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TIOA0), EIE#-(2,3-tdEig)&dF954E (TDMBAO), ElE-

HERE)AFu A (TIMBAO). Ul & AR Fd (MA-TXR) e MFE MA-/12%) o
(MAO), HIE}-o/2-Fe A0k (TIBAO)] 53] ube=]3}icy.

=)

LA
do pm
LA
=

2]
(MAO), olEEFRIEA}, rHEdFw
(

-(2,4,4-EgH g
}

w -
w

12 =
i
2

S O A

do (m (M o

i)

At (11D E 7HAe €Fusaky ddd ¢S A A2 =4 535 &9 W0 2011/061151004 S &=

MRS, RRAOE ALRAE BF0E H/-EA FFE (b)S Holw shte LRE} RFES ¥
Fe AW (1D 7HE 290y SERRENE Ausn, 9y (DS e 29uE 338 2 228
s ShEEe 0.001:1 WA 0.2:1 WAL BN ARG, wFAsAE, ) TRE GFEe, o8
Svl, tgomtE A9E 4 otk B 92 /by, 4% 5W, W, owe, oi-ERd 4F, pxey
OV, fer-HEE, oli-HU 4T, R 4B 1 BAY GT, Y, o 5W, LU, 20U
FARAE A, B SW, ZelAl AF; Ei o] BB, Bo] 53 vdAsit

A (V) EE (NS AE FRA-2TUE 229 5 dAE oot dogZEsafuy
(AIELCD, HMgaers F2etol= (AlleCD), o9 rlstiZetels (AIF],), U-oli-PaudTuHFz

2~

zebol=  [Al(i-Bu)Cl]; o8 LdFrE  Ax7lgzdel= (ALEtLly), HWELdFrE Al
(AlgMGgClg).

A = 7= dltvs dgd-owl &
<, v EHAE =24 A wiAl, oS st skE a8k
d-o]dl H3HA 2 F-F9) (b), HEgF ALE 3

Fhol whebA v o Qlar, TeFgk Ao git=el do] g4 e HAel dall EdAeA st
3 3 , d& £W, Ricci G. et al., "Advances in Organometallic Chemistry

Research” (2007), Yamamoto K. Ed., Nova Science Publisher, Inc., USA, pg. 1-36; Ricci G. et al.,
"Coordination Chemistry Reviews” (2010), Vol. 254, pg. 661-676; Ricci G. et al., "Ferrocenes:
Compounds, Properties and Applications” (2011), Elisabeth S. Phillips Ed., Nova Science Publisher,
Inc., USA, pg. 273-313; Ricci G. et al., "Chromium: Environmental, Medical and Material Studies"
(2011), Margaret P. Salden Ed., Nova Science Publisher, Inc., USA, pg. 121-1406; Ricci G. et al.,
"Cobalt: Characteristics, Compounds, and Applications" (2011), Lucas J. Vidmar Ed., Nova Science
Publisher, Inc., USA, pg. 39-81; Ricci G. et al., "Phosphorus: Properties, Health effects and
Environment " (2012), Ming Yue Chen and Da-Xia Yang Eds., Nova Science Publisher, Inc., USA, pg. 53-

G 2 F-F0 (H)e Ege Fv A2we

A gul delA FaEd, durs (DE 7
o Wel Mue, Ba P @ 44 2

RIS B W =
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s==4

[0081]

T
!
)

vzel
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ol

Nfo
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)|
4

)

[e)

[0082]

.Ex_

A

B

)

g7 eto)

ol
o

229

=
Yo a0 4 gk,

=

°

zzdddl, ¥

=
N ERIR R

=

, B
0,

=

/HdE (8)F

J

Al

[0083]

i
K

B

;Of
iE

[0084]

20C WA +80C W9 =ZolA 3

= -

= 9o 10 3% WA 20 TF% W90l

SHA|

o

[<)

CEREES

i 5 % WA 50 S%, vtz
=2
=

<)
=70C WA +100C

of i

371 (

[0085]
[0086]
[0087]

3

)
iy
el
i

JJ)

il

J
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3l

3]

=
o 9

1

<
=i

TE97%, U
TR AR

(Aldrich):

Alef| 7} ofefol] BarE o] lrt.
R AR

]

1l

Sl
R AR B 1w dtelA =

1
[VC15(THF)s]

18 iﬂ

kel
H

=R

= 99.9%, LR AFEH;
—

_12_

2~

RN
IR ARSE

iR AR

A%, 20 Qele] AAY @ 1) AxAA, ofgfe] HiER wI
v

iR AR

ol

f, L5 ol A& o] X gt B]-A]

Fol =25 (1:3)

=1
=

(Aldrich):

ok
l
[e)
JE AR
Iz AR

(Aldrich):

=

iR AR

THEZ

at7] <l

[<)

7] Egvd

=
=

[e]

A4
ar
ohd@l (Aldrich):

]

o-EFo]d (Aldrich):

S

I
=

|

=

=

=

— 3L

FEULA (MAO-1EE) (7% EF< &94) (Akzo Nobel):

a1 o]
= =

K o)
11— =

1 AFRISAE (MAO) (&<l &< 10 F%%) (Crompton):
Elo

1217t

-3

€

=

]

Bl E}-o] - RE AT RS2t (TIBA0) (AE234F &< 30 T%%) (Akzo Nobel):

T vluE EEZF2do)

g EgE2efo]

A gz ol (Aldrich):
2,4,6-Eg|deolddA (Aldrich):

= e U0-A2);
ollE g gl¥l (Aldrich):

7K
2,6_]’4_0/4_‘

gor e st
2

Aok 2 Qe
o} glrk:

N}\q

[0089]
[0090]
[0091]
[0092]
[0093]
[0094]
[0095]
[0096]
[0097]
[0098]
[0099]
[0100]
[0101]
[0102]
[0103]



[0104]
[0105]
[0106]
[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]
[0115]

[0116]

[0117]

[0118]
[0119]
[0120]

[0121]

[0122]

[0123]

[0124]

SS=50dl 10-2741870

2 2% AHolE (Aldrich): +£% > 99%, 12 A%,
- et (Aldrich): = A%,
- EE2F (Aldrich): 22 AME-E;

- g opAlHo|E (Aldrich): L& AFE-H;

