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PROCESS FOR THE PREPARATION OF (CO) POLYMERS OF CONJUGATED DIENES IN THE
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Process for the preparation of (co)polymers of conjugated dienes which comprises polymerizing at least

one conjugated diene in the presence of a catalytic system comprising at least one oxo-nitrogenated complex

of cobalt having general formula (I):
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X)X,

wherein: - Rj and R, equal to or different from each other, represent a hydrogen atom; or they are selected
from linear or branched C1-Cyg, preferably C1-Cs, alkyl groups, optionally halogenated; cycloalkyl groups

optionally substituted; aryl groups optionally substituted; - Y represents an oxygen atom; or a group -N-

Rz wherein R3 represents a hydrogen atom, or it is selected from linear or branched C;-C», preferably C;-
C1s, alkyl groups, optionally halogenated, cycloalkyl groups optionally substituted; aryl groups optionally
substituted; - or, when Y represents a group -N-R3, Ry and R3 can be optionally bound to each other to form,

together with the other atoms to which they are bound, a cycle containing from 3 to 6 carbon atoms, saturated,

unsaturated, or aromatic, optionally substituted with linear or branched C1-Cyg, preferably C1-Cys, alkyl

groups, said cycle optionally containing heteroatoms such as, for example, oxygen, sulfur, nitrogen, silicon,

phosphorous, selenium; - X7 and X5, equal to or different from each other, represent a halogen atom such
as, for example, chlorine, bromine, iodine; or they are selected from linear or branched C1-Cy(, preferably
C1-Cys, alkyl groups, - OCORy groups or - OR4 groups wherein Ry is selected from linear or branched
C1-Cy, preferably C1-Cys5, alkyl groups.
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PROCESS FOR THE PREPARATION OF (CO)POLYMERS OF CONJUGATED
DIENES IN THE PRESENCE OF A CATALYTIC SYSTEM COMPRISING AN

OXO-NITROGENATED COMPLEX OF COBALT
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Process for the preparation of (co)polymers of conjugated dienes which
comprises polymenzing at least one conjugated diene in the presence of a catalytic

system comprising at least one oxo-nitrogenated complex of cobalt having general

formula (I):

o) ——c'g———Y ()

.
.

X X,

wherein;

- Riand Ry, equal to or different from each other, represent a hydrogen atom;
or they are selected from linear or branched Ci-Cuw, preferably Ci-Cis, alkyl groups,
optionally halogenated; cycloalkyl groups optionally substituted; aryl groups

optionally substituted;
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- Y represents an oxygen atom; or a group -N-R:; wherein R: represents a
hydrogen atom, or it is selected from linear or branched Ci-Cx, preferably Ci-Cis,
alkyl groups, optionally halogenated, cycloalkyl groups optionally substituted; aryl
groups optionally substituted;

- or, when Y represents a group -N-Rs, R: and Rs can be optionally bound to
each other to form, together with the other atoms to which they are bound, a cycle
containing from 3 to 6 carbon atoms, saturated, unsaturated, or aromatic, optionally
substituted with linear or branched Ci-Ca, preferably Ci-Cis, alkyl groups, said cycle
optionally containing heteroatoms such as, for cxample, oxygen, sulfur, nitrogen,
silicon, phosphorous, selenium;

- Xi and Xz, equal to or different from each other, represent a halogen atom
such as, for example, chlorine, bromine, iodine; or they are selected from linear or
branched Ci-Cw, preferably Ci-Cis, alkyl groups, - OCOR: groups or - OR« groups

wherein R: is selected from lincar or branched Ci-Cax, preferably Ci-Cis, alkyl groups.
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PROCESS FOR THE PREPARATION OF (CO)POLYMERS OF CONJUGATED
DIENES IN THE PRESENCE OF A CATALYTIC SYSTEM COMPRISING AN

OXO-NITROGENATED COMPLEX OF COBALT
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AR R A RAE )

B 3 RRFTIES IR T 452 FT-IR SEEL - GL639 (Ehiefl 6) ; GL664
CEENMER]7) » GL682 (EHERY 8) : G1057 CEFHERI 17) 5 G1054 (EFHaEMI 13) ;
B230 (EHERI 10) : G1055 (EHERI 14) 5 G1056 (EHEH] 16)

4 FoREHR 12 <R T # M  13C-NMR (7£58) K IH-NMR (£558)

S FORENHY 15 2K T8 13CNMR (F38) B IHNMR (i)

6 FoRENEH 15 <R T EEZ DSCE - (A) &+ (B) 1&ah -
[Er5=]



1602836 103404 H11H #I1FE

| 103 4E 4 B 11 BEIEERE l

[0032]  HHAAAEREASE K FEMT R EAEE C BRI S © BRIESIE
A BRIBER M E R EERIRE -

(00331  HHAAERAAZE K FENT e EFIEEC BRI S » e T &
& (comprising) | AVEIFEMTEE T HEA EH----- -4 (which essentially consist
of )y B¢ " EHf-+----#H3 (which consists of ) | °

[0034]  iRIFAFEAC —BEERED  ZEARRTEEES—
fEEE B TTE M ZER LSRR EAE (b) TR MREEB
ATCHBEIIRCEE 2 12~ 3B 14 TRIZTEER » BUEREE Al ~ 85 - 8% 8
7t EEFEEESR M-

(00351 ‘E&EAEN (D) ZsHHIE-Fissa It ErE (b)
ZIE R — i EBEEEERENE D - EEEREBRIT K - IRIREZ
TR B R BRI & B B AR RO A7 B o B BE S R 1SR E SRR
SRR - BRI (1) ZsEIE-AHsES R EAE (b) Z
EFRLUR R R E BRI T Has AT TR As R A L 20BIaniAe
ATt < L. K. Johnson 22 N, T Journal of the American Chemical Society ; (1995),
51174, 55 6414-6415 H 2 G. van Koten Z A, " Advances in Organometallic
Chemistry ; (1982), 821 45, 55 151-239 & -

[0036]  IRIBAFEAC S—EEERED) 2@ (b) FE
(b)) BEA@E (1) 2hbrkss

AL(X")n(Rs)s (ID)
Hep XFRERET > F0& ] B & R AREEE R SR

C-Cafyedt ~ B ~ 5% ZEEERIFIUE— S ERYBEEETEUX

: )

(R
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Anf30E2@ENZEE-

[0037]  ARIBAHRAH L B—(HEfE BB ER - 32 EMH (b) T
B (b) BITREIARCE 133 4 RZ F Bk TE M ERELLE
V) BERE - 5 - IZEREMEEY)  ZEFEEREMLEY (b) TE
EBMIBRAEY  Hb MESHELS—ESFETFHEERES—EH
BHA | £ 6 AR F il HsEE - BERTE -

[0038]  tRIRAHFIHZ H -EREERED]  BLLMELRE (b) T
B (b) TEERZITH: MEREBLSYREREBCEMZREEY) -
Heacfotl BRI (1) HMAIE-SES YR RE » BEFREINY o-45
BEEE X X —THERES BRI EY  S—AEERES
AR £ (Co) X FHEE R MZSFEL AT
R BETCEY) KR &R R B -

(0039  REFE - BFASERE R SEH| eRar R HE < B9 735" 7T
FIFEAR( Periodic Table of Elements ) f%#8HEEE 2007 & 6 B 22 HZ IUPAC
AR TCFEHIR | BRI LA™ REME GRS #8u, www.iupac.org/filcadmin/user
upload/news/TUPAC Periodic Table-1Jun12.pdf H1

