANEE EFHE], EASE AP, ol AVBAAL B0E
A o) qAAel ol 7 oAE Baw dt

sFeha)(1) 2/%E (1)l |2 11 S o] o], FX|H F7he] Ho] 34 A T ¥ 43 S Aoz 3Xd &5
A 2/ B4 ¥ A A S ALE e 5 9oy, F iR = , £

M GAGAE 2= X8 B X3 il 2/EE HS5A-7F 285 A4S A8 7 k. AEe 1 S5 A= B
Aol ) A stA S £33 = o, QoA XA H Bt Aag Y/ B[R] 3 EE A

N-o}d 715 g3t 4= 9lr). Zejopastd G dtjolnl, 53] gl EgtolA g ddlt]ol 1 (TAED), o} sld 22 &%
4, E3] gEgoE ZZ9H(TAGU), NN-t]obA €l -N,N-t] #| &l &g oH(DDU), o} 3te Egjolzl F=A, EF
1,5-tlotAed-2 4-t] & A8 5| =2 -1,3,5-E8 o} (DADHT), o} 3ld dldEF o] E, E3] =g AT
o] E(NOBS) = o] Akt d SAMAlE L o] E, o} 3ty tr} 438, 53] EgolAdl, ol g dl =2 F tlolAH
O|E 9l 2 5-T] -0} M| EA]-2,5-1] 3| =2 ko] vl slal T ofM sl A20]E 9 vy E d oldlsle F 24, 5
3] el e ZFF T A~ (PAG), AR A Z oA EH o] E(SUPA), HElolAE I ES ~ HEGolAE g A2 o ~
92 SElolME g E 9~ Wl ol ofAl e sl A -0 wEl N-d A ste 2F7MY 2 FF A egEo] upghA s}, 5
E5E9Y DE-A-4431775 258 X4 4 19 &4 2FdEE A8 5= Qi)

Wouo] wheE A MBS f7] A SAtel =, 58] Tlobd 9 Safe| B8 3 E 4 Sleh. Toba 3 S atel o] Al
HQl ds UEd Aol =, B2 WA=, W b ¥ Aol =8 E et
3 o] Fpe] ey WA, ) 2y AelAlel =, aze ehar

KR
HA= A A7 =l 1-10 g/Le] s == &3ll€ 3, pH7t oF 8 o]

B S T 9y ,
MRS oF 0.0 A oF 11 MR QES Aedeh AL ey WAl B0 Si0/M0 (M = 42 F4 9
519 A AR 9 o] AelAel B, BANLER, FASIEF B oS EFE

oItk 7] = g A Fo vl s R AA FFE 71 E5 ]
oF 1 %% W7 o 50 SF%oIth. i A g AN A, Belg GAE A% 4714 AR ol MiiEe] A7)
S 71F 0] OF 5 FY% WA oF 40 FB%, vHE A S = oF 10 3% A oF 30 $F%e) FO= EAFTE B
ol mE W Eel AR e vl Al et A Bk 0 24 wakele] E3E, vigt el B U E R

_43_



TNE3 10-2007-0004963

e o] dA S-S 7|25k 60 TH% ol s}, vtEA A= 10 TFH% WA
3 = . = A, AHEE B o] AREE A BHART 9] Bl = oheFE o] A
1k A gl B AU EFo] ALEE T 4 Bk o) Bk o] SR Hl = dubdg o g 1:1 WA 15:1 ot

7] AelFlol 2 WG] WA FFE V1Ee] 30 %0 GOz EAY S ATk 1 Adely WA =%
b7 4 A A ARG te] A7) E Sl g stk EASE 9, bEF L 2F, 55 GEF, dgde] £l
A S, ool AR Sel 5 AP O] SI0,Nay M7 o 5.0 T of 2,491 sh) 44 = Aol

olT}. 714 Whk A 3l Al Si0,/Na,0 W17} oF 2,091 #1944 JEF Aej7lo] =olt),

=
o o

o] A TH= 71Eete] 20 T WA 40 T

0% A g Ao 24, B o] w2 42 o
I NEIE, 5 53% WA 15 FF%2] &7 eiksd 9 20 3% WA 40 &

Fwol 787 771 WY, 53] &2 Al
F%e] dzhe] AAlEE ettt

o] 3 BA AR 2R, A SIE 47140 AR R, O% GG sE A5 47103 A4 e
3 =g 2AE FHE 5 Ak ol BAL B 49 ebl A 58 47145 2B vt
A3 ol A, SEE U & 0 29 &0 g g ERANINA M)A Ao ALY, s SR w

s , cl
7FaAR] A, 2= A E o] A A A5, ol ¥ BEAl= widE, vhghE skl A 71A1F 7] AlA
T, Bop v s A= AbE A71AIE AA wighE o] AA TS 7]Eske] oF 0.01 TF% WA oF 5 TR w2
o TdHT. At F-4 o AlA = vk 4%, HI 2] g = 2 gk Wl E g okE: B St shehe, ddd w3t
H ES, 7T BT E W B ekEek 27) i, 37k wlin, ul Ak 4, ol A2 ob 2t okt
g Hm, ', A2, i, i imE A o /S S Tk, T sbshael 1L 1L 1V,
ul

QG fo < off (M o2 & o o — rm

ek 2 Aol whE wigE-e T2 EHokA|, ofdetolAl, EFetobAl, FELtolAl W gl gfolA| e} 22 a a4 o)
BLAP®, Optimase®, Opticlean®, Maxacal®, Maxapem®, Esperase® 2/E = Savinase® oF 22 X Z g o)A,
Termamyl®, Amylase-LT®, Maxamyl® 2/ = Duramyl®3} & o} @tolAl, Lipolase®, Lipomax®, Lumafast® 2/
%= Lipozym®# 22 ﬂuﬂrow E %33 5 vk AL E F UE G4 dAd A5 EY WO 92/113475 2 WO
94/23005%.f 71 A =] A “‘:1 o5 7] BEASIE Y Bosy] f8te] FA el FHRHEAY Y/E= e =
z]oﬂ v gE 5= Qo) o] 52 o] WE A wFE v Ee] WA TFS 7Tt b TE%E 29eHA =
E3] 0.1 %% WA 1.2 THR2] Fo = =43},

¢

03:
rl.! o
P
rr
A

3l

o

opghobAl: 2 W2 vpghA sk A = M Al A FdE QHA , 2 zt
g}, o213k opdetobAl = tholl ofe) nAl§hA o 2 et (a) TERMAMLY® 2 324 1], g7y zav 2(5,
licheniformis) &3k-opd etolA| o] 912 197¢] $1x] gk WE 2 7] o] Shejd = Efﬂ]f&‘d( F A= Edled)S
A3 X 3ho] AAlE EAHo) 2 YERE 4= 9= WO 94/02597, Novo Nordisk A/Soll whE opdglolA], = H] opd &2
A I (B, amyloliqguestaciens), V. B A B (B, subtilis) == H]. ZHolZH 2RI F (B,
stearothermophilus) ¢t & A3 E(parent) o} E gholAl o] AHEA €] WolA; (b) C. Mitchinsonell ¢ &l 2073
American ChemicalSociety National Meeting, March 13-17 19949 A A Al € A& "Oxidatively Resistant a-
Amylases"9] =9 Genencor Interantional®] 2|3l 7] A€ v}e} -2 M A -4 ol ol Al X5 A 71 A1 A Al A
=9 XA = Ly -old oA & B A 7| A v v, A YUXEEN (B, licheniformis) NCIB8061 Z5-E] Genencor
of o3l & Aks} Qb obd oA 7 Al H o] wra Ktk thE ks QP A - o BhobA| = AMg-E ¢ qlth

Fde Absh oA S Zhe ol TtolAlE AR

T2 opAl: TRE oA BAhE iMliH w2 o] A TS 71+3te] 0.001 5% WA 5 5

FRe] Foz EZA T o] Tl T oE, AE EEAEWEAG) 7YY A B vl A s = Al
719 Al A RE] aaholt) g4 AAE e vAA FE7E AEE S ol o e fHo R ¥
HE EdWolof o3 AdE dd FE) a4hE DA F2H a4 WolAo]7] witol Hoo et A Ay
L gl AR 4% Alcalase®, Esperase®,

A 2] ¥ Maxacal)S ¥3838t} Purafect® 2 A HEgo]3 BPN 2 BPN'= Al oA 913t 4= g},

Durazyme®, Savinase®, Maxatase®, Maxacal®, @ Maxapem® 15 (¢!

i)