- E24d (Fluka): <% > 99.5%, 2F 8 Al B¢t &8 (Na) A &7 slold 4, o]F AL &oa &
2 A A S5 D AgE;

- At (Fluka): =% 99%, °F 8 AIZF B¢k 2F/EeH: (Na/K) A 7ol 4, o]F HAA4 oA &
2 A A S5 9 AE;

- 1,2-g9Z=2=2d4 (Aldrich): % 99%, (Caly) °F 8 A7+ &<k Zg Jlojmglol= A SFoA F3
o]F "Ef-E-Ed" 27 AL 7] WelM 4ToM FA;

- Ak (Aldrich): ZthZ AREH;

- 1,3-F8dd (Air Liquide): &5, = 99.5%, 27 A=z ofd &7|=25¢ %, &4 A= Fdd 2
He Fol AR o) Ax 9 kg HE FF L olE -20TelA ou-dzt

- o] @l (Aldrich): 5, = 99%, 2 AF Sk L4 dpel=to]= b SHFoA FA|, o]F "Ef-F-
"R R Aa 7] delA 4TeA fA4;

(m
&

- HekE (Carlo Erba, RPE): Il A&, & wfauld (Mg) A S o8 do=2 F543}
- 37% A =8N W g2k (Aldrich): 2= AMgH;
- =443 HEHZFE 2@ (CD,Cly) (Acros): AWE AR ;

- F4a3 FEEZEE (CDCly) (Acros): TR AMEH.

a) i (V) o A4

wuge] 29 Wb wed-oldl BEgA O vhbE (D] FFL A4S A, Ao BF slA Ax-u
%

2 ellA ZgatHa ok 30 mg - 50 mge] AZe] TS G| AFekar, 40% (Aldrich)l 1 mLo] E3pF
AF (HF), 96%21 0.25 mLe] 32F (H,50,) (Aldrich) 2 70%21 1 mLeo] ZHAF /‘P (HNO;) (Aldrich)¢] &£3%+&E3} g7
teF 30 ml W =7y ol viAISR Y. =Y E o]F 3 WAl ylxao] WAPAIZIA] 255 TR ZIHA Ed
O|E ol 7} Tl (F 200T). WA dojd EFES 22 (20T - 25TC)lA ¥Z+star, 1 mLel 70% 2
AF 2F (HNOs) (Aldrich)S H7bela o]% thA] 7FAE A ZATH, tA] T H A7) A4S ukEs & 7o 7

2l fle T 892 AU olF, 1 ale 70% BAF AF (HNOy) (Aldrich) % ¢F 15 nLe] =& °|$ 2

F7¥ehaL, o % o 30 & &<t 80T/ hdskAtt. webM AlzE AES oF 50 gof Aol TR MilliQ =
55 /e B2 3AMeta, §98 7] A FEs] HZeta, 1o dis) A9 wE §ovte] vl 93,
ICP-0ES 34 (#3 7% ¥4) Thermo Optek IRIS Advantage Duodll ¢jaf #u] B4 AAS F8sct. o

TAS f8, 44 deA = dell, f3Agds, B &9 SRkl 97 4l o8 ol wA e AAE
o] &AE Sl sl 0 ppm - 10 ppm HeJolA A xS

A% wish ol AEE AE §Ne B A2 £ASY) Ao, J1F BAY FEol ke FEI ol
AE% 4 folh, mE BB oFom Alzatgrt. Ave, olF Agel Y HelH

b) 9 AA
47 EAg Sle), Badel B vhbE wd-olw B Al ME, o 30 mg - 50 meE A BF oA
Az-ube 4l 100 ml fr2l Nz A3 FFeiadoh. 2 go) &F FEdlo]E (Nal0s) (Aldrich)& ¥7hsbar, 2

_13_



[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]

[0133]
[0134]

[0135]

[0136]

[0137]

[0138]
[0139]
[0140]
[0141]
[0142]

[0143]

[0144]

S=S46 10-2741870

Z-dhzs 9ol 50 ml MilliQ &8 Wik, ZdlolE AelA, 27] gk shel A, oF 30 & ¥k B
W7E F o ab Wk B AR AV F JEHCIE (AgNO) 0.1 N (Aldrich)= #A7b4 1/6 s4€ 24t

(H,80,) (Aldrich)E H-7}&k9ict.

Aol upE FFd-ol7l B3| U A, Fi D Axol AAE Carlo Erba Mod. 1106 253t &

Pe-R 2 CH-IR B3

PO-MR e H-HMR ES 103ColAH F548 HEeEgdZzadgadl (GDCl,) 2 Wi gFxoza siapdgras
2 (HDMS) (Aldrich)E AF&3le], T 25Tl 5543 F22FE ((DCly) B U ZFozA HEZHH
Ak (TMS) (Aldrich)E ARESFe] 8 2}7] & 2337 mod. Bruker Avance 4000 2] 7153}t o] &3
A3, =FA &Y F T U0 TZFrY T2 FEE VA= THA 9S ARgS.

ZoRele) o) e "Journal of Polymer Science Part A-1: Polymer Chemistry" (1972), Vol. 10, Issue 4,
pag. 1009-10189A] Mochel, V. D.o <oJ&l, @ Fgo|hxdol| et "Journal of Polymer Science: Polymer

Chemistry Edition" (1979), Vol. 17, Issue 11, pag. 3551-3558°4 Sato H. et al.o] & &3l B E
A wEbA F7-AgE B3] B4 3 TFAY vlelaRFxE AT,

o

i3 FT-IR (aA] Aef, UATR)

43 ATR 994 Thermo Spectra-Tech® +H]3F Bruker IFS 48 E33Alo] o8] FT-IR &% (A A8, UATR) S
7158, B HojoF st AZo] wixE AHLE ¢ WEgo=R 45w YANS e X EFIF AdU=

PN
(ZnSe) 2] AA& AF&3}+= Fresnel ATR 914 2] (Shelton, CT, USA)o]t}.
o

wurge] Ze] vt sew-olwl BakAel FI-IR B (LA A, WIS EAE oo ol npE wew
—olm HaAlel BES A7 AH W QT o5 Ao,

Thermo Nicolet Nexus 670 2 Bruker IFS 48 E33Alol 93] FI-IR %< 7123519},

QL'

Aol FT-IR #3& Fel H=Enlol= (KBr)o AA(tablet) A 534 FEozng A, Av] 28
of 3l FHAY AL 1 2-tSF=2431 ] &4 wjxlo] 93] vt TFA FAHE §d9 vk

fr Fz o
1%
i
i

STHA &Y T Tl dall 10 TS 23k
najere] A%
ozl FAY A= (W) R that A (PDD O] AR v =7 stollA Zgste], 7 e HE7] <l
(5 A5 A=A % 24A)E AHE8ke] Waters GPCV 2000 Al2=§lel o] =283l
- 7Nl Plgel £%-C 23
- |rl/&2lA: 1,2-tE 2284 (Aldrich);
- &5 0.8 ml/min;
- 2% 145T;
- TAZF] 57 Universal Calibration WH.
T W A M) 2 MM, M, = B AR Bl Sk thEat A5 (PDD)7F KarE o]
ATt
ERER!