[0040]  ffif5E " C-CalieZE (Cr-Cualkyl group); FR¥EEHE 1 £ 20 @
WKIR T BB S < C-Colt B REHPIS - B - 2% - ER
HoENE LETE-FBITE -RTHE B=TE XE C& EE.-
FE o IEEH  ERE 2THETE  SHECE 4 Z2ECE  22BR
B 2ZHOHE-

(0041 3B MHR b C-CofE3 (Ci-Cr alkyl group optionally
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halogenated ) , {R¥EEH | E 20 EMRIEF Z E TS S8 « RIS AT
£ BEhES—FEEFRIERFIN  ZRFEFEFHEUF - & ]
RIEBHR 8- RENRte C-Colf BB ERLS  RRE  ZHRFE
“HFPE - € FE 2220 =/5CE 0 22 =82E - 2,23 3-TURAE
22333-LRNE - BREE  2RFE  2RRE-

[0042]  fi5E "ERSeE: (cycloalkyl group) ) fRIEEHE 3 £ 30 {ERRIR
FRBEGTE < FZEFRE T RIFNAA — RS AR ER A REE LT
ZEEIA  BEEF BE CColed ) C-CobeE s & J8H iR
HBEECBEENS  BRE 2 "HBNE -BTE BXE B
COF AFERCE ARERKE  2EBYELE  FEERECHE  FE&
BOE  fRCE  FERCE-

[0043] 15 " 55 (aryl group) , RIS IRIRERE: - 325 S IRIKR
EARIER R — RS AR AR A EH:E B LT 2 EHEA  IRE
Fo BB B R R C-Catiedk L C-ColeElE - RE  IEE HE -
HOBEERIS K5 FEEE ZFERE REFE - KFE -
SEE  FEE - AFEE - §FE  BFE - WEFRE  THRER

(00441  i52E "BR (cyclo), RHEREE 3 £ 6 (AMRET - IRIFHER
F[EFIATEEEER & W W - BCEMMBERFCIRIRK -
BRZRFEEGIR g - T .

[0045] #RISAFEAZ S—&EEBHEG 2L YFETEE D
a0 0 13- T SRR - -1 3T KR (R )  23- TR 13- T4 - 13-

aft
il

P M

Bt
i
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SREERE - 13- O G - BB 13-CHRREESY - BES 13- THE 2%

[0046]  IRIBABIAL B—RERBMEY) EZEEER (1) 28

MRIE-ZIEIE S Y
R K R ELARRISAN E R R QR T+ B RE B E S L 4

C-Caliedk » BUESRFE
Y BER T ¢ BEEM-N-R: > Hrh Ry (R3 A AGE S 788 C-Co b5t

HIN - BER RS EFE - 28 - ERE - E=TERREEE

X R X AR AR B R T 308 - R - B BHERE -

(0047  fRigAHH - BEER (1) 2RISR EEER
B2 - BAE0BMRALER - SESEEIC BB SYEK

MGG A MEEEER £ BUES R EERNE REER -
[0048)  DALLIERTHEAIZBAIASIE B aEEaR (1) 28k

HHIE-BEEY) -
JRARABERAEN LB CHETFISEFUTH

[0049])

(LD)-(L6)Z Bl iifg -



1602836

N X
4 Z
N N
o N 0 N
p Lo L2):
S
2
N

(L6)-

(00501  FEEERLD-Lo) B B EST ERZ
AL - 2% B TUL])-(LO)ZECA 88 P BIanFE By — R I 6 — B o Rl HURE
H R FEZRELG - a0BIR0LA T At © BIFREFHRERFZE WO 2001/10875 © 2% Parks
J.E.B Holm R. H., " lnorganic Chemistry ; (1968), 8 1(1)4, 28 1408-1416 &
Roberts E. 52 Turner E. E. T Journal of Chemical Society ; (1927), & 1832-1857
H : Dudek G. O.% Holm R. H. " Joumal of the American Chemical Society |
(1961), %5 83 #&, &5 9 #A, 28 2099-2104 H - Ecfiz#E (L4) (J7EN 2,6-— 2Bk

Ftng ) mJHER (Aldrich) -
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[0051]  mIFEERBLIERATT RS FEEm AR (1) ZH5H9()
ALY - RV S-F R SV AT O LA B IR B R N RE
FEED—TEEE (EAEBFI : SAE (B & 8R5T) - BRETH#140
MUk (THF) |~ BRER (FIRNTES) - REH (FIANER) skEREEY)
TFAE M EE BARE CoX) 2S5 EY) (Hoh X BRFEFE T 35 0& -
& B BER ) DURARBER B0 — Z 8K - NSk (THF) » 8§
R AR BEEEM AR FaorR=ULD-(L6)Z BLA7 88 & P17 i FE 2k S
fm - HopEcfige (L) /34 (Co) EEELTE | £ 1.5 ZHIBR - Rk nlFEdLt
ERIT R ERN I EEER R RS < SERVHIR-FLEE S Y - SEUIFERIES
B (B0 ) vl 2 1R FE I SBT3 5 B R TR IS R A 2 TR IBE
EERHIREHE - BRI RIR TS -

[0052]  HAAREHE MEEMT HEEA R Y FE T8
(room temperature ) ; {R$E7E 20°C £ 25 CEHRA ZIRE -

(0053 AEEANAZHENCBEGER (1) BB E
TR - =R ZQ33-ZRE-TH)E  =ZQ3-ZHRE-CH)E - =
(Q3-ZTHE-TH)-88 - ZQ3-THE-KE)-88 - =Q3-THE-FHE)E - =
(-HE-3-Z5-KE)-88 - =Q-FHE3-LE-2H)-88 - =ZQ-BEI3-Z&F
£2H)-tn ZQ-FE3-RE-CH)-E5 - =288 = Q-2 F3-HE-TH)-48 -
=(-CH-3-FE- AN -8 - =Q3-Z2E-KEAR) - ZIERESE - Z8KF
2-fn - —Q-AESS-HE-TE) & ZQHNEIHFE T E ZIETE
-fE 0~ =R TE-8R (TIBA)  ZE=T 6 - = Q-8 7T £-3-FE- k)48 -
ZQ33-ZHE-TE)-80 - Z(Q33-ZRE-CE)-8 - =Q-2&33-"FE-
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T8 =Q-Z8-33- " RE- K- ZQ-ERE-33- TR E-TE)-83 -
ZQ-ZRE G- NE)-$E - =-2-FE3-FH-TH)-8 - =(Q0-2&-3-F&-
TE)-$5 - =(Q3-THRE3-FE-TEH)-88 - ZQ-FE-RE)-88 - =2-(¢-H-
FE)-AE]-8 - Z[2-G-E-FE)-WE R - ZR-C-BREFE-=QFE
TE)-$8 - =G-FE-2-FHE-TH)-E - ZQ-FE- )-8 Z[2-(ARA-FEH)-
W88 - =(Q2,2-ZFE-28)-f8 - ZQ-FE-FE-RNE)-8E - —KE48 -
=C&is ZERCE K =FEdn g T 2E 8 gt TERER
SHZIETESE S ZRETE SR (DIBAH) - @t =c&-fn - gk — &
oE-8R b TFE R s T EFEE R - S HOE R - Z9iER
B8 SR T E-85 - LT 2HE-88 (DEAC) - Z&RMHEBEZE-47
(EADC) » &b —F&k-gr - AR TH48 - “&METHE 48 - =% =2
. =£8 (EASC) DAk —{ESHARERL SR FER AR & R —1E 2R
EREAERE T HAZABELEY - &= 2585 (DEAC) » &k
B 55 (EADC) - Z&®Z=ZH& "1 (EASC) LEIKE -