_44_



TNE3 10-2007-0004963

Aske 45, elatotAl = wi=o] AA $HS 7IEske] ¢ 0.001 %% WA 0.01 % ol * 7 -9-o whe} &t
Hoprl N-FAbo| = Hi= & U BRI 22 S dul 24 545 2h= AR SAA oF 1 % WA F 55F%et =
Sl 714 /‘F‘loU]Oﬂ A uotal= A, F= B Xt 7)) 2lutobA], o A sphH o r = fd sk o
=drelA 7149 E]JJrO}Zﬂ% LA, oAl & 2 o 2=l Tt A5, olee
o= ol&& H-7krEsld &) ofyet A (Al 24&2] 0.5 TH% nwhe] L4

od off = R

u L

BN

o

ot

[0y

hu

X

ox rlo
‘h ) _&
0 o

1 o
oy

}am shA= A71AH AA ek, B vkgkA s A = ZPE 27142 AA e
oF 10 TF%, vhE A sk A= 2F 0.005 5% WA oF 8 T%F%, 714 nls2 84 A1 = <F
o} 4§} AS £ 46}‘6]— 2= on;} o]g{g} ar o}zéi} A= A= = B_ng]r /\]—.Q_/\-lo] o}zqg}
E =g shA el o &) i%o}ﬂl Agd F AAY = gkl oal = 714 AlAl &
2 57k 5 At o] @ A A A = A A o], B4 2eAd SeE, 3 7t
¥ dom, EAA 2= F8 9 Eeld dejol wpeba ol gk kst

2

o,
ﬁw
5 ;E

N Loy
o) of
ol

N

o,

bo{t

o P o

o]
5

£ 10 Y
2o

L8

o o £ o
o =

X9,
2
2
ol 1)
)
s

==

)
o

2y o =
i
)

BN
2
=

o

2
fz
gl
l-')'

)

Ml B X O o ol
2 g o & o b
>

iib)

ol

ki

e

Rt

e

i, e

Lo 0
o [l

%

il

o

P,

ﬂﬂ

i

A

>

o Y 2 ) on %+

Lo

Ao o]l g o] &8 AFHHE A (finished) ZH B 24 o] L/EE vp 1|4 o] &0
Aot 24 o] £ kA o= rpa|4 o] &Rt} o & Aol 17§39 ol Lo] A
| 4%, 53] AAe AeE ahel hEA, £9 W G2 uEE A

L 30, vk A 8Pl oF 2 WA oF 20, B % vl A sl oF 8

ey
rlr oo

SRS
£ Eob
v

,_.
=
<

o o
oty
o
g

e rle

o I
e

-1
Ho
s
=
L g,
)
o
ol
ks
)
of
a2
r o
=
2
N

5
m AN

(g > d

o} ok
u =
Pl 2e) 24 ol Tastth v s AL 84 2 B vbdlg 9L o Jakge

A

El = FAkst 24,
&, Heak 2, G 2, ks A B o EA s

& | 5 z

A

& wE
-
%

i
ol
ol
%
B
;Q
]
=
HE
RN
ol
ol
X
rlr
oldt
2
N
M
oy £ > 1o

o 2

o,

Lo

hYA
-
e

o
e
o
e
rlo
ofe
S
R
I
[o
>
oo
o
rlr

Aot} Seversonol| o] g v =53] 4 537,706& Hz, Sk A A E A
o] ool x|k B} A& Aoz oF 32T o|5te] HEta E ¢ ZE R A} 7k
AA G 5ol A et dd BEA Hﬂii*P p-HERALH B T3} e
AR 2 A e A Fol ae A ghE T4 =AY AFSS FE]
oA A A7 2 E °W§} AE 53] dze)d zdstlA v

FAS %L/\gﬁo].x] )\o]- 01-7] 2 H A& =]
|

i o ngt
22
1_,\-1

F—?’a r{r‘ H

rlo N

oDy

% o

r>, a9,

>~

—|—4 U

oo é‘o_:[

ﬂlﬂ m.hj

& o

30, 1%

o

F

o
i
) ofr
R
n
o,
ox
X,
=]
=)
)
o
BN
oX.
i

=2 %0
L ofy b

S

jur]
=

k)

ol
o
S

2
oftt
ofy ¢ 1 xfy

1o Jo 4

o
hdy

o}
.75 ppm ‘%*%’4 oA R, *‘ﬂ*ﬂﬂ BEE &‘%Kﬂx‘ Ea=

‘_Or‘é
2
o 2
g O
s
3

Bl X ol b
N
£
3
(@))

ol nﬂm
0&‘# o
o R

o

2 L
>,
\:L

=
'
i)
N
il
E
L
_?L
QL
-l>
o,

o W)= FA7} B 4 9l
A9 AR A8 4
AL oA, 71 A}

z
“°
o 1
12 oo 1
o
o2
Ry
2y
i
ot
e
+
facs
_E
ﬁ
5& 1
_|>L
ofo
o\
FE
o2
B
=2
=
@

oo [ ot 1ol 3 rlo op T
itd
ot

olo kv

%
4y o
xo

ultd
[
=]
=
)
=3
rir
of
Q i

%0,
N,
M

g

r

S

o
v°iﬂmﬂﬁﬂﬂﬂﬂﬂﬂm4}%ggu
k2 o)

i,

0.

o

>
i

= mg{_’(

il Ay

il 2L
12
o
4 =
o,
0 2

o gh-golrl (MEA) ¥ 19] 2353 22 7] OM o] } g 5 »]‘ﬂr U}XWW , ﬁfﬂ aa GQAA AE EJAA A
o] gt a7} ZIEH S ZHA & At HlEHoE YEY o E, SR etolt, Bkt A T, o F-5AF v
EF 1 2 e YEF ““ﬂP ofy el ol E ,%%% E 2o E| opAH o] E, Wl Ze] o]
E FHo|E, T o]E, B2 EHo|E | dYolE Y o]F9] 2 ?f“jol Ao o mek ALgE S
Sil‘ﬂr O‘HW O?L A JJrﬂlzﬂ 282 o -7 OW 2 gatel Al = ditol o8 AAlE 5wl (A Hikskr
, e AR R 2gehe shehEoe] I o] a3 Aol EAEHA = & Ul e A g A E
Xéﬂ% 2710& EAEHA Eeth A7) A= H A AAE A v B ol gk v ekal= vigkE o o
I U839 E A A e QP SHA o] AFE-S Tl ah=d] ol Al SFEkRle] FTAke] Vs AAIE Ao
ARSI I Ele], ol gk A AAl 2 ET @ed] 31 o YA, A w2t = % Tt AY
}E AYs 7] Aot wmEbA], o]k B o] EAskd v =53 4,652,3923. 9] 71 A vpe} o] ¢ xpujjol
o] npgh=] &},

Rk
= oo ol
ox, as r-\o
S
UR oL
>_\.L L 1o F-{

ko
ojr

2oyE o e B

T @
"l

L
rlr “

_45_



TNE3 10-2007-0004963

HGA oA 4% 7 9o mel 2 drgo A {835t} o] 52 "g3l st 'S 8] AFEE T, S AE S A AFH
2 B VAREH AAE 98 B 5 E U2 V|H R oldH e S WA o]§)] A& %D} HEA| G4l A A4E
Zaf wokell FA|Ho] o o) LS F H A TholA|, g Iy yolA|, H SR B FATIoLA], o) FEE-H B
E R - A| T A E EEe)
o] A 3 A 2AAE, atEASHAIE A 7IAE AAl el g, 2o vk A S A = As A 7] AF ALA] el E S
9o whaf 713 AAA, A & EAFo|E V| AAA, A 7] JAA, B OEQ FEs dFd T A
o} durA o7 7 o HjgE o AA FHE 7] 0 FH% WA oF 10 =%, °F 0.001 5% WA °F 5 9% o]
oh AP A e A 7 AAA T AREE FS- 2F0.01 5% WA oF 3 FH %o H}EW 61 H] LT o] E A
B I AH0)E o ~HE B AAES st

nla e 47 Tadole o ~H 2 16 YR 207 €A 9AE 531}, o} ufE e 47 T AW O E o ~HE2E B
wmgo}d AF EAHO)E s B2y A EAHo]E EE o]S9] o E3| obzby] 24 o = o] S9] ol
ot

Wb o] A B A e 24 & vl 7o) AFeHE Aol 7] Wi A¥A A AHS ek Ao H
B8k Ao Z wra At AA R, X0 E o ~H 2E B4 7 ¢l Ao] ol n uiEiatE dubg o g Boakw o] AR
AN AR AxA ] S H st ES g,

7% S AA ) ThE el sheba, Sheba /e A3 i 0 A ofe S},

U] A 1 AA 24w, vk s = ATIAA A e, 2o sk sl Abs A 714 A Al e
ol met 1 o] de] 55 Aol ESHA, oA S| =S Py A x o] E (HEDP)E o & = itk B drbd e
=, o

oo A X gt Ay o) EdAl s FFEEAY 0 E, ofuie IAF YO E U] 54 X WS A o] EstAl 2
ot S ¥ 3ele Lo RNE Mud £ gl B ol X837 ol A 3He thE Ao ESAlE Al dE =
DEQUEST Alg]=, @ Y3 SlaEgo|e| =7} A %3 Ay o] EstAo|t}.