_14_



[0145]

[0146]
[0147]

[0148]

[0149]

[0150]

[0151]

[0152]

[0153]
[0154]

[0155]

[0156]

[0157]

[0158]

S=S46 10-2741870

A (LDE 7= 2zteo] 34

ml WHE7)el, 15.96 g (90 mmoles)?] 2,6-T]-o/2-TRHoldHS 100 mLe HEHE,

Al g (90 mmoles)®] otAE HdF} A wjx|eta: ol EFES 14 BAES] 3

4 “11741] wyk skl A, AdA AT AVl A APAES A 93] Istal, Atk

e 2 AHstaL, F dlellA, AoA HdRAIA, 16 g9 F-3A wAAAAGYA A (LDE 7PX1—E A&
o)

(8 = 64%) S AU},

D& BA (AKX (CgHauNooll ik AXFX])]: C: 81.52% (81.38%); H: 8.57% (8.63%); N: 9.90% (9.99%).

ol

b= (MW): 280.41.

FT-IR (nujol):1652 cm v (coy).

N}\q 2

A (L2)S 7HA = gitee] 3

M
o

= ‘ (L)

A7) wHb7]E FH)E 500 ml R3]0, 9.96 g (93 mmoles)?] 2-¥ @A EAUH B =E e,

Wgel 254 2 9.97 g (93 mmoles) ] o-EFoldF A wixstaL: dojxl EFES Wk sfoA], A-2oA
48 AIZF St WA ST, o]%, ¥ AF ATO|EE FUtetal HMAE wwk shellA, A2oA 30 & st W
Askdet. mpA e, AAE AFdeta, eSS TR 3] FelA AAS Bolxl FA oY
AggtA A arutEay 2y A &8 (&A1 90/10 (v/v) HIS e/ g olAHo|E E&E o] 9|3
Aste], A (L2)E 7HAE 15 g9 27k -34 14 AP E (5F = 830 E dUrt.

(o

A BA (AR (CpHpNyol sk A=) ]: C: 80.00% (79.56%); H: 6.32% (6.16%); N: 14.57% (14.27%).
b= (MW): 196.25.
FT-IR (nujol):1640 cm v (coy).

ANl 3

_15_



[0159]

[0160]
[0161]

[0162]

[0163]

[0164]

[0165]

[0166]

[0167]
[0168]

[0169]

[0170]

[0171]

[0172]

SES0 10-2741870

2 (L3)= 7HA = 2zt=o] 3§

~

o (L3

A7) 2REZ]S FHEE 500 ml BES7)ell, 9.96 g (93 mmoles) ] 2-F | WIFEA A =S

Weol X5 2 9.23 g (93 mmoles) o] AlZFEE Aol A wjx|stal: dojzl EFES wwk shellA, A

oA 48 AlZE ot WAEIGLE. o] %, ¥ AF AHUo|EE Rulsta HAE ,

oF WAk, miA| el AAE Astar, WEES FHol s el AAG A o FA o AN AX
A 3 FEvtEadE 2 A &8 (LA B e/ " opAE o] E 2 )]

AABEe], A (L3)E 7HAE 15 g9 wAEAA F-34 AHE (F& = 8305 LA

I m.{g r
o
(1
ACh
N

QA BA [AFA] (CpligNool sk A2EX])]: C: 76.27% (76.56%); H: 8.31% (8.57%); N: 14.78% (14.88%).
b= (MW): 188.27.
FT-IR (nujol):1646 cm v (coy).

N}\Qq 4

A (L4 7HA = giiee] 3

I
i

il

. (L4}
2}7] we7]E RS 500 ml ¥HE7)ol, 9.96 g (93 mmoles)d] 2-3EPItE AU E =S 100 mLo] WErS, 2
we-o] z2a 9 12,6 g (93 mmoles)?] 2,4, 6-Eg ol d AT} A HjxEt1m: Aoz %@%% WHE Fholl A
Ao 48 AIZF Fob WAFIH T, o]F F AF AHUCEE Huista HAE Wk FlolA, A2 30 ¥
Fot WAEA Y. vA Rk, AAE Jstar, wErES SRl o Aol AASI Ao A oA A
AES A & 90/10 (v/v) ]9l

3 -3

b 2} AzvteEady] 29 4 S [SA: HQd AE/eE opAlE o]
star, 27k old dlEl==iE dAstste]l 4 (L4)E 7= 17 g9 2%

ANE (585 =

DA BA [AHH (CstyNoo sk AR ]: C: 80.27% (80.32%); H: 7.31% (7.19%); N: 12.68% (12.49%).
b= (W) : 224.30.
FT-IR (nujol):1640 cm v (coy).