(00541  ERMNEABIRIRASHZ BUGHREMRME - 8ER]
EEAE (1) ZHRELEEEEN (1) RS- BAESYLIAE
BEHEN (1) Z#E-EAEESYMFRFEC SR BEAEN (1D it
BInh TP E S8 IR R BEEAE 5 2 5,000 ~ BREE 10 £ 1,000 fEEANZLL
Blizss - BA@Ezl (1) Z#eVEE-REswHEaEz (1D ZitEis
R KPS -

(00551 ERA@ER (1) ZbrHkfa Al ESHEE RNBIRE

FIJEHEEZ WO 2011/061151 & o



1602836

[0056]  fRIF—ELHBET BBED > ZEERENLED (1)

aEEEAHEI (D) ZEHEER
(Re)2-Al-0-[-Al(R7)-0-1,-Al-(Rs):  (III)

Hr R » R & RefE LRI FIHIR R ERF - MERTF (GE& -
W B ERER BSOS C-Cu iR B FE O #%
= EE A — B AR B EUX 0 B p 550 £ 1,000 HE A2 BEEL -

[0057]  4OFREED - RGNS O/Al EERET#E 27 ALO-Al B2 1L
BY)  BrlFEREKANE R RS - ELAEERIE S T E s
FEBR e SR MUK BB S F T B 2 B RO B S YR IE » 504
{f = RESR RIS 7K EY) - BB A K EVERBE A KEYRES
TBEoU NS -

[0058] EXEIBEM KA EFEIAEIT (MAO) BAFEHTAIGHE
BB TEESEY) ULV =R IR BRI SN T
b2 RGPS -

(0059 & HMNHARIBARTIHZ EIEHREL R BETE
BAEwE () S EEE=N (1) ZHEMAIE-SEEYLITER
AR () Z@RERPHEREECE (Al) HEERER (1) ZHOHE-F
I EYRATEEC $GZ EREE LETE 10 £ 10,000 85E 100 % 5,000 H5E
NP - R (1) ZENRIE-ShEamHEEsE: (1) 2
SEE IR K F IR RIS -

[0060] ERDA E#EZ BAMR (1) ZREH - HigAET
ZAEY () ZERNTTOEFREL - Hh7EEs (D) PERUREEm T

[ op ]
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1t » KRS - Hopfp@= (111D FFHIuEEMmEFE » EAZFEERK
BESAEXEBESFE TEBERRES CHEMEIC Hik - BE2ER
St K HESEM e ELMET ] RNEIIIEEEF] US 5128295 K US
5,258,475 & «

(00611 ZHEHBAMNAFHENZAFTER (1) ZEELIFHE
PSS - BEEmELS (MAO) » ZE-#5&k7 - IE T HE-fa% 07 - HET &-
$RE Mt (TIBAO) » B=T E-E&HT - MWQ44-=F H-KE)- 8B &E b7
(TIOAO) * H(2,3- _BE-T #)-ga% ke (TDMBAO) » [H(2,3,3-=H#-T )-
gmEbe (TTMBAO) » HESRESE (MAO) TLHELE -

(0062] EREFER (1) ZEESTHMELMETT RNEIRE
FIJEREHE WO 2011/061151 H1 -

[0063] #RIBEAZEAA —EERBES - ZEMEDHUEMCER
&% (bs) FLEBERAEMZERLEY) MBI TERARTZHES
wie?

[(Re)wHew) * [B(Ro)e]" i B(Ro)s : Al(Ro)s i B(Ro)sP :
(Ph:C]" « [B(R»)+]" ¢ [(Rc)sPH]™ = [B(Rn):] :

[Li]" + [B(Ro)«]" ¢ [Li]" * [AT(Ro)<]
Hepw 5 0 £ 3 SEERZBE - EH REEFIDOERTER 1 £ 10

(BRI T ek 8005 2 H 2 E Ro & BEIIMFRTE DR R - BETES
Z BA 6 £ 20 BikIET 5% » P RRIRIFIUEIR LIS E -

(00641  &ANEEIRIRARHZ ILEHRE MR - BEA
R EYBULEMCIREY (b)) HEGER (1) ZHRIE-BIEEY
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DELEYIREYCESEY (b) FREEZEB (M) HAHERK (1)
Z SRS - BAE S Y PRIFEZ S HHIBEELEAT 0.1 2 15 - &£ 0.5
£ 10 FLE ) X 6 FEA LW - B (1) ZHERIE-SEEs
VBN SIS EMREY) (by) IS RFI AR IR 4 -

(0065  HFEAEYSILEWZESY (b) THABAER (1)
ZERIAIE-FASEG P Z X B X A biRir v BB B (1) 245
S (FEREERELT (MAO)) - BilEE EA M (1) ZIRE4E - B
TERFEEERTEE | £ BRI T =eien (GEIN=F%-45 - = 2%
im - =T HEEE (TIBA)) HAEHEA -

[0066]  EERLEWSEMZERED (b) B —RENEK
MR AT IR E R 7 BB E BIE S B R A LA T 7
BLeR o SR HL AN IR A B o B AR RS -

(m) BEEFAEI (1) ZEHFIRIE-FHEEY (P X R XhZED
—ERLE) UG TR REREYR e EREsTERE
By~ FEECAY B RESO(E BB BV — B G EWZREY(bs)
B

(m)E BAFEIN(DZ sLHEIR- S S B LI H &R 10/1 Z 300/1
FRCED—MEERBN (11) 2B - BE=ITEIRRE > ZikiEskT
L2 H R BRI ES (Co) F il 22 7% S HTRE (FRIIS(HH XML
¥ (b)) FE

(m;) EEAHEI (1) ZH#MEIS-FILEEEYEL 10/1 £ 1,000/ - #&{E
100/1 2 500/1 EE @& ES—FEHTIN AIR"wZin TR I EEERES (Ll
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HIPg B M Hrh R B E RS S8 C-Chit R LR EY) 2 B
BESESGR - Hm BT | £ 3 HEAZ HEGE > LERIBILESZHE
RYRRINEY —ELEMBILEYTREY (b)) HEFHEZAEHK
EWZREY (b) BRUEMBEWZESY) (b) ZimbEAE
(1) ZSERIEIE- B EESYIZ st RIRILEERTE 0.1 £ 15 - BfE 1 X 6 #E
7 o

(00671 BECREREHFRXELBESYIHK BEEHLEAEFR
RAFH AT (1) ZEHEBRIE- RIS S REME LM T EIRM
EYBIEYZIREY (b)) ZEPIEENRLUTAMES  HREERSS
AR

W. Beck Z A, " Chemical Reviews , (1988), %5 88 4%, %5 1405-1421

S. H. Stares, " Chemical Reviews; (1993), % 93 48, %5 927-942 & :

BXYNEFEREHZE EP 277 003 ~ EP 495 375 ~ EP 520 732 ~ EP 427 697 -
EP 421 659 - EP 418044 :

B BIRS R HHEH 2 WO 92/00333 + WO 92/05208 <

(0068 REBEANAZAENZIEVTLEYZEREY (b)