9
et
1o
['tofr

o
il

Ao BB ZA F 83 opv] b2 B o] E = of WAt 0¥l el kol A €l o] £, N-5] =5 A of Wol WAl t] ol = 2o}
AdoE, UEAR Eeobad o 2, R arjobyl o =k 23] o o], Eelo] gl Eetolnl sl Aboldelo] £, vlo] g
AEelolnl-AetobAHlo = 0 ekt Fe 4, de] F4, GnE D 19 AP GuF @ W o5 FFES XY

gt

Mo A& o] A glo] AA 2 FAA 588 o EshAl A AHE 370 EF A G
28 o] e o] Eo v, i o BT obrl B E 2] 2x( Uﬂ <)) 52 2= .1 o] - EFF v A A= o5 oyl
EaEulo B o 6] ol o] BAAAE 2 O wE Y 7% $HeA g

o VFI
mE
T of
1o
H N
oX,

= A Ol AbE-Et7] ol 53] whsrA R Atei A AelolH = clE iy ol s A o] E (EDDS)e| v

o5 Aol EslA| = HolFS Mg AEA7F ALEE A9, o] 52 dutxow K outo] A g Al 2AE vlgt
A A= A7 A AA wdHE, Ro b2 sk Al= Abs A 7TAI A AlA vl e ] dA SRS 7]eske] oF 0.001 =%
WA ¢k 10 2%, B}t vt A= ¢k 0.05 =F% WA &% 1 SZF%S A& Aot}

2ot o] uid Ak A ¥ A 2AE, vt s A= A71AF AA elgE, B v A S A = As 2 71 A F AlA
doz FAk E TF 7 Aok EAEE A S, B FEAE Ao mFdE AA TS
% WA °F 25 %, vt A= ¢F 0.5 TF% WA ¢F 20 TH%, Bt v sk A= oF 1 %% WA

_46_



TNE3 10-2007-0004963

ofy
ol
K
Lo
oL
o
- 0
v
rlr iz
[
N
ofy
)
__>t‘_’,‘
rr
nj
i
r10
_’ o

H TA G ZA g o] AT AA 2AE
o A e o)

AU FUAE T2 R0 Aol w R0 R Fohal we Qe G gty BE AR Gk () 2

- O e Eeloee i) ol 2%e 34, 53 bEF ol /4 v sith, SH A9 BAREe G d 9l

AR w2 s A= 2F 1,000 WA oF 500,000, 2.t} vhgkA &k A = oF 1,000 =] ¢F 250,000 o]t

FHA A BAA FEAS GAT 5 A BES BFA AL o} U, FAAES BAA F5E), Frh2l,
ol EFEAY, ohFU AL, WAL, AESEA 8 AR RS X3 Ao E 22 et 9t v

[e)

jul —= v T

4 A9, ddd wWd vd olldHl 2, 28, old @l 5o SR Lelgk o] B4kl SFAS oF 50 T
A e ¥ H skl Az A,

B2k oF 3,000 WA 2k 100,000, HFEA 8 A= 2F 4,000 WA 2F 20,0008] ofdHoln = 2 ol g o] EL
L xﬂ A ] ¢F 50 TR VIR, vt A S A= oF 20 FF% 1 Vo] of AP otw| = FheFo] AbEE 4= gl 71 v
A s A=, o] 23k BAkA FeHA| = EAgko] oF 4,000 WA oF 20,0000] i F3HA| o] AA FHS 7+
greFol ok 0 TF% WA F 155 F %ot

=
o
o
Y
i

o
o
=)
it

8] b A 3 EAAl SRA = AR WA EY o}ﬂ%aﬂ o|E FZFAolt), o]el et FFTFA = A G 2A a)
05%F% WA 10 TF%, vFAsHAIE F 80 T8F% WA F 20 %] okAHA = 19 45 b) F10F
WA o 90 TF%, vhEA A= o 20 TF %IM % 80 THFR] A 3hel oA TEFA = 0] S 6‘%0}111
3184 - [(C(RYCR(CO)OR)] & 714, ojwf) Zd o7 B 7]el] 2= ~] e AAE S0 oe) d
E A7 R, Ry B R, T Aol= &, v s A= 1WA 470 etagate) &7 T 6‘]5%/\]
= & vk e A= R, 7t HlE o]

N

A ARAG ZjolaDuo) B BAA FHAE vt el o 15,000 v w, vk skl ok 500 A o
10,000, 714 vk shAl= ©F 1,000 WA oF 5,0009] EAF&-E zh=th, & B A Oﬂfﬂ ARg-at710l 74wk A @ E o)
ﬂa‘ golE T AT oF 3,500 ZAES 2EaL & R 70 TF%e obAHA F o 30 TH %] et A H S E3etE

23] S3te Feo Aotk B PA ol 83 2 BAA SEA = EAEF 2F 950 A F 30,0009 E7 el
E‘a =22 2 SYjza2dd 28 F8& 2gsth

B AN 88 ThE Bk FEAE AER o &0 E o sHZA, gAY AFR e obdEoE o]
E ASR0s EH0|E, SEZANY ABRe A SHIE, MUABZO A SH0E L IESATRRABRO A &
Aol Eolth HEF AFE 2 Eulo| B2k 47 9] 7Hg MA@ FFA oIk,

2 AFS LA FHAE A2 BARE GIF, 59 5%, A5 D Ao o],
49 5 Qi ThE 2o BAAE BeolaviHo| g ge §7] BAA Aol

] H3Ae] aTH A of ol meb, FHA BHo] ¥ Wi A= 47143 A
A W, Bk A S A A7 AR AA el EAT 5 ek o] e FAR A FAROS o 22,
S SUTE SE AT AL A7) HW AR T, _w LA S A 4714 A A b gl

A Fo2 71Eske] oF 70 S %, ke 0 S9% WA oF 40 FHes) oz Each vhpAe FAAE 5

ok A e M HOES Sl aa 5o BAUE Folcl

Lo
o
i
e
o)
Y
o
N
o
i
=
o

N
¢
1

B A Aol A AR A 45 & EAA 9} ukSAo] X PR FRY £EE 2 o] ugeir) o] AL Lo
ZAe) A, Y mhavl%-9 FEle] LT Yo E i EDDSO| o8] Held ¢ vk Baly mulAE vl R
wEo] Zue A, & FAM el AL de] Al ES W% pH 24 Qo] 53] uhghA s)e},

535 & gl w2 A wighz o] Al = do]AE FHid w) & Tro] whE A ezl AFE 5 e #77] &
= 1 WA 47 RAQAE e daE, 53] Mg, dEE, olAZ 2 B tert-F- 1S, 2 WA 4] G4 AAE 2t

_47_



TNE3 10-2007-0004963

U, 58 dEd 2 9 2247 29E, 2 olge] THed e e RN R e duEE 2
e} o] 2 gk &S Sl el mE A el vigrH e Al wigHE o] A T 20 THRE Z A
B Y 53 1 5F% WA 16 TF%e] Fo= SAgt

ool A w2 A 24w, vher sl A71A A AlA vl ke, Buh ks sl 2bs A7 A A Al e e gt

=2 Y, S ole2 A LA EAStAlA pH Adstell vlaA 2 A 2y, & HAAel ZAE vE 2w
2 B W2 AT S 7 S F AW e AR dFHA €S U FHE 85 FE0A pHE Al

of st WMBtA|7]7] 917k R dRbH o ghF o] ARG wntolu e} A QL ke, AL, pH-F 2, o]l T 78 &

7] o] AHEE s, o] H 3 AL TRl A 2 s H o vk 5 A w¥ A S, nher Al A 71A1H

AR MR, w0 it e A A2 AR A e Feas 22 B o u S el 7] EE )
HEE e pH 28 4R wadth pH 28 AR AX B A4 28, s AsAE 7144 A
2, 0ok uigh sl 245 47145 AR i gEe] ol 1,000 7] 5,000 ppm FEE §3)5 ¥, pHrt o 8 o 4]
91, whFA S AL oF 9.5 1A oF 11 912 FARES Adch v s v-Eado] = pH 28 JRe g £OE
R EERIcE

() BRI ER = Al =T ehaked

(i) oF 1:1 Al oF 2:19] SiO,: Na,0 H & zt= YEF AgAClE, vtgtdlsile 4 YEF Aol E, B o] =3 A

te ol HEF Aol B E3HE

ol

¢

(ii) A EEZAN YEF;

(iv) A|E 22k

(V) THAYEE;

(vD) BAMGEF, v s A= web g
(viD) A ER; 2

(vii) ()-(vi)e] EgHe.