A]}\Qq 5
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[0173]

[0174]
[0175]

[0176]

[0177]
[0178]

[0179]

[0180]
[0181]

[0182]

[0183]

[0184]

S=S46 10-2741870

Cla(L1) (THF) 53tA2] 3t [GL8Y0 AL ]

cl
cl
v/
- I:\THF
|
N
=]
GLEI0).
S { ]
HhUE (1) SF2gole(Eg A-HEgsto| =232 [VCI;(THF);] (1.05g; 2.8 mmoles)S EF4l (40 ml)Z 3
7l 7E] @9 100 mle] Za3 W2 Z=QJ8STh. o]F, AAld 164 7]e¥ nkek o] dojx, EF4 (15
ml) W 24 (L1) (0.790 g; 2.8 mmoles; EH| L1/V = D& 7IA& F=e &4 Bt dox &3dE
S b Sloll A, AReA, 48 AIZF B §AEta, o]F EFES FAUE FF slolA], Aol Tt 23
ok 10 ml7bA] A7) a, o]F, HES Frrelgith (50 ml). LAXM/ AN 1x4 AAES FAsta, o] o
ol 9& 3|4stha, JJJEL (2 x 5 mDE AFHsIL I st A A2ol|A ARAA, VCI;(LD(THF) Aol A

SE= 1,197 g (78 = 83.9%) 9 QAXA /AN uA WAHES AT},

A BA [AFXA (CyHauClN0Vel thdk AR ]: C: 54.3% (54.19%); H: 6.1% (6.33%); Cl: 21.0% (20.86%);

o

N: 5.4% (5.49%); V: 10.2% (9.99%) .

VC15(L2) (THF) =3tA1<] 344 [ZG57 AE]

W
il l THFE
[ -
I
o
| e,
HUE (1) ER2gol=(Eg2-HEdslo| =2 F2) [VCIs(THF)s] (0.583 g; 1.55 mmoles)E 4 (20 ml)}
A wme G 100 mle] Fek~a H2 =Y3ltl. o5, HAld 204 7]%E vhel o] dojxl, FF<l (10
ml) W 4 (L2)E 7= e &9 (0.304 g; 1.55 mmoles; ZH] L2/V = 1DE Brlstgith. dojxl 23&
S Rk SpellA, AR, 48 A7 Bt FAskAL, ol Z3EY FIE T stolA, Aox Tl o
ok 10 ml7bA] A7), olF HAES FIlsldvl (50 ml). LAXAM 14 AHAES At o2 o o
3 3]st ﬂ%(2X5m)9§iﬂaailﬁ%é}M1Niqﬁ AZAA . VC14(L2) (THF) B30 2-350=

al,
0.430 g (& = 65%) 2 LAXA ux] BAAES AAL).
A BA (AR (CollyCLNOVell th3E Alakx])]: C: 47.8% (47.97%); H: 4.8% (4.74%); Cl: 25.2% (24.99%);
N: 6.8% (6.58%); V: 12.2% (11.97%).
A= (MW): 425.65.

AAd 7
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[0185]

[0186]
[0187]

[0188]

[0189]
[0190]

[0191]

[0192]
[0193]

[0194]

[0195]
[0196]
[0197]

[0198]

S=50dl 10-2741870

C1,(L3) (THF) &k o] ska] [IP91 A1 ]

HHUE (1) S2dol=(EgA-HEGSto|m23Fa) [VC15(THF)s] (0.498 g; 1.33 mmoles)S EF< (16 ml)

A e €™ 100 mle] EEkaa U2 =3It olF, AAd] 394 TeH uiel o] dojHl, EF Oil (6
ml) Wl 2 (L3)E 7+ #t=9] &9 (0.250 g; 1.33 mmoles; =H] L3/V = 1)%— FIFeTh. 4o
=

S b Sloll A, AReA, 48 AIZF o §A5ta, o]F EFES FuUE FF slolA], A-olA Tt 23
oF 10 ml7ZFA] FAAIZ1aL, o]%, S FUlsdh (50 ml). Q#AMA| A 317 %‘Jﬁ%% PFAstar, olE oo
olgl] sk, A (2 x 5 ml) o2 AHEI AF shell A AZoA Hd=AAH, VCI5(L3)(THF) HEAd 483t

= 0.361 g (& = 65%)9 LAAAN 1 WAHES AU,
D BA [AFA (CrgHuClN0Vell thdk AXE])]: C: 46.3% (46.01%); H: 5.8% (5.79%); Cl: 25.6% (25.46%);
N: 6.6% (6.71%); V: 12.4% (12.20%).

VC15(14) (THF) E3Ae] 3t [GL1442 M=

1
| A
e
\N" 1 TH—_F"
|
M
=
\ (GL1442).
HUE (11D E2go|m(Eg A-HEgsto|E=2 ) [VCI,(THR);] (0.951 g; 2.54 mmoles)E EF4l (25 ml)}
A wme Gl 100 mlo Zeaa HE =99 %‘E}. o]%, Ao 404 7]e® nigk o] Ao, BF4 (10
ml) 4 2 (LO)E 7H1AE gtz &9 (0.560 g; 2.54 mmoles; EH] L4/V = 1)E FIHl9t). dojxl Z3&
S b FholA], Ao, 48 A|7F BoF %216}1, o]%F & o RuE Y slo|A, Ao Fo] )
°F 10 ml7Z}A ZAAZI3, o]F HMELS F et (60 ml). SAXM 1A JAHES FAsa, o]E o}
oa) 3gslar, HAEF (2 x 5 ml) 2 AFH3FL WF dfoll A AL AXAIA, VC15(L4)(THF) E-gAo] 4-33)

=0.820 g (558 = 71.2%)9 AXA 1z AHES A},

e

A BA [AFA (CroHuClN0Vell thdk AXEX])]: C: 50.4% (50.30%); H: 5.5% (5.33%); Cl: 23.6% (23.44%);

=

6.0% (6.17%); V: 11.4% (12.23%).
b= (MW): 453.71.
T 194 dojx ZjRElr]de] FT-IR 2FEZ (A AE], UATR) (F3%; I)o] RaEo] gr}.

A A4 9 (GL881)

o} (-20C). °|%, 7.15 nLe EF
o

2 qll m
d-e —‘?—ﬂﬂl aEA doj gAY LxE 20TER TEJT. o A & W WEdFUSAE (MAO)



[0199]
[0200]

[0201]

[0202]
[0203]
[0204]

[0205]

[0206]

[0207]

[0208]

[0209]

SS50dl 10-2741870

(6.3 ml: 1.0x10 moles, °F 0.58 g @IS Hrksla, oF, AAd 5ol4q 7]&® wpe} o] dAojn
Cls(L1)(THF) &34 (M= GL890) (2 mg/mlet & FLoAe 2.55 mLe EF FEr; 1x10 moles, ok

5.1 mgst 282 Buslgith. AAE A7) muk StelA], 20T, 24 A7 B FAEQT. o] W e
QS RSk 2 Lo wgse] Fotel & TS Fdsiglth. dold FHAE olF 4% IrganoxzE 1076
(Ciba) AMSIAIE -3l 40 mLe wWEke &N FIlo] s §1AA F= cis-1,4 7325 7HA=1.256 g
o ZEFEdA (cis-1,4 D9 2 7209 Z)E FATE (89.7%¢F 22 AFE): V] 34 2 dozl
ZEFE e F7F 542 ® 194 Baso] g},

% 2004 ol ZENEtrQle] FT-IR = ER (F35%; dh)0] Hirxo] 9lrt.