ZHEESE  BARFEMBETHEY BASFEER=T L B
[BS-Z(ZFREE)-WEE =T &% - BU-558)-MiiE =T &%  BHHE-
FE-TAME NN- "B ECR R R 6 - B A MR E-TEE NN-— A C &8 - B
(ABAE)-EE NN-—PERs (A HAEE)-$58 NN-“ RER s B(R
FAR)-WB_(WE)-#% - BOFEFRE)-ME _ECH)-# - BAEFH)-

22
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EE = F 2R - B R E)-SEE — K ERRES - B2(HFEEEM - 2@
PRI -SEHLRSY) o BT AR S i

(0069  HHAAAERBAE K FElT A AR B 78 TEE
(mole) ; k2 "BHEL (molar ratio) , BHFAHISFHERZ (LA VIR BIFR T
KREEFIILMER - SNRARMEERE LS EHE S RIS iTE R+
BRFLE

(0070 EAhvRAOEISAR 43 =T AR I SR AN e DA L 48 fb R e b DA
HEN e EBREXR - Bt - Mg S BARKERSEEEARR
B HEER R » FELA (0 AT S R/ BEREC o ml AR A N S /3AH 5
FBIan - 1BIEEE - BEATRIR R/ RS BEIE R /BO5 REE S B BIaFE
ARG HECAIAINE (PR BT © (IHEEF AR ZE K
Bl - REANBEEEY - B BESEAE  KHESY) -

[0071] 40 ExCERH - R TIR IR TR B A0 ik
A B -

[0072] OIS - SEARKIHFIRME (AR ) BRE%SIA
GORGUESSD - HUAEFR - SZEARFRE 20CE 60°CHEANZ IR
BT - RIEOESE B L8 I S AR IIB SR 4 EA AR IS A 5>
FE T ~ fEUFR - BRECCERIFE TUERD—EREER (1) 284
HAIE- S SV RO IR (b) RIEE 10 ME 10 /\FF - 8fE
30 BE 5 /NFFEEEI N L RFEIZREL o RANSELHE RAAIER 2 8 2 HBE 1]
R T At EhEf+ -

(00731 (% S RMAIGtth R - RETESEERELR

23
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B - FELEAET - ZEARLATLBISIAREE (1) Za5a9(H)
-RESY - EME (b) RIGECAFEREMAIHEITES - EETT
GRS IR T HRIERESH -

(0074  HMASEAZ HEEBRZER - SR RN AR
BERR R/EERE Y (RIS MY - Sanshyanfits ) i 5%
E#E L o EFREENT AT RANAEZEFELRR - —RESEESHEER
BN EPERISRUICHRERL SN 200C MG #Ee AR 2 B R
R —BmtEE S RNEAER (1) ZHrAIE- At ahldt
e E (b)) ZRIETRME - HNATHLER - AFERERIEHRD ETK
3 RfsiieRE L FEEBETER (1) ZHEMAIE-2 M EsE
FAEME (b) - EE—REEOCT » PERERTE LR Z A5 B ATRE
LA - IR IR E B R EE R -

(00751 EAER (1) Z#EMEIE-FAESMRUEREZ#L
RHNEIEEARAZ T - ZHS- RSV R AR R ZEARMK
ELMEREBERMAKEERERAER (1) RS- S ESH R
AR R AR ERE L

(00761  =TAMAFEEZ HERECBERA (1) ZHENAIE-A
HESYRIEMAE (b) CERBHETZIERSAEMEL - %2
BEREEE L ~MERZBAER (1) ZHEMAIS- BB SYHEE
ZEEERAAEAL A (b) hFEECEB (FINEHEAE (b) REEKER
(b)) Begagisr (b)) BrSEE - EHMEAE (b) FEEEEER (1) 2
BB EYCREEY) (b) FEM) CRMEBEZETENR -
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(0077)  HRISABEA Y L ERTH] o B AR BIAILL T
2 M RSB THET ¢ BORDRRHRIT - BEATTHE - TR0 - O - Bk
RERSY  GRBIERE - EOB L - BOENERSY | BHE
AT L TRSEREY S SR - I CHRERIRS
RIS AT RTE - B R - SRZE - 2EZE - 12
SEZEE W RE - AR ENEIRAY - AR R S s
T -

(0078 oK% - HAETRIERE T AL (bulk process) s 275
AR DR A (L SR (E RIS -

(0079)  MRIEATEA T — e BREEH] - BRH AT B (i)
B L SATEE R 2 I L A R S A B 2 B A B
S EREDE SO ERD - B 10 BESE 20 BRGZFHER -

[0080] #RUGA Bz — e BB E B » 3% 75 B W 4-70C &
+1007C ~ 8{E-20C Z+80CHBA ZIRE THT -

(0081)  BEEEAEMTE - BEAFEREUZESYZES
ZES T4 -

[0082) 3% ik lssi sl i T -

[0083]  ANEFTR - TS | AIELET S SR » R
| 4R BLIE 2 & B206 %L LATEERS 2 IR E Y - BEINR T 4% - RE/X
S - H SRS S T -

[0084) TS ES T o) T AR 30 0 T L T o LA o A — b2y
U3k L SENE P B D -

25
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HhEs
HERYE
(0085  AFERZ AT EMREEIFAAZ AT RYE LERIFIE
P TRER TR R H At FEm — e RN LA T E B
Z&ksE (CoCl) (Stream Chemicals) : LATRER/EF
U kiR (THE) ( Carlo Erba, RPE ) * 7EEIFUARE T IRIFHI S 3 H
e - HEEEE AR M
ERES (Carlo Erba, RPE) : DAURHEERA
BAf% (85%) (Carlo Erba, RPE) @ LUBEREH 5
2,6- ZZEEEEE (Aldrich) @ DURAEGEF -
2,6- —ZEFIZ (Aldrich) * TEIEHREFAEHR (Na) EZKE
2,6- —RREFREE (Aldrich) : DURKRER -
FRZE (Aldrich) @ #299.5% » TEIEEREPER (Na) EZRE]
1,3- T # 45 ( Air Liquide ) $299.5%  fESREEZRIE B A3 4% -
LMEE SRR T B R B TR Al E-20°C & B RME S
FRESREL (MAO) (10 EEDPZ FHEBH ) (Aldrich) * UFEE(E