MhRHA @ A o) Aol E (5 o 3% WA oF 10%9] S0 TH BT S5 39 v
2 9] o B AEEA GEF B4 BAEF 293 FEE W 0 AE2 E
5% 2 P4 A= Fe 348 EgRolth

A& 2 7] Al Hol] ALg-E = A EolA pH 24 Ao & wigEo] AA %S 7IEste] oF 1 %% WA 250 &
ZF%7t vk 3ok, vhgb A gk A o 24, pH 21 A 3

vtz s A= oF 10 535% WA oF 30 TH%e] Yoz

°F 9.5 A °F 119] pHE 2t %7] Al Mol A E9] A9, 53] np A g A5 A7) A AA wgtE A o = 2
27 A AA e TS VIS8t o 5 TR WA F 40 TH%, vtR A A= oF 10 %% WA <F 30 %%
,7FE vb A S A= oF 15 3% WA oF 20 =H% o) NEE2A YER, °oF 5 2% WA ¢ 30 5%, vtgAstAl= oF
7 T%F% WA F 25 THFR, 71 vk A= oF 8 F% A oF 20 FH RS SV EFES LS

e pH-24 A= Fall 2okl oA w B ELH I E A4 Y, oA e =84 &2 55, dEw B A8
HEF T, SIEFAEEYlE, EeotAlH ol E B Ee|7tERde o] ERNE AE = 7E 9o AlAl Uy <ol
ol nFd = UATH(S, Aol A e 2 E fdl). ol e =29 ¢y o5 o, 53 HEF Aol vt s o
784, Hl-9 #7] Y 3 o] 50 Ay 54 o= Qlsto] AHEE 5 Utk ZEokAlH ol E B EejrtE R el E
Uy 9] o= ol elnl HEfA EAL, UEH 2 Eg|opA| ERL, BFEED 0| E B it BERE 0| E 54l &
AH AL, ZEER A SA S A, W Eqte] WER, 245, 2 F, diw 3% Add dEFA % HEF WAl 272
SAYE dejrt

_48_



TNE3 10-2007-0004963

A5 A7NAE MA 2 ES e 84 HAYACEE vl X3 = v 84 A Ao E= A A 71 A F AlA Hl
SHE A B o) A~ H /I E" (spotting/filming) EAJ ol V& kS Fx| k= A2 KAl Ay Ao Eoltt

A Al ES] o &= L‘rE WA g Aol E, Bl dukx o7 A7y G4 A Aol E E35] 9F 1.6:1 WA oF 3.2:19
Si0y: NayO HIE 2t Aol E, 8l 4 de 7ol E, oz 1987 54 129 H.P.Rieckel Al 3¢ & 1| =53]

4ﬁM8%iﬂ7M§F%L4EENﬂﬁ]EMGPM%S6®bﬂ*EﬂQﬂAFH]?W“é%%é
8] "SKS-6"0. 2 ofR)olth. Al Zetol E ek 2], i Aol A #-83 Na SKS-6 2 718t =84
G ES ot BETh NaSKS-62 §-Na,SiO; @ Ej ] 54 A7l o] Eolal I DE-A-3,417,649% % DE-A-
37@0%§ﬂ7hwﬂm%ﬂﬁﬂmhﬂ4ﬂ]i%%lﬂqSKSGOEﬁHHﬂAH%VhﬂWaﬂ@%
Eolx gk, NaMSi Oy, YH20 (A%, M& HEF £ $40]a1, x= 1.9 WA 49] &, vpgd a7 & 20 a1
#] 209 %, vpgrA e = mng&t%o@aﬂﬂ554%%*mqswfiﬂa¥g§$%tqn§
Alo] Ex= NaSKS-5, NaSKS-7 2 NaSKS-11% a-, p- 2 y-d el 2 £33t} 7|t AelAolE, oA vfavl4 ea

Al ER 88 4= =], o5 HH el A=A =A, A4 Aol ek b stAl = A B ASE Alo] Ale] A4
=] oijq xLQ.aI—

f
ol}lt
mz

0]
AR

F{

T
=
ol
Lo
ol

B AA 2AE, st s A= A7 A H A wlgtE, B et s A= A A7 A A Al A gt
2 A o] Ex BRITESIL® H20 (PQ ZXEd o)A A %) 2 &3] BRITESIL® H249} & 784 =4
EE ISR AHs A7 A A A E0] A el g vheke A 5] AelAoER AMEE 5= 9l
a&%amﬂﬁqE HERA g Aol E T 4 Pﬂ%EEWEL g2 Al Ao Este] 2gHEo] &

Z pHE 24387 Yol AFE217] AF 7)o A4 ALgE 5 9

o X Jn
NEuh

)

o

.
¢

4y Lo 2 iz
M

o

i

B
|
i

HeolE, HEF 71 ExUolE

N
=
yo, ol
-
2
i)
bl
S
m
rlo
o
o
il
i,
rlo
inj
o
¥
_0|L

gm
i
EY
ot
>
o

mlml_‘t
m
> &

=S|
ok 1%
A
W2 o2t
st i}

o oot
Rl

Y
(r

ol
-

i ox
g
Lo

of -

ofm

=
¢
o
g

ol ol
S
e

RO )

BFO
s

=

U s A A R, ks b A A e
3P WT Qe YRS FRT Q7] e, A4 DAY 2HE, A5
neh rhA A A A1 A GRS frel SR G AA, A 2 a3
ShAR= 71412 A W, wok v a A A A7 AE LA g 7 F 2% o),
oI5t fsha o & 9 ol shiladl A on LEA LT APk Aol v

9 5RoRnE nEs] 98 28 Fud 0§ & Ak

M
O_>|:4 Oﬁ
e N
Oﬁ. O_>|:

)
L
N o,
ox 1o

N2 oy o

o,

Z 1 2
4

o> B
!

e

m{n

N,
=
=

W2 e by

e g
DI
Sk o
R
i)
2 _|>4

2

S~
2
A
4
ME |
to
N
N
N
N
oH o
i

i O
S
ofN !
of m
X

el whE A 29 A 24w, vk A s = ATIAA A ek, 2o vk A skl 2RS4 71 A A Al e

1 ol o] 'hagla), vk skl 1 uiA) 20
A AHEE Gtk o)E Aol 3 aHE ATAE AT 5 9

R;~C-0-OM
o] 7] ¥ &A At whghE sl

)\1 = oﬂ }\1

rlo

M

o EE ol &% ojvlaha

_49_



TNE3 10-2007-0004963

4 7= A8E 5 de F E%O]U]ECI—Cg%} ‘%01‘11 O]“ﬂ JELO] 1C ‘}J/BEE a4 )= 1L%‘ T Atk

Qurd o 13 5 gl obd amw A A me Cl—Cﬁﬁ, Cl—Cﬁi—Al, G220, Alobe, UER, Fh2 2],

d, A s L‘rEE‘ai/\loﬂ ol 13:%&1 Ad sz OlU‘r. H} '& 1:@%7] C1 C,&

AFE 4 QU C,-Co2 A 7 oA Wi, el n-Te e B n-pda 2o 44 e 22 2d g
22 LI C-C, A A7k kA sk 44w G ehr 2 WK $E A0 EE dan) HESA £EC -C,
Aol ofs) X3k 5= ek,

?
R;;-C-0-OM
2] Fell A

ool whe oA B Al oA gho o An) &
Qlom, %A F3HE 0 A Feli A5 whek U wolel A Ao obd 4 gl
o

g mE AP e BHA SU1E FREHE §9 Feje] ¥ orye] mE A4 TR JRES I U £
sh= Aol o8 FelshAl Ax 5 oM, T EE ) GHE A% EF] 29 5 Ak



] 10-2007-0004963

I}

E
l

7K

YA

o

ww
o &R A ﬁ% o ﬂ
dl. E mm ot [ = oF
~ . oo
o< P fo it 5
T fird T il )
= m J)) o - S N =
ﬂéﬂﬁ s % W R0 T EWHE?
Ll B T o 4 BT R P
T o ~p T e v ezd 4 i .
0 M - ol T o =} roul o 2 ! o 1H "
gl 5 pE LN o o s e TN =
= _ = o 2w i3 S X q o A
w T H A S S-S S FrE B F
ﬂﬂﬁ:.; - ﬂuoW ﬂoTu O ) ﬂ%&og " U:Wdﬂe_,_ )
1__,_/Alﬂ‘1|| o mﬂ,NrL EOH_LI QLA_I ﬂﬁlﬂrm I@ _OM#‘DF ) \nm./ﬂ
! o nﬂ. N ~ (s ol el N i ~ e = — W_. e 2l o )
& © m al m il iy L 14 iof) o N Q o ™ ™ o/ X
TRe  m P T o & S I R T 4
B T oWw o X i y MWNW% =z ik ® 4
T i < ﬂ@ N " o o M i 8o P~ oK
—_ 0 = X EHg- ﬂ7 o v <~ = 5 TK =0 N - —
~ ﬂ X \a U_X —_— ! E.E m —_— EL —o ;In.ﬂ,uv_vA N i ~x r OH q\
B o N By 9= = o B ) 0 EWH% ﬂ =g i) T
P ) = 4 < == Z oA [ T T 75 P = o
S S AT L : ST oERT S :
B x o i = w7 s RS T ot B ] = o
oy ® ol Jﬂﬂ o 5 B o T W R T £ oW oy - A ® %0
Ay & oA X, o . oo B iy o T = =
” sy X N o o To i B P il T
8o =4 = = @a )N 2n I R T | . o 0 ot o+ T H ~ —
5% b &) ne Mg 23 il T i) o g BT W o R T T
IS ) _ — Z u) _ ; Jl )| .
NS il o W B o RO oF A A HOx e B S i 5
~ K - o L R N ) A+ ~ SN N R o) X T 53
=~ X U_K . T ‘Ul N H, 1 1 % - ~ nonﬁ‘l_l N E.O
B pol E = T o ﬂﬂ, =) o B L ol . 0 mW iy il KO 0 n o
ERT g 5 L g0 s 7oy m o o cTs >
=<K oo ﬂ%@ i o M X ™ & T T %o = ] S
~pw E ET o E T s b e 25 m. o
R g =y = s s ST ) D iy ] - Hr ™ ‘E i M : R ol -
= m,ﬁ g r = ) LI " i ™ S = = . = T I e iof- " -
< oo I oy L 2 R « iﬂamékﬂ ORI s I
N oy w R nom T S oo e E B ey A
T wrw WS L 2 I T oW w NE LT E GE TN T
R = o= oL < p o= W = B L T2 w o e ®
—_— == ) ot} ) I P K B J OE ,wp»o
TR 5 OET g A e U S A B NE By e
<o T ¥ o—= X T o y < G gy @ o~ =X wp * op N
‘mrt = s i =X ol ol =K BH | = T = Wt Lru o ,%Tn . X = X ! _— \E t7 R %
9| M- = <0 KR e ) il juris X . o W ol 1 3 = = H TR =
’ o - Bh L X O IS it B oacn ™ CORTNIICCE
UT.C &O Wﬁ oy = Njo m ox “ V ‘mw._ N fad _Ao ﬂl = 00 :i - g = HT_ U ~ ‘Ul ‘H_OI E <
W B T P e i T B LR - B E PE ST =
Ed S B wE dwg D B Hom ow X i 2 R e nE
o | = ~ - o 3 j— =l
) W " = Mn_m o o T o o ne AFl i = x° o i = ol & o) 7o o}J kO RO Hm_l )
r AR = X = =95 BH i w o N = = Gl Ji Mo o) e @m au =
A 2 W mE 3 = T s T eEEz BE O == &
= Ve = o WA S w2 5 orRery T A s
B oF % w AR E o = NI SR W% N g T dog P FhPE Y i )
A T = T 0T o3 T T A W ogwe MY =T EEF
2l RGN v ™ A °z L} T " B I BERS ¥ gT°=% % =
TR N = g o o T T 5 B B %0 & o " o 7 T S
T A e X do do o m% T o & o & a8 wﬁ i 2
7 — — ~
T4 E3E T % uA i Wgwﬁw il SEru 7° T
! _ w = = 0B oy R B M- o D
IR L L AN Ea
ok _Ealu&ﬁ] = Omﬂﬂoi P <
o To T % = ﬂﬁ_ ﬂyl el ) =
! —
oW R