AAd 10 (GL884)

mLe] oF 1.4 g3} &2 1,3-FFtdl& 25 ml Al FE WelM @523 (20T). °]F-, 7.15 L9

2 5
A Hosha ags Polxl fole] LEE 0TE WEAT. oF, B g9 u Ax-vgeusy

(MAO- =) (6.3 ml; 1.0x10° moles, ¢F 0.58 g} Z)E Frlsta, o, A4 504 7|sd uvie} o] A

o} VCI4(L1)(THF) E3kA (MZ GL80) (2 mg/mlet & FEoAe] 2.55 nle EFq1 et 1x10 mole
,F 5.1 mgot E5)E FUFeTE. AAE A7) wwk stelA, 20CAA, 5 AZE B FASATE. o] % 2 W
4 GAHE FAete 2 nle HEEe] Frte) o FS TSt Aozl FHAE o]F 4%9] IrganoxzE

1076 (Ciba) 3AitstAlE $HA-3k= 40 L 1 uﬂ%% L] FIlbe] s FaAAA F=E cis-l,4 FRE THAE

0.477 g9 ZZHFEdl (cis-1,4 @919 2 83%<t £o)E AATE (34.1%9F 22 AZE): 7] 349 2

dojzl FFFEHddle] F7F 54 % 1 1*1 ELEM =

T 394 Aol ZFEH ] FT-IR 2~ ER (F35; J)0] Hiso] Q).

= 404 dojR ZFElt]dle] 34 GPC (" T3 I ZelEadn") 7} HaEo] QT

A Ao 11 (GL883)

2 mLe °F 1.4 g7} £ 1,3-FEHlS 25 ml Al FH oA BEFAZAT (-20TC). o]%, 7.25 mLe] EF

Ag Frlela 28 dojr gl 2w 20TE WEATE. o], 30 FHGA] AZE2IA &3 ) HED-

oj4-mEelEul el (TIBAO) (6.21 ml; 1.0x10 moles, °F 2.98 g9} #)E FUIstaL, o]%, AAld 504

7145 wel o] Aol VCI5(L1)(THF) HB3A (M= GL890) (2 mg/mlet & wxoA9 2.55 nLe] EF4 &

el 1x10° moles, o 5.1 mgsh 28 Ropskich. AAE A7) Wyt shoA, 20Cel A, 24 Az B HA

3},0:1;} o]F W urg o AALS &= Z3A = o]

2 mLe] "WErEo] Frto] & FHE Tttt o T
S 4%°] IrganoxzE 1076 (Ciba) SAFSAlE i3l 40 mLe] wWEHE fao] F7lo| o8] SuA|A F2 cis-
1,4 25 7HAE 0.477 g9 ZHEHQ (cis-1,4 @99 2 70%9 25)E ATt (64.5%9F 22 3%
&) A7 T E dojzl Rl %

2AA 4 12 (GL892)

=
ci

f
%
=

oM WHFIAZT (-20T). oF, 7.15 nLo] &+

mLe] °F 1.4 g3} 2 1,3-FE<dS 25 ml A FE
Ak, olF, EF<l &4 Wi EE MEdFUEA

2
e Frketar 2R dojxl &ole] g 20TE wE

AO-AZ=) (6.3 ml; 1.0x10~ moles, %k 0.58 go} 2-8)E Hrlsla, o], AAld 504 7]=% wvlsh

m

=

o

AolA VCI,(L1)(THF) =237 (BZ (L890) (2 mg/mlet 2& smoxe] 2.2 mLe] E2el delal: 1x10
moles,¢F 5.1 mge} #&)E Frtslgnt. AAES =7 wwk 3 ]/\1 2o°coﬂx1 30 5
o) A e 2 mLel wlEEo] Frle] ofs
2e 1076 (Ciba) St AlE SHi-3F= 40 mLeo] WES & is
0.825 g ZRetdel (cis-1,4 &9 FS 820¢} E‘g)é At (58. 9%9Jr 2o HEE): 47 3 2
dolx Zgettale] F7F EAL & 104 BaHo] rt,

= 5olA Ao ZEREit]dle] FT-IR A2FEFH (S3%; <)o) By o] ),

A A4 13 (7G58)
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[0210]

[0211]
[0212]

[0213]

[0214]

[0215]

[0216]

[0217]

[0218]
[0219]

[0220]

S=50dl 10-2741870

2 mLe ok 1.4 g¥ #Z& 1,3-FErdS 25 ml Al 5B oA WEIA AT (-20T). o] 55 mLe] EF
de Frleta 224 Ao g 2xE 20TE WHEJAY. o], EFd

(6.3 ml; 1.0x10 moles,®F 0.58 g9 #<)S Brlsii, o]F AAe] 6o]A 7|
VC15(L2) (THF) E3tA] (AZ 7G57) (2 mg/mle} 2S FxoAel 2.15 mLe] EF< dEho; 1x10 moles, <F

4.3 mgst FH)E TSI AAE A7) wnk sell A, 20Tl A, 24 A S FAEGAT. o] B g
S ks 2 ale] HEEe] Frbel os) FIS TSItk dolx FHAE o] F 4%9] IrganoxeE 1076
(Ciba) FATstAIE Ffrohs 40 mLo] wigs oo Frhell ofsf) SaAlA &3 725 7% 0.372 g9 ¢
TERE QL (26.6%9F 22 ARE)E A3k Y] 4 B doxl FTEjREdde] F7F 542 % 104 B
o At}

= 6olA QiR Zeetr]ele] H-NIR ($]) 2 CC-NMR (o}#]) o] mmso] glr}.