EKFREIRSE LT (MAO wr)  IEER T EFEsAFEH (MAO) (10
EEDZ FHEER) (Aldrich) BEEFZBHERS

ZHEBL (299%) (Aldrich) - FEMFERBE AR TBE (POs)
- 7RE

ffe (Aldrich) © #EE299.5% - TEE I REI T (Na) 756 -
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ALY 4% (C:DCL) (Acros) @ LARERFEH
A& (S (CDCL) (Acros)  LAFRR{EAT
37%: BB KSR (Aldrich) @ DUBARFEA -
(0086]  fHFE PR S AT R H i
TR
a) #lIE Co
[0087] BllEAMNAZIAE A #ERIE- RSy h 2 84
(Co) CEE  HIERARF TILRZBAEFIRIESSIZ47 30 me-50 mg AL
FRHERE L S0 HREL | ml 40%.2 S 8% (HF )~ 0.25 ml 96% 2 il (H.SO. )
&1 ml 70%Z 5 (HNOs) ZIREY—EENET 30 ml Z #HiRS - 8%
AR EOOEMHE - SEINEEE E AR H @RI (£ 200°C ) - {HtE
"EGYWEIZEZR (20C-25C ) &0 1 ml 70%:< 58 (HNOs) H
ENPAESY L EFILIRESE - THEEIAFMA %  EEERC %
TR LB - BB INB B T AN 1 ml 58 (HNOs) %4915 m
Ko HEERREESYIINEAE 80°CHERHT 30 £ - ARERE EREEY
50 g Z B8 MilliQ #IE /KM R B4 A - 1548 » {85 ICP-OES
(L= HIEESE ) Thermo Optek IRIS Advantage Duo Jeali &t T T Hr{#2s
HAIE - MEXREOBIRMLL - LB - 544 0 ppm-10 ppm FEEIAZ
B BIE AR - T 2R LUZE R R0 A2 B A
B ER -
(0088)  TEi4EE EFRFEAN LA il o A A Z IS R LUE S
BN RE2E CREINRE - CRETSOCEST - ArEEA—RW
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18 TEHE - BN EE < EEBURMEH N E T EMETER 2%
HIERBREREE -
b) &EIE
[0089]  HHALLER) » AHIRFER TR MHEHEIEER 30 me-50
mg FARAZFIA R $ERIRIE- EE SV AR 100 ml BHHMS - 7
RZERFE SMANIN 2 g kBASA (Na:COs) K S0 ml MilliQ 7K - 7£#8 /et e
¥ TERSYHSERRRLHERFT 30 7088 - SEE A ARI0MGTEER (H:SO.) 1/5
EEREY 28 A ERENEESA 0.1 N ig8R (AgNO:) HERS
) -
c) HIEM - & - KRE
(00901  #&EH Thermo Flash 2000 B &1 428 8IE RN AR A BRI
FEHIRIE- B ESY P RANARHAERNCBEifeh ik - GREA @ MFE
FH Thermo EA1100 B &3 H 28 8IE £ ©
“C-HMR & 'H-HMR )%
(00911  #&FH Bruker Avance 400 BURZFE IR FEFE AR EE L
1% (C:D:Cle) (£ 103°CF ) BANBETR &l (HDMS) (FRAEMFEAEY)E
FERTCE(S (CDCL) (7F 25CT) RMBEEWE (TMS) (FRREMELE
Yracgk "C-HMR & 'H-HMR J3% - BEENLUREBRCHEERIT 10E
B REBWHNEZERY -

(0092  EEHLATBPATRA EEEZ I EIE REW B

RS REN 14 BB T2 28 (%) ]2 Mochel, V. D., T Journal of Polymer

Science Part A-I- Polymer Chemistry ; (1972), 8 1048, 56 4 #8, 55 1009-1018
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EARY ) otz

[0093] #&MH Thermo Nicolet Nexus 670 K Bruker IFS 48 43¢ 5¢EEt
FLERALSM RS (FT-IR) -

[0094]  TEAZBAPATAZBIAIHEZALIM S (FT-IR ) LA
Z B RSB IEZIRILER (KBr) (KBr #8) ek Aiss Bieik e
.

(00951  AgRACPAT A SERYBIA-RASEA AT IM s (FT-IR)
LA FF0 17 o SERI IR - BALSE S5 BN MK R $8 (KBr) (KBr #8)
BB I SRR P IS

(0096  R&EWZALIEE (FT-IR) HR{LEF (KBr) fE Lo RE
WEIERT - ZEEELIHEG T REWN BV 882 B EsS -
FRa i L RETE BESNURE BN HEREST 0 ERES -

E\3H (DSC)

(00971 {5 A Perkin Elmer Pyris 7/~ & BGT5§#ST DSC (T £RHF
MRS RIRE ) BT LAHITE 1S RO IAEES (Tn) RAGSIRE (To) -
HFR L B FEFEEEREE T A 17C/min 2 20°C /min H5EA 2 FSER Y
5 mg REVIEITIHT -

(0098]  #EeRLl b =B EF AT EMERAET DSC (7 =R s
=HIE J) BOTLAHIE e < REYHIBIEMRE (T.) : FE+70C T
R 3 4388 © LA 10°C/min ZEEH+T0C RANE-90C © 7£-90°C TIER 3 4
# 5 LU 10°C/min 2 HFEE-90CINFAZE+T0TC -

29
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S FEEIE
(0099]  #5e8 GPC ("ERBIBERITIE ) LA TR T BIERAIE
FiB e ReenFE (MW):
Agilent 1100 28 ;
#I4% Agilent 1100 {5812 -
PL Mixed-A ¥ ;
BEGEIRE - MRk (THF)
FUE 1 ml/min ;
BE 25T
SFEEHE  BRAKESE -
[0100] :iREAERFHHFE (M) REMJMEEER (M. =HETF
ST E) HIESZ 25558 (PDD) -
HIES X
(0101]  FEHLEEZAELHEHERIZE (MALLS) SME4 SECRI 5t
HE#E1S 2 GPCMALLS BATELL T TR FREIEFTE S REWC A
Agilent 1050 % :
£I9+ Agilent 1050 {5#128 ¢
MALLS Dawn-DSP Wyatt {H#l|28-£%117 > A =632.8 nm :

PL GEL Mixed-A (x4) & .

BRIGERT - NGk (THF) |
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[0102) 20 BRI TR0 - AT RIRGETTLABT R ES T
o TEREEPEZBHEN - BIERHCES TYEBH SN EE
PR ERANESHS TR - MG BB N~ E #4E
B - FTAZ EABRRELL AR (1) &R

K*c _ 1
R, MK

+24,c (1)

Hrp
K*SIRATRAYC R « REMZITEHER (dn/de) - FRAYAEIT &
IR
M. BEEFHLTE
c BREBRIIRE
RoBBE 6 AT ERLZFAET < StavsaE (EEIHFIRF (Rayleigh
factor))
Po FTRICIESSIY | QBBIAR FEE OB e &g 0 B%
RO
A2 B35 T HE B A8 (virial coefficient) °
(0103]  #HE{EIRE (B GPC REEBHMEIR) S » L3 fw

<32 (1) BLBRLIT AR (2) ¢
K*c 1
= (2)
Re MwPs
HHPK* ¢~ Ro » Mo 2 Po BEHLEXFTERAHEIZ 85 - BLASHEE
FEAREAETEA - 62 sen’ 62 BB K*cRo L BEAIEE BRI

BB 5T RO PR A -
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(01041 g4t KEHEHTEC S —NETILER > 7S+
HHLEE PR o -

(0105  BRFCESFRTEESIREERAAR : HiMERS
F&  BESFHENESENEY RTRVN oGRS -

(0106 EREVICEEBEERIETHSH o Z(EEMHEER
o BB Y o FRBEEEPRES T AR RE - EFEAERD AT
AT ILE B N E R REASBRER - FEESH AREGEL
REY - MG (THF) 4 14-IEABTZ SESRERT HEZ2H
a ZMEEFER 0.58-0.60 -

=y

EREAN(L)ZE IR

L2)-

[0107) 1% 2.48 mg (14 mmol) 2,6- — ERFEFREE S m] FEE—E3]
AR FEREHAH - SEIGERUAT - FERTEZ A T Z IR0 0.25 ml FREEK 20 mi
&% 1.96 g (12 mmol) 2,6- — ZEEEINE Z FEFBELBIRT « 547 1 /NFFZ
% ESHECOHMSEREYE - LUAEEIKEF R - FHmREEER
BEZRTEZGR S 24 BERL) BEEEREY(EE=62%)-

