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S—ARBEE. RANEE. #EERIARNREE, BE
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BERIEERREY.

HMEFIRPAFENSTRQTEHOEAAKRE S SHRN 5-12
M &WE, BAFRERSRT AEREMETESRBIESYNE
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RERIL R B 158, MAMEAPHEETHE. RN, BETAKEN
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CEAMESRE. ERENE, REBEEKRY 50-K4 500m’/g
GER, FLEREEKY 0.5-K4 3.5cc/g WER, MFHREREK
2 20- K% 200pm JEE N . FEHEHR, RERGERE KL 100-K2
400m%g; FLAFR KLY 0.8-K4 3.0cc/g, FFIRERKEL 30- K4
100pm. A& RARBEKILE—BREAFE 10-K4 1000A, ik 50-K
¥ 500A, FELE 75-K4 350A WEAMNILE. KEREAATE
SRS —HREL 100-10 WERKTEEBRUEW TE KBS &
Mk 80-20 AR T ESRBLSY/ mEAE A, MBEMNE 60-40 TE
RiEESBHEYWEREEAENRBATHRERE L. REXBR
A 4 I & B L& W B LU B A R TL R R T K F IR A B
b, BAETF 100 BEE R E £ B AL A Y/ 70 B AR B AR R BUK T 2 LI
), HETF 80 MERIHESBUAY/ RESBRAKARKTFEE
el FET 60 tE/RE & BALE Y/ BB 8K &2
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RAFE R B WE T E, A1l T R AR 2
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PR SRR R SR AT . b 39 R B SR P AR S B 1 4
FRHERERTEEREANE. WRFE, MBERKMBNEE
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W, IR B A L 5 PR T B S R R B R AR R R T A
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HERENCESRENTHNERRLIRERD. FEAREXHIW
B REHESRAMMRNER, SESHRRARNMSE, FlinkEd
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FiE— R R A B R BRA)EAFIR, RIFHE
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WmEMEE KR AYR, MEERZED NS BAESELTIKEMER
B H AT 4 B D B4 FE U F R B AR . R — OB R
Y H1 S A4 (51 1 [B] R B0 A4 B A R/ B R M VR AR (B I R MR R
B E 2R B AR R SRR AR RS H . AR P AN
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HRE7E 0CBLE, Bk 1SCUEMEBETHT. BRERNKEEE
X5 VB AN AT RS RN EENREMH TS TE
HITEHINAERTE.
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BEFIEEES—AE. i, E4WcBEEAEBREMN HC
—CHR® £RMHBLE, Kb ROEEH 1-18 MR TR H S # ik
¥, IHDEEMEAEHEEALENANRE FERENREN—1
REABET L. RO BHREEH 1-19 MBRETF, HEREEH 2-13
AREFHEE. Fit, FAN-BRAERS. 1-TH. 1-0U&. 4-
R R, 1-O8. ES. -8, 1T, 138, LT3R,
. 1-HIERE. T EBS. TS, 1--ERE. 1-
+ABE. -HABRBRENNREY.

EARETENS B UHEENS TFEART 15,000 M~
& 300-15,000, FMRZE 400-8,000 KIRAY . KMEGYHEH T T
Bewa AN AENEaMEARRNE. ATXHRE—MFES
R R R A (AR E B RSB IR, GPC), XM TIESS
EATHFESFEBERL WW. Yay, J. J. Kirkland #1 D. D. Bly,
“Modern Size Exclusion Liquid Chromatography” , John Wiley and Sons,
New York, 1979). #HB@FEFHREDRILRYM L TES A
(Mw/Mn)—BAETF 5, RBIET 4, EREET 3, HlI0E 1.5 W 2.5
Z .
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E—ARENEHART, PBe REFBHAEAHTERAES
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WMEREKR S, 6. 73 8 BAKNBANN, EXAXKHLRAE)TF
EENESYNE— SR TETEZREMB(<C26)AHFE 5 M
200cSt 7 FBYXEEE . 7F 110 A1 230 Z (B BOKEE IR ¥. K T-20CHM =
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(D) HEATEE

RIEHFTER THITHMGEERESESROFEZEERER
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BIRSRE . RIERIE, K4 10:1-1:1.5 MM A 1.3:1 BERELR BT AN
ZIHBEFEREN LR BN TUERS S B TE RS RO)MEE
. ZEBEBBE—BRAEXZEDLRY 30mt%H LR ZRE@K =PRI BUE
BES CEESBOPRERREAMA.