A A A 14 (7G59)

2 mLe] oF 1.4 go 2& 1.3-FEHelE 25 ml A9 FH WA WFFAAG (-20T). ©]F, 7.55 L] EF
g Frbsta A dejxl &ole] exE 20TE RHEQT. o, EFd & o ﬁi—ﬂ%%ﬁ%lﬂ%&

(MAO-A %) (6.3 ml; 1.0X107 moles,®F 0.58 g9} Z2)E Frlstar, o3, AAld 6olA 7|sH vlel o] &
o]zl VCI5(L2)(THF) E3&A (B2 7G57) (2 mg/ml$} & oA 2.15 mLe] EFq e, 1x10 moles,

°F 4.3 mget ZH)E FUbsklth. AAE A7) wwk shell A, 20Tl A, 3 AR BF FAEGI. o] B W
o] AAE e 2 nle HEEY Yt o F3E Tkttt Aol FFAE o|F 4%°] IrganoxeE
1076 (Ciba) FtstAlE $Hfah= 40 mLe] wWEE g Frlo o8] FuAA &3 F+25 7M1= 1.06 g9
Z RS AT (75.7%9 2 A3E): AV 34 2 o ZRelqel F7 EALS H 164 B
arsle] ek,

= 7914 QolR Zglreir]ele] FI-IR 2% Ed (F3%; 34)0] wuso] gt}
= 8o A ojd ZeRetriele] H-NR ($1) 2 C-NMR (ole)) H-o] mmEo] girt.

AA o 15 (IP96)

2 0L oF 1.4 g3t & 1,3-FEdE 25 ml AE FH U

& kel 2R dolxl &ele] EXE 20TE EH. olF,
ml; 1.0x10  moles,®f 0.58 g9 2&)E Hrkskm, olF, el 7oA led uksh gol ol
VCI,(L3) (THF) 234 (A% 1P91) (2 mg/ml9} 22 swolqel 2.1 nle] E5d @Ael; 1x10 moles, ok 4.2
mget Z&)E FUIEG. AAE A7) at e CollA, 24 AIZE Bk FAS ST, o] F 2 ¥&o At
& Ffehs 2 nle WEge] Rl o8 FRE T, dolW FEAE olF 449 Irganoxz 1076
(Ciba) FAtstAlE FHrohe 40 nLo] wEhe 8- AA EF TEE 7= 0.527 g9 £
FEH S AT (37.6%9 e AE): A7) 34 2 3 1eA4 wary
o st

= 9oA Aol FERET Y] FT-IR 2 ER (F35%; s5)0] Base] g},

A A 16 (IP97)

o —1E
N
—_
=2
o
%

=)
ne
9
™
i ol
oK
H
o,
o
<,
)
o
N
-
A
o,
rlo

2 mLe] oF 1.4 g3 #& 1,3-FEdds 25 nl A FEB Wolx dEIAAY =
& ket agA do gole] 2EE 20TE WEAL. ofF, EFd & (

AZ) (6.3 ml; 1.0x10  moles,F 0.58 gSt £&)E Rrlatm, o]%, Arld] 7oA 7]&® ups} o] Aol
VOI,(L3) (THF) 234 (W= [P91) (2 mg/mlSt 2 s=olAMe] 2.1 nle] E32el Aetel; 1x10 moles, oF 4.2
nget E)E FUEeIlt. WAE A7) wuk stell A, 20CANA, 24 AIZE Bt FAEA. o] E whEo] A4t
= Ffrebe 2 mle] wlEEe] Rl o FRE TEEt. doj FR/AE olF 4%°] IrganoxeE 1076
(Ciba) At AE &3k 40 mLe] wiEkE g9 Rrld o SuAA &3 F25 7MAE 0.743 g9 &¢
FElC S AU (53.1%9 22 AE): A7) 34 9 doH EZFelgde] F7F A2 % 194 RaE
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[0221]

[0222]
[0223]

[0224]

[0225]
[0226]

[0227]

[0228]
[0229]

[0230]

[0231]

[0232]

E=0d 10-2741870

omn

o] A},
T 10004 ¥R ZglFEelt]ele] FT-IR ~2HEH (F3%; 14)o] Riuso] ),
= 1164 Qolz e Reirele] H-NR () 2 CC-NR (o}el) o] masle] gt}

AA o 17 (1P92)

2 mLe oF 1.4 g¥ 22 1,3-FEelS 25 ml A1F FH oA WHFFAATG (-20C). olF, 7.45 Lo EF
g Hrlsta aA dejl gole] eEE 20TE WESG. oF, EF &9 ul vigddF=uSat (MAO)

6.3 ml; 1.0x10  moles,%F 0.58 g9 7S)2 Bylaii, o]Z, AAe] 8ol 7]%d wiel o] Aejxl
VC15(L4) (THF) &34 (M= GL1442) (2 mg/mle 2S sEo|re 2.25 mLe] EF e, 1x10 moles, oF

4.5 mg¢t Z)E HFUEEglth. AAE Ar] wy
Aaks gHFsHE 2 mLe] dErg o] Rrte] oS
(Ciba) A3l AIS 638l 40 mLe] WERS fadlo] Hrlo] &3
Heltds AAh (54.0%9 22 ASE): A7 J

o] U},

atoll A, 20ColA, 24 AIRE &t FAETE. o] B e
2 o]|& 4%¢] IrganoxzE 1076

%1 TEE 7HE 0.756 gof &
d 2 dojzl ZEREYde] F7F SALS X 104 Ky

of
W

= 12014 Aol EZglRetriele] H-NWR ($]) 2 CC-NMR (o}#]) o] mmso] glr}.
Al 18 (IP93)

2 mLol °F 1.4 g3} &2 1,3-FE<ls
& Frbstar A Fojl & 2EE 20CE HEAH. olF

\

(6.3 ml; 1.0x10° moles,®F 0.58 go} 7o

Ll
o
N
)
ofr
ok,
K

Clo(L4) (THF) 237 (BZ GL1442) (2 mg/ml9F 2-& FwoAe] 2.25 nLe] ¢l @eal; 1x10  moles, <t
4.5 g} L)E BAEG AAE A7) W AR EE FABRAT. Ol F ¥ dgo)
AAE SHF-EE 2 mLo HERE9] FUte] o8| &3 3 9] IrganoxzE 1076
(Ciba) SAIslAIE &3l 40 mLo] wgts 89 E3 FERE A= 1.14 g9 EEHE-
Elrjel s ATt (81.4%9F 722 HEE): A7 34 2 Aoz ZFEHe 7 B4 ¥ 194 RHaEo]
ATt