[0108)  JTESOHTEEME (FHE(E) ) C:77.80% (7822%): H :

LN
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8.24% (8.13% ) N : 851% (8.69%): O :491% (4.96% ) -
(0109} 2 (MW) 32245
[0110]  FT-IR CW&RST48) 1 1700cm’ v or s 1648 cm” v (oo
[0111] 'H-NMR (#1572 TMS 2 & £i2f8): 1.16 (d, 12H), 2.27 (s, 3H),
2.73 (m, 2H), 2.80 (s, 3H), 7.17 (m, 3H), 7.95 (t, 1H), 8.15 (d, 1H), 8.57 (d, 1H) °
Hhtf 2
BRERLO)EfE

(L6) -

(0112  # 1.96 g (12 mmol) 2,6- = ZEEFEMIIEEL 5 m] EREER: 5 1%
FRE—ES | AR » JEAR - BEEREZEERTHE S m 8F 134 ¢ (9
mmol) 2,6- = ZAf# . REERE RN BB - 4£ 48 /N\B¥ 2 1% > RS
YimalE 4°C - EER O MAEREEYLE | LBREGE R E EsEY -
FAmPERCIR EAEZE A T 2R #1518 ¢ BARLOCREEREY
(FEHE=6T%) -

(0113)  STESATIEEME (FH5ME) 1 C: 77.58% (77.52%) : H
7.50% (7.53% ) N : 9.60% (9.52%): O : 5.30% (5.43%) °

(0114 43T (MW): 294.40 -

[0115] FT-IR (&HEAEE) - 1648 cm’ v o s 1702 ecm’ ¥ coy ©
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Hhehl 3
B CoCl(L2) [k GL545)

GLS545 -

[0116]  igf/k—&ftsh (CoCl) (0401 g+ 3.09 mmol ) EAIYE Lk
# (THF) (40 ml) —#E5[A 100 m| RFEEENE S - FEZ=0E MRS T HEE
(R¥F &5 88 B BRI ININE R | FAmtiER EA(L) 2B (1.20g
3.7 mmol s EHELL L2/Co = 1.2) - EWIIBCAI RGN - LB AERES B kiF iR
TEER MRS NMREF | X - BB ETERREE HAAEZR T R
e RerY) - BEEGRENERARFENEGE LSRR L - BAERHEZ
TRBTERIZERY 24 /INEF » DARSERAR I FERCAI RS - BETR SRR BhEL e — & F
KEEREZEAVR H N % FLIRR = 2 JREBRY) 24 /N » ISR EWA TR - RZEBIR
T & R EIREN S FLIRIR i BRSIEERY HE =R T E 2Rzt -
5 1.25 g BEgEEY) CoCl(L)HTE Ik A E MG EY) - HHHINEAC &I
SHEN 89.4%844Y, -

(0117  TESF(EEME (FHEME) ) C: 55.20% (55.77%) s H
5.50% (5.79%) : Cl : 15.30% (15.68%): Co : 12.80% (13.03%) : N : 5.90%
(6.19%): 0 : 320% (3.54%) °

[0118] &F& (MW): 45228
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[0119] FT-IR (#EF& A ) 1648 cm” v (ce0r5 1590 cm™ ¥ =y * 334

cm’ vV ocea ©
B el 4

£ % CoCl(L6) [FEA GL926]

GL926 -

[0120] sk —&dksh (CoCl) (0.832 g 6.41 mmol) EAPU& Lk
M (THF) (70 ml) —#E5 A 100 ml STFEBEMEF - (B TR TR
PRy oa H R RN hEs) 2 hATIER . EA UL < BLAIRE (2.07
g+ 7.03 mmol ; EZHLE L6/Co = 1.1) - ERINBCATRSEF - SR AU FE
W R P TRE | K - BFATRRAE EAZR T AT
FrR TRy - BB SN EIRE A BEEGS « ZFLEIR L - E RN
FhZ IR RZEIN 24 /NEF » LIRBEROR RERCAIAS - FRE X AR REEZ —
L HBOCEREERRE NS FLIRIR L FRERY) 24 /N - JEITHRIAWE - BZE
B & F 5 AEBRE NS FLRIN E 2 AR A E =B TE e
B o 1T 231 g BEEEY) CoCl(LO)HEZ B+ BEIRBEY) » fEEREEA Y
G shTF R 85% 4L -

(0121 STESIEERE (FHEE) 1:C: 53.40% (53.79%): H

4.90% (5.23% ) Cl - 16.30% (16.71% ) : Co : 13.40% (13.89%) : N : 6.30%
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(6.60%): O :3.50% (3.77%) °

[0122] #F& (MW): 42423

[0123]  FT-IR (VREEAHE) : 1685cm’ v oyt 1590 cm” v cconr > 334
cm’ Voo ©

[0124]) | BRFTES 4 Y) CoCl(L6)Z FT-IR 2t (EiRE

RS REET ) -
HHew! s
& CoCl(L4) (1< GLI22)
N
l

U

0---Co---0  GL922:
Cl -Cl
[0125) @k =&k$h (CoCl) (0413 g+ 3.18 mmol ) EEPUG Ik

i (THF) (70 ml) —#E5 | A 100 ml RRFELST - FE= R AR T ERE
tR¥F# 88 BB R AN INRA F(L4)Z Bofidz (7RED 2,6- = ZERZEENE ) (0.571
g 3.50 mmol : EELE L4/Co = 1.1) « EARIIECHASET - SIS RF
B EERRTEEFTRT | X - BFRETEERSEEARR TREELE
R iReRY) - AREREEN ERARENS  ZILRR L - HARR
FhZ IRECERZERY 24 /NFr - DB ERR I FERCIAS < BEIRSURENhRIZ —
FEAGGEREIREN S FUIRIR L IRERY) 24 /Ny » SR IEH - BZ
B & B A EBRE N S LRI b BB R E =R T RER
B 15 0.82 g BiEEEY) CoCL(LA)HIEZ EktERREY) » lHHENERALZ

36
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“HELEEER 8308 -

(01261  JERST(EERE (FT5ME) 1 C: 36.60% (36.89%): H :
2.90%(3.10% ) C1: 24.0%( 24.20% ): Co: 19.90%( 20.11% ): N 4.50%( 4.78% ) :
0:10.70% (10.92%) -

(01271  5F& (MW):293.01

[0128]  FT-IR (#EREAHE) : 1666cm” v (o) i 330em’ v oo ©

[0129] 2 BTG $5EY) CoCl(L4)Z FT-IR &8 (ERE
HaHE AT ) -

el 6 (GL639)

(0130  7E(EIE (-20C) T 25 ml RETE 2 ml 13- THE (%
R#T 1.4 g) H8E « BN 745 ml K - BFHIES T B RVEEES
20C - HEFMRFRIIEFEEEEL (MAO) ZFRZRIAYR (6.3 ml + 1x10” mol
FNET 058 g) RANEHEG 3 AR 8559 CoCl(L2) [HA GL54S)
(225 ml JEESERA 2 me/ml 2 FRZSAHE © 1x10° mol » KT 4.5 mg) » 7E 20°C
NEME R T SRR 30 248 - BE LU 2 ml BH ARG TR
HFIESRE  BEELANIN 40 ml &7 4% Irganox” 1076 HELE] (Ciba) ZFR
FSTRIEFTEB C REWEHS - 15 119 ¢ |4 IERETZ SEEN 97.6%
IR TEEE  SAOTERTER IR T SR R EoRAE 1 P .