-51-

10 A 99

.

SR

S

&

=2

b) 1 Ul 99 229 1}

o 3lete



TNE3 10-2007-0004963

c) 0 A 205 %%, 53] 1 WA 20 %] 1 o] a3t =4,

d) 0 A 20 TF%2 1 o]7de] F71e] A 7kAl, %

AgAl(b)=A 84, B B & 3 Fol=4 B4k, Hlol 24 EAkAl, SEA B oA E a5 v
A ol kA= T 9 R, R ol i ATl A E e T84 Fol2 EtAlolth v A=
& T vk WS 24 B 5L =0 SR WS S vAE e st vdd ey
Hd Safel=e} Ao whel LELHF| =0 FHNAAE; (Be-/t)dAyzgdidE o E; S3sd 7] &E4
HYEFS: T9std dAUYZEdEEdo YEFS; S8 dAuAEEN HERES ddod s ol B 4 &
g2 E olHE B HEF,; 22 s A ol e Ulo|E; ofdeEnt B s|EF Aot &EAte] vE sl
-A%E S8 S UEEsESANe HEEY 44 daeE o H 2 S0l B YERSY Zeuyzgdngex
dle|Eo] YEFA; eEIXUOE s SAY s ClE; B HHZAFE TeEEAt 58] Ad Fol2 &
Al grgdllsEa TEdEs| =] S E; SR 7] 23] YEFS (R-/H)ddyrgdillsy
Yyl E; %ﬂ"”‘i}ﬂ te g }%‘%E 101E; Shstd HAdulAdlEEAte HEFS: 2l 1ms T U0l B SAZ Axa ¥
ol E Bl yzedlleEityt Zegzavdysde] 3=t

A wlo] & HabAl e BolA fFabsatn, B AL S6® 4 ol 35T o)) §4E 2 SR, oA e

o
e ¢
e
ui

1. 8 WA 227) kRS 2 AW 438

2.2 WA 80& 9] &A= SAtel=, 53] ol Q*}Ol‘:(ﬂ“ﬂ, A SAtol= &9 o] A= AEH SAfol = B/ =

Z 247 SApo| =g g2 X g Oﬂi ol =0l ﬂZﬂ 2 5 Aot AF =¥ E A WFAF, 2] W) ofwl

T 8 WA 227) et T 2 Aol &4 gy
= 478 o) %e] dadAtE 7HH) 2 -‘?ﬂ *E*é%;

mlm
PN
rr
Ry
o _1
0
)
E
[
i
I
Z
o
O
1o,
e
gi}o
=
i\
=
i
i,
i,
& e

4. Tlobel, 58 ol driobn el o el Sabol =/ e M Safol = ¥
5.8 U7 227) RaAE 2 AR S 1ol gel A ERA-AS AU wE AT ARA-A5E BN 2 1w
25 obtlSl MR E, EE ol HEZADA-FH W3 YAT DU SAbol = P BYE;

6. & Al H 2715 2= 2EHE o AH 2, B 4 WA 107] ol SAbel = @& 2t Ze s Al ddl AEn| g
Bigh - o| Est g o A3k LN g o ~E 2 i 4 X 207) o2l SAlol= @S
g Eg] 2o E;

8.3 WA 30 9] ol dll SAfol= Bl 3 W x] 30 0] TRud Sapol=o} 8 X 2271 BAAAE 2 AW ek
o] RIMIAET 2o A 43S TEFEE Egd o=

53] A3tk vlo] 24 kA= 7] 8kekA](9) ] Al A Al o]t

Ryy=0~(ZA#A-0), Ry, (9)

A zoﬂ /q

_52_



3] 10-2007-0004963

S

E
l

dl

o

YA

1l

8 U= 2274

L

R

A

I<]

B

o

i

R
i

o] X271 Ryq R Ry,

2 U= 471

no.
o

1 W= 609] 44,

29

=
o]
R

nol

ol
~

3

my}

a5 b 2ol

g

Alfol (8-10), Alfol (9-11), Alfol (10-14), Alfol (12-13)

o]
=i

. B

] of

git] Zol o,
Sasol Limited®] &%

hul

gk Alfols

W &g (Alfols)olt}. o]

Alfol (16-18)e]t}. ("Alfol"

).

K

7

s

A
o

KN
=

)
=

o)

T

HA =

o

CH
Hhe 4

P

-(CH5-CH-0)-
=1

L2 ¥
=

=

NER

3 E)
H =,

NER

CHg

[

-(CH-CH,-0)-

~(CH5-CH-0)-,
o] 27} ] ko]t

sHAI= &F7] 318H241(10) 9] Al /g Al o] o}

Hh s

R
i

Hjo] 24 F4kAl

)

R

¢+

B

=t

(10)

_53_

RZE

Ny

Y, Y,

CH-CH-

2

olH,

=
T

Y, Y,
st‘O'(CH'CH"

0 W= 8¢

L

2 5ol A,
nzf



TNE3 10-2007-0004963

nge 2 WAl 409 4.

tE T Hol 24 EAakAl= 6] shekA (1Dl -6 gk
Y5 YS Y; Vg
I [
Ry7-0-(CH-CH-Oy~CH-CH-0}= Ry (11)
n n
)\1101]/\1

Ry7& Co=Cpy&dola
Ryg& C-C, &7 olH,

Yo, Yo YV, 2 Y2 A2 590 S22, v

At 20 an; E

T
H
rlr
2
i
o
K]
K
Iv)
8
<
<
ofy
L
_OL
T
g
K
o
g
<
<
of
L
_O|_,
T
rlr
.

n, L n= MR 5P 0R 4 1A 89 B9

3Heb2(9) WA (1D)9] vleol2/d E4bAl= EFE Fel= AMSE 5= Slvh o id], e d 5 Sl AU Z A EFE=A
= 32 (9)9] Hl-Eet 7] -F A A A o FLLCIE, F Ryp& Cu-CppdolaL, Ry = FaolH, T &

S8141(9), (10) 2 (11)9] Hlo] &4 Eabale] o= Cy=Cp A FHE, AT €S 2-2t7 87 3 Ux 102 o2l
SAbol =, TRAY SA o] = B/ R Ao EY whe AHE 9 129 C oA A2} 629 o Pl SAbo|=

3
2 1Ee] ped St = o) Mg AYES LS, A7) RIS AR S 217 C,-C, 2, v s WE
=]
=

2do ofa) we]-24

o,
T
]
iz
[
N
rir
i
e
QL
X
>
=
ofo
i
)
T
H
rlr
[\
el
oz
o
iz
e
2L
o
ot
E?_‘i'
il
ot
u)
tt
>
ol
ofo
i
N
¥
o

1Hd 5 3= 8 T A Eeleldd 22, "R SAte| =t e EH i/‘%’] o] A, detd

= E, ZYvigaddel g, Eenld ] EelE, v da &=, vE ofAlH ol E Aol lU‘r iﬂﬂlé
«431"4 N SAtol =, v d Ee] =3 A a-SHA ] ¥ ?ﬁﬂ, Hld JliﬂEHL Hl‘éolﬂlD}ZA T GA, eﬂ(ﬂl‘éﬁl
Zel=/dudotv) o vglad e o] E), Bld v e =/drdetr e 2 wgladoln| =9 ¥ ?&iﬂ Hl ] &