5 1804 o EeElF-Eldqle] FT-IR ~HEH (F3%; I5)o] Rax o] glo,

A Ao 19 (GROO1)

5 L9 BEAL Fobska 1
g erem e (MAO) (6.3 ml: 1x10
Cé x

°F 1.36 g3 2 2 mLe o]A=AS 25 ml A FH U
= A
VC15(L1)(THF) E&A (8

P dojx godlo] 2xE 20TE THEUT. o F,
moles,®F 0.58 g} Z)E Frlsta, o+

= GL8Y0) (2 mg/mleh TE oI 2.55 Lol Bl At 1x10 moles, ot 5.1 mgsh BE)IE H71aH4
o}, AAES, =] wwk sl 1, 20ToNA, 12 AIZF Bt £A138+gth. o] & wrgo] S FG3E= 2 mlY
Hekg o] Rylef o3 Fe FTEIAT. Ao FHAE ol F 4%9] IrganoxzE 1076 (Ciba) FiskAE o

3= 40 nLo] HWEE g By } 1 e LHAA FZ cis-1.4 TERE 7FAE 0.985 go Zalo] T (cis-
L4 99lel B 79.6890 290 AT (72489 2L AWE): AV TA 9 Aol FelolazaAs] 27}
542 X 2014 Haxo] i},

A Ad 20 (GRO02)

oF 1.36 g3 # 2 mLo o]AZAE 25 ml AE FE U =9
A Ao Fole] 2E 20CE vEEQITE. off, EF4 & W Adx-mEaFusat M0-Hx) (6.3 ml;

1x10 moles, ¥ 0.58 go} #&5)

Ll
+
N
ol
K

A (BZ GLRY0) (2 mg/ml9F 7L smoAe] 2.55 nLe] el #etel: 1x10  moles, oF
bk, AAE A7) wak sl A, 20T, 2 A7 BQ



[0233]

[0234]

[0235]
[0236]

[0237]

[0238]

[0239]
[0240]
[0241]

[0242]

[0243]

[0244]

S=50dl 10-2741870

o] wgrge] Frto] o) TS TS, ol FHAE o] F 4% IrganoxzE 1076 (Ciba) FSAE 3
frob= 40 mLe] WERE gofo] FIte] o3 FAAA FE cis-1,4 FERE JHAE 1.098 go EHF|o]aE
(cis-1,4 ‘4?494 ke 83.8%9 o) E AATH (80.7%9F e HAFE): AV FAH P dojH EZEolaE
F7F EAL ® 204 HaEo] i),

A A4 21 (7G60)

K
= IL
lo ® o

oF 1.36 g} e 2 mlel o]ATdAS 25 ml AY HH o] Eskdrh. o]F, 7.55 nLe] BERS Rrlsla
2 dojx g LEEZ TR WEYL. o]F, = W) wElerEu et (MAO) (6.3 ml; 1x10
3 Ao} %

moles,®F 0.58 g¢} #S)E H7 VC145(L2)(THF) &3] (A

ﬁd
ol
o
K
<

= O657) (2 mg/mlok BE FEAMe 2.15 ple] BT Al; 1x10 moles,oF 4.3 mgsh TS
Fobstolth, AAE A7) wk shell A, 20Tl A, 24 AlZE St fASATH o] F B wheo] d4ks ks 2
mLe] weke-o] Rrle] oa] TS FuElith. Aol FIAEZ o] F 4%9] Irganoxee 1076 (Ciba) AsHA1S
SHralhe 40 nLe] wighE &) RIbe| oFf FAAA FE cis-1,4 FEE THAE 0.450 g EHE|o]axdl
(cis—1,4 &9 e 69.1%9F £24)S AT (33.1%9F 2L AgE): A7) T4 L dojzl Zglo]4s
7Y EALS #2014 BagEol i),

)

]

Mk
(K

= o H Qolz E@lolzzmalo] H-MR (9) 2 C-NR (oF2]) REgo] mmuo] g},

A A d 22 (7G61)

oF 1.36 g} £ 2 L9 oA dS 25 ml Al FH o] =Ysct. o] F, 7.55 mLo BEFAE st 1

= W ooEokE At (MAO) (6.3 ml; 1x10

Adoizl VCI5(L2)(THF) E3A (M

T O7657) (2 mg/ml® e BEAIAMe 2.15 nle] EFel el 1x10° moles,of 4.3 mgsh TS

Robeleleh. AAE A7) W sl A, 20TAA, 3 AR B gich. ol @ Pee] FAe FHHE 2

Lo wEkEo] Il &) TS TSIt Aol FEAE o]F 4% IrganoxzE 1076 (Ciba) 3AHskA|E

Fhett 40 nlel Mge gole] ¥rlel ofs) $IAA FE cis-14 TEE AL 0.821 g0 Eolrxd

(1,4-cis ©91] e 71.3%9 ZS)E AU (60.4%9 2 A3E): A7) 34 2D dojz7 Zglo] sl
F7F EAL E 204 RaiEo] 9l

= 159049 FI-IR 29Ed ol Felolaza (45; 94)e] muse] it
= 16914 Aol EZelolazalle] H-NR ($]) 2 C-NMR (o}2]) o] mmEo] g},
T 1794 Ao FlolAX el PC AR ("A Ry ARvtEIy]") 7F BaEo] ).