[0131] 3 RRFTIER IR T 4%z FT-1IR SE8L -

EHE6 7 (GL664)

(0132] 7K (20°C) F7E2S mlEAETE 2 ml 13- T &% (%

¥ 148) M85 - HERIN 745 ml R BIFRILESZ ARYIREES
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20°C - HEMRFAIIES FEEBES (MAO) ZBRBETE (6.3 ml: 1x10” mol »
FHFI 058 g) RINEHEH 3 FRTIERZEEY) CoCl(L2) [HR7A GL545)
(2.25 ml JEMEEH 2 me/m) Z BIEEHE  1x10° mol » 49 4.5 mg) » £ 20°C
TTEM I TR EEORET 30 /088 - BFLAGSIN 2 ml S5 A EEEAR < TP S
i FRE - BELIZRIN 40 ml &4 4% Irganox® 1076 FiEfLE] (Ciba) ZH
EUAIRIEFTEE C REEHRS 118 00722 |4 IERXE T aE2FN 98.1%
ZERTEN  ZHERFIER R T G M EmNE 1 5 -
(0133] @& 3 BRFTES IR T €L FT-IR 5t3E -
61 8 (GL682)

(0134  ZE{KIE (20C) TFE25 ml BHAEPFE2 ml 13- T €% (5
¥ 1.4g) fas - BERI 745 ml FE » HERAIESZARIEEEE
20°C - FERFAIIEEKFREIBEIT (MAO ) Z ZERHEAR (63 ml :
Ix10” mol » M%7 0.58 g) RANEHER 3 FATHLIER Z 55 CoCl(L2) (B
ZR GL545)(2.25 ml IBREEE R 2 mg/ml Z BB 1x10” mol 1A% 4.5 mg )-
£ 20°C TAERE T8 TR BB IRET 8 408 - B2 LUANIN 2 ml 2B S EEL
L RS ERE o B LRGN 40 ml &7 4% Irganox® 1076 & L H] (Ciba)
< PEATREFTERS  REYERS - 15 060 ¢ 14 IBERETCZEFN
97.0% TR T 43 © B TERFIER R T G HRrormnNsz 1 5 -

[0135] SERETER R T ¥I% 2 FT-IR JGEE -

EhEfl 9 (B251)

[0136]  7E{KIE (-20C) THE 250 ml BIBFESS{E 15 ml 1,3-T

€1 (21049 105 g) MBS  BE359500 100 ml X - BFHHILIERS < IBRAVIR
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EHSER 20C - HFRTRIIE FHEESELT (MAO) ZHFER (995 ml

1.58x10” mol* 1445 0.92 g )R ANEHER 3 HATuLiERG . #5547 CoClu(L2) (45
7% GLS4S] (3.55 ml YRS 2 mg/ml 2 FHZRVAWE + 1.58x10° mol » &R 7.1
me) - 7E 20°C THERL M T RERABIRES 240 5% - HHLURM 2 ml &7
R FRE PR R G « BELLARIN 100 ml 278 4% liganox® 1076 &L
| (Ciba) 2 PEHSWHFTEG CREGYIERE » 15537 g 14-E8TZ
BEFN 96.7% 2R T 4% - ZEMER IR T SH 2 LB MRnE
] efre

BEREGI 10 (B230)

(0137  7E{Ki (-20°C) TF4£ 250 ml SIS FESSFE 15 ml 1,3-T
BEKE (T 105 2) MG - VNI 100 ml B3 - B{ERIL#ES 2 E®A
EAHES] 20C - #EFMFRINEFEIREST (MAO) ZHHFBKE (9.95ml
1.58x10” mol » %5 0.92 g )R AN R 3 FrATIEIS & #5589 CoCl(L2) (15
A GLS545] (3.55 ml BB 2 me/ml Z FRFAH ¢ 1.58x10° mol » 3459 7.1
mg) ° 7E 20C MEM I T EBASRE: 240 2088 - MELIRIN 2 ml 38
R FIEECh | FIRE « B LAARIN 40 ml &5 4% Irganox” 1076 ik
B (Ciba) Z FEHATREFTIEG < REYELS #5474 ¢ | 4 IEETZ
SRFMN 90.6% K T ¥ME  ZTERFTER R T 152 EMSEURnE
=3

[0138] 3 RIS IR T %2 FT-IR 3k -

EHERI 11 (B231)
(01391  #E{KI& (-20°C) THF 250 ml FE FERBS R 15 ml 1,3-T

39
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45 (FRF7 105 g) F8E - HZFII0 100 ml % - B H LS 2 B &EY
IREEE] 20T - BRI FEIESL (MAO) R EWTR (9.95ml
1.58x10° mol» 2445 0.92 ¢ VR ANTEHER 3 chFf &2 $254) CoClu(L2) [1#
A GL545) (3.55 ml BB E 2 mg/ml & BFAER © 1.58x10" mol » F549 7.1
mg) ° 7£ 20C TR TERESRTF 255 /7088 - ELIRI 2 ml 8/
S THEDRL C FFEECP RS - LA 100 ml 875 4% Irganox” 1076 L&
B (Ciba) Z FEBEREPEFCIREVESRS - #5410 g | 4IEXETTZ
FREN 97.0% 2T T &5 A ERFTER R T M B rrmnE
I
HFHERY 12 (GLI6T)

[0140)] 7RI (-20°C) T4 25 ml BAEP{E 2 ml 1,3-TH4% (%
R 1.4 g) HEG - HEFANND7.65 ml BE - HEHIES B RENREEET]
20C - HMEIKRF RIS FEERESE (MAO) ZFFIBH (6.3 ml: 1x107 mol
FH47 058 g) RAHEH] 4 PATIERF 2 #EEY) CoCl(Le) [BRA GLI26)
(2.11 ml R 2 meg/ml 2 FHEEWE  1x10° mol » #1249 4.2 mg ) 7 20C
TIERE SRR T F AR EF 60 748 - BF LURIN 2 ml 75 Sk Bz
i RE « BELIZRIN40 ml &5 4% Irganox® 1076 &k B| (Ciba) & F
FEAIEFTERCREER » #15 1.04 ¢ 14 ERET 2 S EFMN 98.9%
CRTYE  ZHERTERCRT S At Eori®R 1 4 -

[0141] 4 RIS < R T 4k 'H-NMR & "C-NMR 3%

R 13 (G1054)
[0142]  7E{RIR (-20°C) TFE 25 ml & PE 2 ml 13- TEE (%
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[R%9 1.4 g) HES o BEEVRIN 7.65 ml BEit » BAF LS C A RNIE EEE
S0°C - HFIKITARIIE FEEEEST (MAO) ZBHBI (6.3 ml: 1x10° mol »
F#3 0.58 g) RANTIHER] 4 TATHIESZ 8551 CoClLs) [BRA GLI26)
(211 mlREF 2 me/ml ZFFIAYE 2 1x10° mol » FHHFI 4.2 mg) » £ 20C
TEMLIHRF T RS IREF 60 7388 - S LIANIN 2 ml 875 & HEERs « S
IERE o B LU 40 ml &7 4% Irganox” 1076 HLELT (Ciba) ZFH
FOATIEFT S REWES 415 1.06 g L4 BERBETZ S BEM 98.3%
CRTEE  FHERFESZR TSR EtEsEoninE 1 & -

[0143] SRR IR T ¥ FT-IR JE&: -

FIHES) 14 (G1055)