S BRO)EBAEKXSERRIT. BB ERF LR 50 B/ FEYT
ST EES, FaEEhMg RNEERERD, BEAFIH, H
HZEXBERRAEFGRNIEN. EESBO)F RN B RERE L
HEXMBBRAAEEORNRFELE. —&, FHXA0-70CHER,
Hep R R ERHRE 1/2 3] 5 /PR,

AR E TSRO DR TREN T B, LEENE.
— 4, SBOMNEYNETETEERRRMNAEN _—RiEERE
7E 3 F0 100cSt 2 [AIBYKEEE, 7F 110 #0 180 Z [ MK EE+E %, 1KT-30
CHIMBI A, FITE 250°CHIZE 2%R 25%2 [ #) Noack ¥ X .

THEELEANRTFRAXEATFHARARNZLERELRTR.
XL HEANBTHREANER, ARAAHRREZXEATHHTEAN
WE, EAATEMEAERAERERRANARERYH B HERE
(RIS ORI AR AL, 3t E BT A8 FF ¥ A R B B S B RO A S LY

SE 1 45

FERSBRENKEAENEBAAYNBREERSABTHFE
FhEAT . FEA NMR R 4 02 X 450 A e T AR B AR 3 SR B AE AR
HREPHEZEXENE. FARREEGEEGPORUESTE.
B E R ASTM H N B ARG,

WEALHARE TEATRRE T AU RHESHER
FRELARLN -ZRESRQIWRARMN. LS 4 HRHNET
16 55 B (a) A8 BRI — L R SR ER VR AL
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SE i) 1
7 2 A RBE TH Parr RSB PMA 1096g BT 1-24%,

FERETARE 65C. BEil¥ 37.0mg KINGF R -MHE) T
Z 20ml BIFFEFHERS 38.9ml KFEBLEHRMAOVE R ETHE
W(TEFHEFH 10wt%E B, d=0.860g/ml, S5.08wt%ADTRE 10 7%
kA ZAF . FAEHEBBBATERENES Parr REEF. £
B (65C) F i R Ry 3 e, RJEETH N EDBEAZTH 200ml
) 2N NaOH MBAABTRERRMN, FHEEEIE. BERIE
AR K (2 X 200ml) AT ¥ dR, H7E MgSO, LT, TERET KX
SRR LB DR B 048.5g BTG, FRET ZMARH—DE
WBEI T 294.1g(31.0%)8 —F C20 HAEM S EY, HEHH NMR 7
MAINET s0%MZEXE. —BEBE_RY, F—HEFHEINLFK
T (170°C, 400psi &, {FAIZE Kieselguhr L7 LK Niy# AT R
UL B T A BRI R IR (VD & BUE R H

KV@100°C, cSt 9.50
KV@40°C, cSt 54.1
KV@-40°C, cSt 14825
BRI 161
e, C -56
Noack@250, %%k 6.7

L 2

ATHFIUELHE 1| HAKAFRET, RARRSEERE 75
T, ERRENAERE, ERETRRMEMZEHRERSBETEH
041.8g (3% B P4k . Z R ALERE T I — SR MEB R T 369.4g(39.2%)
BB C20 MRS EY, HEHH NMR SHBZHET 80%H L
BY ., —BREZRY, E—EREEMNEHT70C, 400psi &,
[ F7E Kieselguhr #2467 L0 N EBAEMH U ERA THIHR
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KV@100°C, cSt 7.0
KV@40°'C, cSt 36.2
KV@-40"C, cSt 8036
RV 155
i, C -62
Noack@250, %MK 8.6

LHEF] 3

ALHEI LS TR 1 AT, RERGRERTE 100
T, EHRRRMMKERE, ERETRRMHSZENERIEDEH
908.6g HIZE M4k . Z M AERE TH#H— R EE B T 475.8(52.4%)
H—F C20 AN EY, EAHEH NMR #HBAHNET 80%H L
MY, —HBRE_EY, E—-AKESEAEHETA70T, 400psi =,
67 Kieselguhr fE4LF_ LR N¥RESEHUFERF THIMRE
IR EERVDE R ERE:

KV@100°C, ¢St 5.5
KV@40°C, cSt 26.5
KV@-40°C, cSt 4822
¥ ERRE(WVI 152
s, C -69
Noack@250, %k 9.1

L] 4

£ 2 FFASE T Parr REZFMA 882g B 1-R5&, M
EWBETFEST 100C, Bl 3.5mg KREFR_EHE) " FEETE
20m! B P E R HEBS 11.1mg B NN-ZFERE N(EAFER)WR
th7e 50ml M 0.20ml =R T HEFHEETURS 10 28 RH£
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O)YFHHREY 3 MK, REETHENEDMEBEASHE 200ml £ 2N
NaOH MEBAABPRERKRN, HFREANE. BEHEILERHES
K2 X200m)i# TEERR, FHE MgSO, LFE. ERETRRMZEHN
5 LB SMHBEH 197.2g EHRHE. ERET ZRENZE - RBRE
T 492g(24.9%) % C20 HikM 4 EY, HEHH NMR 283
METF 60%MZ B E. —BRE_EY, a—AREELFHTAT0
‘C, 400psi &, 1 T Kieselguhr fE4LH] H ) Ni)K AR AL LA E
BEHTFTHHENEEEREVDERERE:

10
KV@100C, cSt 11.4
KV@40C, cSt 68.6
KV@-40°C, cSt 24210
IRV 160
s, C -57
Noack@250, %A 5.5
THRERTIEHB 1-4 5 EH C20(RHE R 73 B(%)-
NMR 447 B LHS 1-3 BART S0%MZHIEFE SR, LHH
4 BTRKY 60%MZIEXBBRESE.
15
% C20 4k
&) 1 | 31.0
LM 2 39.2
SE R 3 52.4
SEHE ) 4 24.9

e iisl 5 R, kB THS 1-3 PR RN ZEN(C20)
BASESBO)TH 1-RERNUERES BN, TER=RY
(C30)F1 0 #(C40). LHEH 6 UMW, S BOI YA 2 B
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) Z R o R AL IR S i AL FE R MAO BRI #& e R,

SE i ) S

7 148 Parr R M2 23 h 0 A 643.0g B A SEHESI 1-3 H 43 B RY C20
TEWAE, 357.0g K0 1-84, 20g M 1T B, ERBETHEZE 50C.
BIANZRAL B IAT R 20psi MBEEN. HERNEED 90 7
B, Bl 500g B9 8%NaOH % K [ ViR &40, 15 F 2B 18K B EWUE (200
‘C, 0.05mmHg) T & KNFERERENZHRIBSEL 804.7g KB
BAE, B —AREENHESFTA70°C, 400psi &, 1 H 7 Kieselguhr
AR ER NDBEH U AR E FHH RN EREREVDERER
¥t

KV@100°C, cSt 4.3

KV@40°C, cSt 19.4

KV@-40°"C, cSt 2942

* R RE(VI) 134

s, C <-66

Noack@250, %%k 10.3
LB 6

£ 1 I8 Parr RNVBhNA 536.0g BN SEHEE 4 HF(R
TR/ sh AL R BRI A B R C20 R AE, 356.0g B 1-%
i, 1.0g B 1-78E, EHPETHEZE ST, SIN=ZFMHMHEREBET
3| 20psi WRAE . WHERNEESY 2 . USLHE 5 HER
FRSBEEY, EEATTHEH 700.9g KBHEBE. Z-HREVYH
SAAEEESHEL ESYATHRKN C20 ZRF AL 1-3 1
e R S B AER . IR TAEBER/MAO EUFAIER
(LB 1-3)H & RBAMBREENFEREEEY BN K™Y,
KA T EFHERYEERNTRE.
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SEHEE 7 BRI T SR RYC0)ENE 1+ ZBKE
MRNHETSBEONEY, TEL C32, EREBEM—PEUE
S % . SEHEBI 0 AETXMA 7 ZAE TESRO)FEATH
B, BREIETEER C4 WY, ERBEAEN—PEURN
W 2R A & o

SLHER] 8 KK R I-REESB@TRE, BERIKRRINEEN -
%k, NEEESB@QNAERKEYSE 1-+ 2B EDS RO R
Fit, $B@NEHN-EYRIEBESRO)THECNERHBN
ERIEEY, ERNSREBEYHE TSP EAREIRAREX
—RY.