A A4 23 (IP98)

oF 1.36 g 22 2 mLe o]aZ S 25 ml AF FE U] =5, o]F, 7.6 mLe] EFAE st 1
27 dojxl folle] L2 20T E WEATLH o]F, EFd LA 4 uﬂ%‘%j%lﬂ&& (MAO) (6.3 ml; 1x10
|

moles,®F 0.58 go} #5)E F7kstaL, o, AAld 704 7l=d wpep o

¢

IP91) (2 mg/ml 9} 2o wEwoAel 2.1 pLe] E2al dAetel; 1x10  moles,oF 4.2 mget 7SS Hrselch. A
A}, olF W Wge] Qe FHeks 2 ale WELe)

T 4%°] IrganoxzE 1076 (Ciba) 32F3}AlE Sh3l= 40 mL
o] ek g FIte 93] SUAA FE cis-1,4 TERE 7HAE 0.198 g9 FHglolAZ A (cis-1,4 ©9Y
sk 68.5%9 T2)E AT (14.6%9F 22 A3S): A7) 34 2 dojR Zgolhxde U EALS ®
oA Barxo] 9l

A A4 24 (IP99)

lH

\]

oF 1.36 g 22 2 mLe o= S 25 ml AE FE U] =45, o]F, 7.6 mLe EFAE st 1
2 dojH gdeo 255 20CE WHENY. o]F, EF<d &9 U dx2-ddLdFS4E (MA0-13) (6.3 ml;



[0245]
[0246]

[0247]

[0248]

[0249]

[0250]

[0251]

S=Sa5f 10-2741870

1x10 moles,F 0.58 gob @&)E Hrbeha, o|F, AAd 7ol4] 719 upsh ko] 2ozl VCI,(L3)(THF) g

A (él%— IP91) (2 mg/mlF 2L FwolAel 2.1 Lo B AA; 1x10 moles, ot 4.2 mgsh BE)E F7}
stth. AAE, A7) wyk st A, 20T A, 6 AlZE FF KA. o] F E g GRS diEhe 2l
9 tﬂ]%%J Bote] 93] 23S et dold FIAAE o]F 4%9] Irganox#E 1076 (Ciba) FArsAE &
ok 40 mLe] WErE Mo FIto] 93] SAAH FE cis-1,4 TERE 7HAE 0.413 g9 o)Az AS A
At (cis—1,4 @99 g2 70.9%9F ) (30.4%9F T2 AFE): 7] 34 2 o7l Zjo]axele] F7}

EALE E 204 Hago] v},
T 184 dojH ZgolAzA FT-IR ~2HEH (F3%; 35)0] Hiaxoe] gr}.

A A4 25 (IP94)

oF 1.36 g7} 2 2 mlo o]ATAL 25 ml A1E HFE o =5}, o], 7.45
g7 dojxl gl L E 20TE WHEAJY. o]F, = U wEerEu et (MAO) (6.3 ml; 1x10
B ea Ao x

moles,®F 0.58 g¢} #S)E HU1star, o Cly(L4) (THF) EA (A

=

= GL1442) (2 mg/mlSh e HEolAe] 2.25 nLe] B¢l AL 1x10 moles, oF 4.5 mge} #S)Z Hr1aA

ok AAE A7) wnk st A, 20T A, 24 AJZE SF FAEGIT. o] 2 ge] A4kS TRk 2 nle] W
g o] Frto o8 S FAsIGth. Ao FFAE olF 4% IrganoxzE 1076 (Ciba) FAtstAlE 3
= 40 nL9 Dﬂﬂi fdo] Rl ols] SAAA F2 cis-1,4 F2E 7HAE 1.008 g9 ZZlo]A~=d (cis-1,4
welo] S 70.1%9F ) E AATE (74.19%9F B2 HFE): Y] T 2 dojH FEolaxile 7 54

< # 2011*1 EJ—EM 1=

A A4 26 (IP95)

oF 1.36 g £ 2 nlo o]AXAE 25 ml A1 FE ol =43, o] F, 7.45

2 dojx g9 2EE 20TE TEL. olF, B U wEerEu et (MAO) (6.3 ml; 1x10

moles,®F 0.58 g9} #S)E H7lsta, ol Aozl VCI5(L4)(THF) &3 (A

= GL1442) (2 mg/mlSh e HEo|Ae] 2.25 nle] B¢l AN 1x10 moles, oF 4.5 mge} #S)Z Hr1aA
O O

2es
k. ol F B gl Gas FHekE 2 alol vl

k. AAE 2] wuk stell A, 20Tl A, 5 AZF B9 A8

ego] Holo] o3 FTFS FHEAY. Aozl %?}Z]% o] % 4%2] IrganoxzE 1076 (Ciba) FArsiAlE 373}
= 40 mLo] HWEHE goe] FItd o3 FIAAA FE cis-1,4 TEREF 7HAE 0.401 g9 EFolAzA (cis-1,4
o] S 71.3%9 o) E BATE (29.5%9F B2 ARE): AVl A F Do EZElolhzde] F7F B4
KX

F 2004 Barse] .
e

& 190014 fojzl Ee o]

xao] FT-IR ~HEY (F3%; v)o] HaFo] Q).

= 20014 Qo7 Eejolazalle] H-NR (1) 2 CC-NMR (o}el) o] mawo] glth,
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[0252]

[0253]

¥ 1

E Melg-oldl BRAE Tdets Eu A29e AST 1,3
B F

SS=50dl 10-2741870

AAld | AlZE s cis-1,4 |trans-1,4 |[1,2 My My /M,
(AzH) | (%) (%) (%) (%) (gxmol™)
9 24 89.7 72.0 0 28.0 157500 2.4
10 5 34.1 83.0 0 17.0 227000 2.2
11 24 64.5 70.0 0 30.0 163800 2.5
12 0.5 58.9 82.0 0 18.0 39000 2.0
13 24 26.6 24.8 11.6 63.6 60900 3.1
14 3 75.7 14.7 29.5 55.8 80100 2.6
15 24 37.6 26.7 18.8 54.5 38300 3.5
16 24 53.1 7.6 42.7 49.7 57700 2.9
17 24 54.0 25.7 14.5 59.8 49700 3.2
18 5 81.4 12.6 34.8 52.6 68000 2.6
X2
22-A4 HigE BEFAE £t S0 A2HE AR
oAz FF
Ao | AIZE A cis-1,4 |trans-1,4 |3,4 My My /My,
(AzH | (%) (%) (%) (%) (gxmol™)
19 12 72.4 79.6 0 20.4 46500 2.6
20 2 80.7 83.8 0 16.2 55000 2.2
21 24 33.1 69.1 0 30.9 32700 2.7
22 3 60.4 71.3 0 28.7 41000 2.3
23 24 14.6 68.5 0 31.5 20600 3.8
24 6 30.4 70.9 0 29.1 22400 3.5
25 24 74.1 70.1 0 29.9 19400 3.2
26 5 29.5 71.3 0 28.7 20100 3.0
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