(0144  #{RIE (-20°C) T4£ 25 mlsVE T 2 ml 13- T 4% (%%
7 1.4 g) HaE o BT 7.65 ml el - BFHILIES BB B2
50°C - HEERFFARINS R EEREUR (MAO) Z BT (6.3 ml + 1x107 mol »
Fh047 058 g) RANE G| 4 PETIIERC $EEY CoCl(Le) [BRA GLI26)
(2.11 ml JREEZERY 2 me/ml 2 BBAAWR + 1107 mol * FHH9 4.2 mg) » #£ 20°C
NERETIFR MERILRET 60 7088 - HE LR 2 ml &5 & TGEEE « RS
HIERE - B LIESIN 40 ml 8978 4% Irganox® 1076 Hi&LE (Ciba) ZFF
REETIE PTG < IREVERS 15 14 g 1A ERETTZ EEFN 98.4%2
RTYG AT ERTEGZRT SM HMEonnE | b o

[0145) 3RS R T #1852 FT-IR A3E

EFHEH 15 (GLIT0)

[0146]  FF(KIB (-20°C) TE 25 ml & DfE 2 ml 13- THES (&
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#7114 g) KES - BRI 8.2 ml FIE - HEHILERSCIBRIIBEEE
20°C - FEKFFAIIS FREBES (MAO) ZHFAET (6.3 ml: 1x107 mol
FH%30.58 g )R ANEHER S TR RS Z $5EY) CoCl(L4) [BRA< GLO22)( 1.5
ml IBEEF 2 mg/ml Z BB ¢ 1x10° mol » HEFI3.0mg) « £ 20C T4
R ¥R THEEEREOREF 90 7388 - HEELAANIN 2 ml 76 S R HEs Ik
RE o HELIRIN 40 ml 27 4% Irganox” 1076 FIESAE] (Ciba) ZHERE
WIEFTERC REERE 1§ 142 LAIEXBETTCEEFN 971 %2R T
iE - RS ERTER R T S BSErRi R 1 4 -

[0147] S BB ZIRT &2 'H-NMR K "C-NMR 5

[0148] 6 AT R T k% DSC & -

BB 16 (G1056)

[0149]  7E{RIR (-20°C) T#E25 ml BB RFE 2 ml 13- T €4% (5
#9114 g) #EE - HEAIN 8.2 ml BERE - BIFRERCIARESREZES
50°C - R KPS P EEES (MAO) ZBFRAER (6.3 ml: [x10° mol »
FH#70.58 g )R ANEREH] S hAntig ez #E% CoCl(L4) (B4 GLI22]( 1.5
ml IBEEN 2 mg/ml ZEHRIBH ¢ 1x10° mol » ZA%93.0mg) » 7€ 20C T
T Y8 TEEARIREF 60 7088 - E UMD 2 ml SF R HHEE  FEH -
RE - BELRIA0 ml 5 4% Irganox® 1076 Hi& (LAl (Ciba) Z HEHE
RIEFIIES R EVIERS - 15 14 g LA BB T SBFN 971.8%2 5K |
BEIE | A ERFTERS R T Eh s HMBErRNE 1 -

[0150] 3 BRATIEG R T 5% FT-IR 23 -

MG 17 (G1057)

42



1602836

(01511  #£{Ki& (-20C) F7E25 ml B 2 ml 13- T 4E4% (3%
RT3 1.4 ) HEE « HEEIRNNN 8.2 ml Besx » AEFRILER 2 B RABEET
S0C « EF RTINS RELERSLT (MAO) ZBFRIBER (6.3 ml + 110 mol -
FMFT0.58 g )R ANEHEHY S Pt S 7 #8554 CoCla(L4) [H6A< GL922)( 1.5
ml BEHH 2 mg/ml Z REAW  IxI0 EE - %A% 3.0 mg) - 7 20C F
FEWE T JHEHF T AEESORET 60 2388 - B LIFNIN 2 ml &6 £ HEEk . B
1ESRE - BFLIRDD 40 ml &5 4% Irganox® 1076 H1E4LE (Ciba) = FEE
BRI CREYENE 5 14 |4AERETZEREN 8.1 R
TR ATERITEE R TSR MR RE L e

(0152 B3 BAAEs KT %% FT-IR 2L -

x| TEEEAESYCEBARKZIERT 13- TR RS

N | T | T M,

EEHEB |5 (min)(i%{k (%) ay | ey ey logmor My/M, | o
6 30 85 4407 | -119 | 432 | 333256 | 22 | 0.55
7 30 48 2489 | 92 | -387 | 230144 | 15 | 054
8 8 46 9139 | -11.8 | -37.8 | 659269 | 2.8 | 0.55
9 240 511 1573 | -12.0 | -43.5 | 271000 | 2.1 | 0.54
10 240 45.1 1387 | -12.2 | 443 | 610000 | 25 | 0.56
1 255 39 1129 | -132 | -46.1 | 285000 | 2.3 | 0.53
12 60 74.3 1926 | -10.5 | -404 [ 230000 | 1.5 | 0.56
13 60 76.0 1970 | -159 | -61.1 | 180000 | 1.4 | 0.53
14 60 100 2592 | -169 | -59.9 | 210000 | 1.6 | 0.54
15 90 100 1728 | -12.8 | -45.7 | 134000 | 23 | 0.46
16 60 100 2592 | -164 | 623 | 131000 | 1.7 | 0.48
17 60 100 2592 | -175 | -643 | 132000 | 1.8 | 0.49

(") RPN ESTR G 13- T R B

(") : B

(°) " AhdLiRE

() B FR R -
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[#F5aRrEA]

[0153])
i
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1602836 103404 H11H #I1FE

10346 4 H 11 HEIF#5aE
=== TN ==X
FH i B I & (B
| —FERREYE RIS EIOR e HE: RS eaaEs—Ea
a8z (1) S -FSEEY I RKERE NMEE D —FEItEn

WERE

He
Rk RAGIAHRI AR R R ER T SEAREE TR EN N2 E 5
35758 C-Co et TRIGIUARSHURZ IRTE © TRIBUSEURC FE:
Y FRERT ) BEE-N-R: » B REREFET - SERERETRIEN
sl o E B> S h Cr-Co bt ~ TRIBUUAREU 2 BRIEE © TRIB IAREY
(A5 -
BE Y FOREEE-N-R: R R F R ATRIE IR PLAS & DA L S & 2 H
R TR ES 3 £ 6 [BikE T2 BF - RIS IR » 33RTR
(B E R S5 C-Co e U BRIRR B S E S - 2
B~ B R T
X B X AR UEARRI BRI R SRR T > FEA0E - 1R - L SR
B EMEE 8 C-Coliik - -OCOR.ZEET-OREEH » Hoh RABE
BB 6 C-ColtEE

2. WNEEHEEAIEES 1 He AR REHREYE Hik > Hip
ZEAARME SRV —EEE TR TR MBS

I

oull

1



1602836

1034£04H11H #&F

| 103 4E 4 [ 11 FEERIE |

Bl (b)) Bt MEEBIRTRBEHRZE 2 12 135 14 FRZITR
E R SR T -~ I

JOFRGREAIEEESE 2 TH AN R A GOREC i > K
e HEALE (b) BEE (b)) BAEEI (11D Zhidksn

AI(X")a(Rs)sn (II)
Hop X'ForRRET > 38 00& 1R - i - # ° R AREEEHEI
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