=/Hvdopn| ez 2 ofA ol = o] g ohAl, vl v &= R yEopr| oY vieta ol B 4535tE T
A, Aid 7k 2erg/mld v E e /v v E ot kol d UﬂE‘rﬂa‘ go]ES] A ghAl, nidy &= B e Aol e
F-Efrd gy S2gol=e] oA, ZhZ2era/vd v e a/A v dety ol ' et H 2 o] E o] 45 A,
2B B oA S S Al TR S, & O}ﬂ‘“é‘o}ﬂlE, ZheSA g AR s s|leFA Y AERQ

2o, FRIND e, EUIY oLAEO £, 7 aal Eeluld olHElo] £, o] ol elo] ot et A el ol = %
BFEAe) BEA, BelAbe B3 Wala0) BFHA L FEF FRA) EFE ST PPl

01% T7]1 THATAAN, 53] T A2 Ll S22, FtESA MY AER e s Eejoladon =, FYHd &
S, Zevdy g, ARe, ZheeE Eevd ofAlE ol E, Bl d v Eel =3 vd ofAEe] B T35 gHA, B E7
of ™ol E, old ol o] Eot viet A - Yo E X veta At g5 hAl, 2 EevEta ™ e o] Eolt,

s
&

o

bk - 3h T oA AAE vhebd gas Ee

I



] 10-2007-0004963

I}

E
l

70

YA

o

2o}

3z
=

A =9,

=l

ol A, g
i Zejn]d ofAlE ol E, Hd v &= B

olEst vgtaH o] E R vEt -t

=
3

e

s
dlol =, sheba, A7

3
3
=

SREL

—/l:_
?:l,
et g g o] Eolt,

I'd obAlEl o] Eo] &5 A, B

3z

=

=1
=

HAl,

A,

o

~

= dlZ

2 A7)

S ot
4 % A A o] o}

ek
Z)

™ o

GHAE AAAY B

]

s

ZHE R E oy 2/

A7
Zu) 2

=
-
=
-

rgol uk

J =
[e)
71&8ko] 30T F% ©17, 531 40 WA 50 T %ol oF

200 mPas "] 2H20T ol A) o] T}

off upe} o

=13
=

of- gt

o]
o @oid w 714

o] AA TF

A
)]
=l

=
o

— do

o
j=4
o)
&9

=
i

o
R

o % e
o T
Gl X
UTmeﬁo
S~ A

o] ek

Q ol
ol

[e)
A=}

Al

71l

o

ol

A7k 5o B

2 9E Ae A%
R EES

T

£
L

\=]

& 24 A3 A
2 " HAH<100 gm)

EEL!

[S]

PAHE )7} F ATl

, ALY

R

L
al

Al
%]

o= AFH

i

= o

W o 1k o 3%

FHst AT, =

|
—_
ok

o

7K

ERE!

S
=

s o

3 A A Al &

~
HO

)

——
fite)

‘_.&O

i

=t
N

po

o

shof 214

o
< Al A 2

A A
1

kel 7199 A

o

==

iy

= HH

_55_

AL,

o

v = A v
7}

o
T
=]
T

=
h

7

I A A el

R

&t7] dol Mo AR AxEw E Fgol upebr 7]l A

Aol A,

S

ot

()]
H
S

A

3}

=

=
>
=

=

(3]
7}

[e]

=
o
g

<50 m A7) o]t}

ot °]

e

e vhiel] V4ol a,
(e 5 TiO,)

o el
SEEEED

R

R

=

p—

=
)
J 20
AN
t}.

Z_'
}

=
k)
y8A

R

A
2 i

[S]

ol
o A A

of wt
A A ol A

T
- al



TNE3 10-2007-0004963

REERIOE LS E RIS
g AN G 994 0= 0.1 A 4

{2} = &5 BA =4l ey fAstE T Aete S &5E0
1 e u} o,
%1—5]_1;].. o] a{ S H]—%% HOP% %zé 1@ 7} w E/\Loﬂ

o e Az 4GF $5-24U% T A
A

mme] §17 271 Hhe Azs] A5 AR e 4 gel 49 < 1) 2
A 3 S A7 F71 50 A deh, S S A0h vl ks o) 2 @ el ol Eelel 3 g el

HA 2l 3S Ak = 73‘% Sf ol ofoll ol WA = M de S HE

F7kel AAADEA AT FEA, WA AAA, FREA EE S84 GE EE R B 8o FUA, FRFA 2

AAE g ¢ Q.

271 D 28 &TE AR 7] Yt B ubgol wE wjgE-2 78 A7) A
ol 52 £o02 T A S8 A& o] 85t FUrE 5 vk A
g/l, vFEA s A= 2 WA 5 g/lo]t).

JA A Z2agE DAL AG ) ARG EL Fabol G35 2 8 £ DTAE G8Sol A5 AT
= A e T4 v g RER Es
A < o}u}.

o™

Cl |\ o
=N
a) @A 1:

10.0 ml(0.130 )] N,N-t) W&l Z Eolu| == 40°Col| A L u+alH A
o}, 30%&-3tell 24, 100 g(0.812 =)9] v ZFAAS BUlstsit. o1 &
A ZF BoF ikl U A E 7S AU ER fdo] E A Y
Q
O

5ml (4.06 ¥)2] Aste] 2 del 4718ttt o
S ZAAUA 7T0CE 7FE8ka 21 2504 24

B3kl Al A TE ZH2E 100 mle] B¢l AL

o] 440 mlZ 3| A A 7|3, 71 LN 120 mle] F

.
&3he] 55 W FFWE 33 AASAh TS 7] S E A

QL' ﬂllo EQL' NS}

= ol &3} 120 ml ] EEOM = =gt 2 EFES FFAIA O 1/2 B2 UEaL, 4T YA &
%6}01]/\1 o] }ata EFNo g AHet 4-F 229 d-2-7t2EA A} o g o ~H 2 s =2 F 2 elo]| =S uo] x| A
TEA EL dEE 4 E‘r.

b) &4 2:

_56_



TNE3 10-2007-0004963

@A 14 d& sl=2FE28o]|=E 300 mle] olA|EAL o & B 200m1 9] Eo] 4o &3 A 7] 4N AL

dHo=z v@Wﬁ AES EEE 3 200 mle] oA EAL o €S 27} AR5 o 2§l FE3AT 77 S Boal, At

UEF Joll A A A]?lﬂ% O%Jﬂr%}ﬂ% A AT 4-S 2239 d-2-7 25 A4 o & o ~H 2 & 244 0 Jej2 o
ol o3 3

), o] w}ﬁ‘r

H-NMR (360 MHz, CDC): 8.56 (d, J=5.0 Hz, 1H); 8.03 (d, J=1.8 Hz, 1H); 7.39 (dd,
J=5.4,1.8 Hz, 1H); 4.39 (g, J=7.0 Hz, 2H); 1.35 (t, 3 H, J=7.0 Hz).

A 2:3-(4-F 2RI E-2-Y)-3-FAZ 2T 24 o o ~H 2

O 0
. N
A B9718) 4g(j+a} 2 Fo] 2 60% Akl oF 100 BE]E)e] 43 UEFS 60ml n-Fto 2 717t 23] A
g Th 400mle] 75 HEgs| =2 F 88 U8l 71 £3ES 50T 2 7HE38ha, 2%17&011 A A 60 mle] F-5= )
Ef3 =2 FEde 13.36 (7298 2)] 4-F2 29 g gd-2-7t2 EA|2F o € o ~H 2 2 10.04 g(114 ] )9 o} E
AboEl S &A1 7] NS HTlelar, I ot EFES T A5 v 55l 7] AlEgke), W wkgo] 13§ A 2o A 124]
7F =or wwkalo] WSS ek slgith, A Herol S 400mle] Mol Hal 15% Ao 2 F3A7] S g9 o] BuE
o 2 s A Z T}, o]o] 200 ml9] oFM EAL A E & 2V7; AL8-3Lo] 28] &3 f7] FEES Eom A3t v
EH) O%ﬂro}O% ZA AT 14.5 g9 3-(4-222Y|FE-2-U)-3-Z AL L2 24 o EH o AHEE @2 244 9

=
Bz gon, o] A& F7he] FAglo] the dAel AHga T

"H-NMR (360 MHz, CDCl,): [12.33 (s, 1H, ol= )]; 8.53 (d, J=5.4 Hz, 1H) [8.48 (d, J=5.4 Hz,
1H, ol )]; 8.02 (d, J=2.3 Hz, 1H) [7.88 (d, J=1.8 Hz, 1H, ol )}; 7.49-7,44 (qm, 2 H) [7.35-
7.30 (gm, 1H,91% )); [6.31 (s, 1H, o1=1]; 4.19-4.11 (m, 4H) [4.29-4.22 (qm, 2H, o= )); 1.24-
1.17 (tm, 3H) [1.33-1.27 (tm, 3H, o= )].

AAld 3:6-(4-2 222 =-2-U)-2-9 g =-2-d -y grd-4-2 (F3H= PMD

OH
B
Ch_~ N7 X
i |
=~ _N N. .=

13.15g(68 Bl &)9] 3-4-FE2 29 ZE=-2-U)-3-F AL 2I 24 o E g 2HZEE 400ml o g2 &3A]7] a1,
9.10g(58 el )] 2-ofv] w32 Q =2 TR ekol =& F/hSHATh. 14.44 ml] AN FASGEF S8 248 T,
FHE T AAFAE, T EFES WA 3 A P9 152 FHAAG 2 AHES ofwteta gL
AAANT 6-(4-2 2232 E-2-Q)-2-3] 2] E-2-2l - 2] Rl-4- &2 wlo| x| 4 W4 Fejz A},

'H-NMR (360 MHz, CDCly): 12.33 (br s, 1H); 8.76 (d, J=4.5 Hz, 1H); 8.69 (d, J=5.4 Hz, 1H);
8.62 (d, J=7.7 Hz, 1H); 8.50 (d, J=1.8 Hz, 1H); 8.15-8.03 (tm, 1H); 7.75-7.63 {m, 2H); 7.25 (s,
1H).

el 4: 6-[4-(4-ME-F A -1-D)-F 2] =-2-4]-2-9] P =-2-L-F D -4-& (2= PM2)
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50 ml9] 2-v ' -2-F-8r& Fo] 351 g(12.3 &) 6-U4-ZF 229 =-2-U)-2-7 g =-2-L - d-4-2

27.4 ml(303 He] &, 20 3, 30.382)¢] 1-w&-g# 2t 2 84 mg (0.05 & &, 0.05 FH) 9] Mﬁ}o}oﬂ e %

S 22 A1 Eot SFA17) AL 3 A SV E o] &3l FF AERAIF T 50 mle] &S T7}é} , 3.6 g9 EDTAZ 7}0}
H 8|4 FABIUER 898 AFE-Ste] pHE 92 A3t 150 mle] 22X ES 717 4% stod 33] F=E38HaL, 1171
FES Rou AXANAGCEME HEF). 3 SV E ALEsle] 5A17|1 2 AP ES EFAo2RY A2 3)s)
th 6-[4-(4-vE-F A& -1-Y)-F g =-2-d | -2~ =-2-d-F v -4-&5 N 14 e 2 F531%

32 -W'

TH-NMR (360 MHz, CDClLy): 10.99 (br s, 1H); 8.56 (d, J=4.1 Hz, 1H); 8.44 (d, J=7.7 Hz, 1H);
8.25 (d, J=5.9 Hz, 1H); 7.91-7.81 (tm, 1H); 7.78 (s, 1H); 7.48-7.33 (tm, 1H); 6.66-6.56 (m,
1H); 3.39 (t, J=5.0 Hz, 4H); 2.53 (t, J=5.0 Hz, 4H); 2.30 (s, 3H).

AAd 5 22 =38 WP S A 6-[4-A-HE-FH g -1-) -3 =-2-d |-2-FF =-2-d-T Zr|d-4-&&
4F3}8+o] 7= PM3 A

417mg(2.94 M2 &, 0.989Z) 2] 22 =3t fE S, 20ml oA EYEH ] 1.045 ¢(3 el &)9] 6-[4-4-vE - 2k3
~1-9D)-3] ¢ = -2-9) ] -2-9] €] E-2-9) -3 ¢ ] W -4- &S WEA ) Aefelo] A 7bslth o] EFES A olN 1447
FOF AR thE 1087 60T 2 ek Y247 the AR 4518He 6-[4-(4-v g -39 221~ 1-9)- 5] 2] = -2-
Q]-2-3]2) =-2-Q -5 2 v W -4-&-& w4 Bek e o weigin).

"H-NMR (360 MHz, D,0): 8.33 (d, J=4.5 Hz, 1H); 7.73-7.64 (m, 1H); 7.64-7.56 (m, 1H); 7.42-
7.31 (m, 2H); 6.78 (d, 2.3 Hz, 1H); 6.33 (s, 1H); 6.31-6.26 (m, 1H).

AN 6:2,6-0(2-9gd)-4-9 g n)d g (2 7F= PM4)(Bionet, &.6] HE 11G-91725E 44)

OH
SN
L,
= N I\
> N N. =~

ESI-MS: m/z = 251 [M+H]"
AA e 7 4-F 22 -2-Aot =3 g
Ch_~ | CN
N
5.0 ml(0.16 ¥ ] N.N-UHE X Folu| =E 40Tl A wRkelHEA 150 ml (2.06 &)2] FstE] 2d ol A 7}Fsl3it. o]
o], 30& 7o 24, 50 g(0.406 &)9] HZFAAS Botslr). 1 £FES A AHA 70CE 71938t 1 504 24
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8 A Fejs dov], o2& Fkel AAlgle] W d F elrk,

ol#@Asle] A& ofn= 31.3 g(0.2 B)E& 490 ml¢] U Z 2 eo] AeA 7)1 4 &/52S o] &3e] 0T = WA %
t}. 46.5 ml®] NN-U WD £ Foln =8 ¥7bg -, 36.7 mlo) $AA3801& 208 7kell 2 A A7bsta 258 fA A
WS 6A1RE Eok @ 7et A AASHSITE 100 mlo] & FUbekal T B EE AN A U EF SH 08 F3RA7| AL
Aol dop wkebgivt. f7] Svllis B3 7] Aol M AlASEAL 4 42 250 ml FREEFS 77 A

5] FESRTh = A =S 1A FENA w5 R AT F, 70 WA 90T 2 0.2 Fejutotal A SakE dAlste] 4-F
RE-2-Aohwmyl g A 2] FEj 2 F5EglT

)

'H-NMR (360 MHz, CDCl,): 8.64 (d, 5.0 Hz, 1H), 7.72 (d, J=1.8 Hz, 1H); 7.56 (dd, J=5.0,
1.8 Hz, 1H).

ZAle 8: 2-otvte-4-F 22 d S| =R I o=
NH

cl
I NH, HCI

o
=N
7 A glskitt. 3.00 g(56M =) 9] Astd R FS s 3, 3FE 2A1ZF 5 AT 3 S ZFl A Al
Agqnt 2-oprlt e-4-2 22 dEa gl =t o o4 AAglel e & sl

H-NMR (360 MHz, D,O). 8.61-8.57 (dm, 1H); 8.05 (s, 1H); 7.77-7.80 (m, 2H).

A 9:2,6-Rl2(4-ER2IYE-2-Y)-F v d-4-& (2= PM5)

OH
~
|
Ci l\ \N I\C!
~N N. .=

wylgd sl ERIRetol = il HAjd 89 2-op ke -4-2 2RV SR I RO EE ARE-FE o] 9]
= A 34 6-(4-F 2RI E-2-9)-2-9 g E-2- -V v d-4-& (Z3F= PMD 9] 49014 71719 vsp 2
& IS HEEHle DMSOZHE QA4 stA)2] §, 2,6-H 2 (4-2 229 2| = -2-) -9 2| d-4-2 (F]t= PM5)
= A A Je e F5890

"H-NMR (360 MHz, DMSO-ds): 12.53 (br s, 1H): 8.74 (d, J=5.0 Hz, TH): 8.74
(s, TH); B.71 (d, J=5.0 Hz, 1H); 8.64 (d, J=2.3 Hz, 1H); 7.83 (dd, J=5.0, 2.3 Hz, 1H); 7.71 (dd,
J=5.0, 2.3 Hz, 1H); 7.30 (s, 1H).

A 10: 2,6-H] = [4-(4-mE -3 S0 -1-D)-9 F =-2-L ] -2-9 v -4-& (FT= PM6)
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OH

O

=, 8.04 ml (72€ =) 8] N-v& ¥ 3|2}, 25 mg
A 7138, ¥ 22 71 OMo}i o-rEReEYE A2
] PlE-4-25 24 A gE R Advh

1.16 g(3.62¥ g =)92 6-H| A4-Z 22 FE-
o] dzlolA() & 36 mle 2-HE-2-F L5 |
AetAZ ) 2,6-1] 22 [4-(4-wE -T2} -1-2

H-NMR (360 MHz, DMSO-ds): 11.92 (br s, 1H); 8.31 (d, J=5.9 Hz, 1H); 8.30 (d, J=5.9 Hz,
1H); 7.94 (br s, 2H); 7.16 (s, 1H); 7.08 (dd, J=6.3, 2.7 Hz, 1H); 6.95 8 (dd, J=6.3, 2.7 Hz, 1H);
3.52-3.41 (m, 8H); 2.54-2.49 (m, 4H); 2.48-2.43 (m, 4H); 2.24 (s, 6H).

AAld 11:2,6-8] 2= [4-4-dE-F o -1-¢)-F 2 =-2-d |-2-T 1| d-4-& (2= PMO) S 82 =3) WE &
AFg-she] 455321 A B E PM7S 34

OH
= "N
SO S
N i = -
N_.~ |
0.12ml(1.84 A E)2] 2 ¢ =3 E L 18ml oA E g Fo] AAlel 1002552 411 mg (0.92 Eal&)e

HE 2l -]
z4-(A-mE g gzl -1-d)-g g =-2-d]-F g nd-4-&of] Frteoith 1 EFES 2ol A 16417 Tt E'ié}
a2 ojet 2 AHES FREEFOR AT 453t HE PMTS 74 24 FH R #5813

"H-NMR (360 MHz, D,0): 8.25 (d, J=6.3 Hz, 1H); 8.19 (d, J=5.9 Hz, 1H); 7.78 (d, J=2.7 Hz,
1H); 7.50 (d, J=2.3 Hz, J=1H); 7.05 (dd, J=6.3 Hz, 2.7 Hz, 1H); 6.92 (dd, J=5.9 Hz, 2.3 Hz,
1H); 6.89 (s, 1H); 3.88-3.83 (tm, 4H); 3.81-3.76 (tm, 4H); 3.66-3.61 (m, 8H); 2.30 (s, 3H),
2.28 (s, 3H).

ok

’q

Eglobx) 80| 832l

22X 12:4,6-t)-3 g =-2-9-[1,3,5]Eg| o}z -2-& (7= TZ1)

OH

N™™N
.
AN
N N_ .~

1.0 g(3Feha & F2] oF 60% w4, oF 2582 2) ] FASFUEFS T4 100 ml HHd EFAol= 9] 5
g(50 Bl 2-Alohey 2l B 1.50g(25W 2 £) 9] f-aoprk ol el Fohshglnh. AR Aol & A2
AIRE &R FAIAIR ThE 75Coll A 23A1%F 59 7k shar W 7EA1 7150 100 mle] W grell F-vh. 71 E9E & 2N St
Apsel Fo4A71 3 2 AR S ol5heh 3 55 mie] @2 E A2 YA 4,6-0)-3 2] =-2-2-[1,3,5]E
—2-&& WA A YE 2 S5

'H-NMR (360 MHz, CD;0D): 8.68-8.6 (m, 4H); 7.95 (ddd, J=7.7,7.7,1.8 Hz, 2H); 7.50 (ddd,
J=7.7,4.5,1.4 Hz, 2H).
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A 13:4,6-t-"g=-2-4-[1,3,5]Eg ol -2-Ho}Wl (Z7+= TZ2)
F.H. Case et al., J. Am. Chem. Soc. 1959, 81, 905-9069] w}& Al

NH

2

N° N
L
2 N ~
| |
=~ N _ N~z

1.0 g(aeha 2 59 oF 60% w2k, of 25 Hel =)o F2UEFS dF-24 100 mle] Hrd & HAtol= T

5.21 g(50 ] &)2] 2-Aloh=d 2] d Bl % 2.39 g(25 Mel&)9 Fotyd slErFmetol o] Eeked Frledinh. A2
ol A 2417 & QF aHtE AAIRE ThE 75Tl A 23417 g7t aRteinh. 1 EgE S 2447131 100 mle] Wl -2

The o sto] Mgoll A A=A 7§ 4,6-v -3 g =-2-A-[1,3,5] Egjopzl-2-Lopvl & w4 w4 P = 53}
'H-NMR (360 MHz, DMSO-de): 8.82-8.73 (md, 2H); 8.44 (d, J=8.1 Hz, 2H); 8.10-7.95 (tm,

2H); 7.90 (br s, 2H); 7.64-7.55 (m, 2H).

d

b
>4

1% o)

%

2 Al 147 6-[4-(4- € -3 #2421~ 1-91) -] ¢] = ~2-91 | 2-5] 2] = -2-9) -3 e v -4 & (2] 7= PM2)<] ek 2
503 mg (2.5 Bl &) 347 449 200 mle] & 9 886 mg(2.5 &) 6-[4-(4-HE-HHZH-1-4)-5
2 E-2-91]-2-3] ] 522l -3 2 v A-4-£o] GalE o] Hohetsith. o] §o& YEAEAAL.
C19HQDC[2MHN50 X 2.92 H20 sl 314

121 C 43.32 H4.94 N 15.95 Cl 13.46 Mn 10.43 H,0 9.98,

7

JEY C43.10H4.95 N 16.03 Cl 13.29 Mn 10.4 H,0 9.99,

AA A 154538 6-[4-(4-dE-FHHF-1-I)-F g =-2-d -2~ =-2-d -7 Fud -4~ (Z]7+= PM3) 2]
w7F 25

119 mg (0.6 22l &)9] A8t43t 45495 200 ml2] & T2 294 mg(0.6 &) 453td 6-[4-(4-vE -3 2}3 -
1-9)-9g=-2-d]-2-9 g =-2-d - glu|d -4-2-0] &3 &Nof K735} T) o] FNS W5 H A F T
ConnglenNso x3.75 Hgo §]—/\H Il ;q]

C35.13H4.50 N 12.29 CI 10.37 Mn 8.03 H,0 9.88

L
N~

[l

C 35.38 H5.00 N 12.39 CI 10.70 Mn 7.99 H,0 9.87

L

Z4):
2 A Ao
QA A (11 1:

KW ¥ (IKW-Arbeitskreis Maschienenspulmittel, "Methoden zurBestimmung der REinigungsleistung von
maschienellen Geschirrspulmitteln (Part A and B)", SOFW, 11+ 14, 1998)°] w}&} 2F-A &2 HAS A x5kt 2 &
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S Aoll, 44 mM ks A 2 20 p M FHlE sk gkl %‘rZO”(pH9 6)e AMAT 162 5 &Ae A,
& £ 470 A B AR A 0 WalGlE, ofF 4% 1) WA 10 A3 90) A 55 sl &
g b

NE 274 e iz AP0l 4e55 a2t & 2ol BE 5 U}H EA st M 23S 8h7] & 10 2oFshlt)

=

o Bv=

1=

WD 8 - TH
PM 3 7
PM 3 7.5
PM 4 7
PM 6 85
PM 7 71

T 1S B wgel mE Hvh EAIstel A Sitol oz gk @A $shrhs A ek,

Q. A o 2:

A AEA S g Ao 104 9F o] Az S A5 21741 F 7)ol 50T, 44(20°gH)E o]-&-3lo] A2 5}
Sk 2t Al Z2ae A 10709 A-E S HS M-S A& 7= IKW W of] 7] 2] % vpe} o] Mg ~E = A
2070e] AEEet Al 9F 50g9] 2 TFES EFskith 6% JHHESE 2 2% TAEDE &3t 20g4 ANEH o E

Al WFES A7 F AAZA ARt AlE 2 3 2F B35 AlAE 0(= "l oF sk #2h) WA 10(=
A& 929 F 55 Grtetglh. Fulgle] 4.5 59 A su= 43Uk 1.8 uM git= PM64 Mn &8 F-7F

LA Ao 3

A AER e A AAle 1A o el AxATE & A A7 M AN 45T, A (20°gH) E o] 3] 413}
Atk 2 A 2ol 1070] 2 D53 S AT AlF 7] KW 3ol 714 € H}g} ol Wi ~ERAM 20
he) AL A9k 50g 9] &4 eSS 13% HEANHEFE ‘%H"To}” 20ge] 2o E A Wit E & 4

s}
A AAZA AFEACE. T S 75 A 100 ppm Mn (0] 2= Witizel sreol ek A% 4% F, 4 54
MBS, oFF AT AE) WA 10= AF 9199 AR B2 Pohselh Seiglel 5.8 FRe) A4
F9 AT B Wl e o) EAsolA 25T 3] F 200 2oka}sit.

%2
Zu Mn & T
ppm

AAd 142 Mn 2& 100 8,7

g5 PM 72 Mn &5 100 7

Ao 142] Mn 22 75 6,3

2 E=PM 69 Mn &= 75 6,5

2]7H=PM 49 Mn #E 75 7
3% 2v E o] Sl EAlsto A Fao] FagkEt 84 9 $-getthE A4S YERdT
Z QA X o 4:
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A AEH S AL AAd 1ok ol Azt S AE A7AH 7] 50T, A 5(20°gH)E o] &3Fe] A A &t

Art. 2+ AR TR ao A 10709 A A= AS AAsAE AlFH 7= IKW el 7] A5 vhel o] Mg ~E & A 20
el AZTeE A9k 50g9] &2 E3HES P%z‘s}?iﬂr. 1.5 g I EFI 10g9] FRAIYEF] E3ES 27|43 Al

A2 A AFg3EGITE 2.6 g9 HEF HER 2 1.2 ¢ TAEDE 9714 19 AZA 718l S 5=+ 1.8 U#] 3.6

uM oAt Al Ay 5, 2k 54 %4 2117% 0(= 3RS, oFF 73k A 2h) WA 10(= A& §l2)9] A== 55 Hrlst
At Zuiglo] 4.8 5w Al TH S AU 2 Lol & FHujo] EA|tel A AHE 3H7] 3 3 8.oFskqith

1=
w

= uf 22 F(pM) =0
A Ao 149 Mn ZHE 3.6 5.5

=

3o B gl Sl EAlstolA Sl Fmgturt B4 o sk AL tehi,
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