K] 7

7E 1 i B Parr K M8 AN 651.2g BIM SEHERY 1-3 7 4 B 89 C20
—EAk, 400.1g B9 1T BE, 1.0g B 1-AEE, ERAETHRZE 45
CT. BIASH AT HEBIEH S 20psi WREES. BHERNERY 2
NS, F 500g B 8% NaOH WK RIREEY) . BREBEMAKYRE. R
FEF(230°C, 0.0SmmHg)7 & 7 F1 8 & H ik £ B T B Bt 870.2¢
ME A, THE—BEREEAKHSTA70T, 400psi A, HHE
Kieselguhr #8471 b (6 Ni) i 204k A= 4 2L T 50 4 BB R #8005 B 38 BU(VD)
&R ERE:

KV@100°C, cSt | 4.7
KV@40°C, cSt 21.8
KV@-40C, cSt 3870
HEREVD 141
s, C <-63
Noack@250, %k 7.1

SLHEB) 8
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Fas, 2 AEBRBE T Parr KNP MA 1094g KT 1-
%, HARBETARZE 100C. #Eitk 37.0mg BXEFR _HE)Z
FALESTE 20ml MIFEF AR S 38.9ml I FEEES(MAOYE F &
I B(EE B BT 1 10wt%IF, d=0.860g/ml, 5.08wt%ADTIRE 10
Sy S ) 2 AL TR o A R VE BT A BB R AL IR RTE N B Parr RETF
EREAOC) THERNEY 3 I, REEIEAEWREATH
200ml f 2N NaOH M BA AR TREKRN, HEFEIE. BER
HLEF #/mK (2 X 200ml) T 86 %k, 4 MgSO, ET#. ERETR
REEENER SN E S 908.6g BRWAE. FRLELTEF, A 10
£ Parr RN EEHMA 710.0g #10L B4 B AR, 357.0g B 1-+ 2B
B, 3.0g B I-TH, BEMBETARE S0C. SINZHNMH IR
3 20psi MBRSE . HHERMEEY 2 DR, F 500g £ 8% NaOH
BRRNBESY, BRAZEKER. £®RET@20C, 0.05mmHg)R
REHNERERENERSHSEH 8442 MERRME, EE R
WAL & F(170°C, 400psi 2, 1 A Kieselguhr fE4L77 £ Ni)#
AU A B TG REERB(VDE RERE:

KV@100°C, cSt 5.5
KV@40C, cSt 27.1
KV@-40TC, cSt 5184
HERE(VD 147

i, C -60
Noack@250, %k 7.1
LS 9

ZE 1 05 1 Parr [ B2 22 5 NN 650.0g (9 A S5 i1 1-3 o 42 B ) C20
—BFik, 350.0g f1 1-+VUBEE, 1.0g 8 1-AE, EHFTFHEZR 40
C. BIASEALTHFEBIBE 20psi BRESES. HHBERNEEGY 2
B, Fl 500g I 8% NaOH WK RN EEY), BRBEKSEE. £/
FEF(248°C, 0.0SmmHg)K & REFI# R R AR K £ B S B Bt 846.7g
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MBRAFAE, CE—AREENLEHTAT0C, 400psi &, FHE
Kieselguhr #4477 b A9 Ni)#E S0 L™= £ BH T 5 RE B0 &8s B 48 (VD)

& ERR:
KV@100C, cSt 5.2
KV@40T, cSt 24.9
KV@-40°C, cSt 4920
¥R BV 147
Wi, C -51
Noack@250, %1% 4.8

SERE] 10

FAMNEHR 5-12 FERFBAEALTIGRERS R ML M T
#7: ¥ 100mg(0.068mmol)f] Pd-o-— TF B R & #([2,6-('Pr),CoH,N=C(Me)-
C(Me)=NC,H, 2,6-('Pr),Pd(CH,);C(0)OMe]B{3,5-C¢H;(CF;),} s 7E 150ml |
EHHBREBE 2 AEEFAETH Parr REARD . B RMEMA
F| 65°C, EZEE FEEHMBEERHEZER. BLBmERNEN
FE3| 100kPa, B&RMBHEH#IT 10 Mot B HRZ R PR
E, 7 10 MGG 1 KU TRERZRE, Br&EFD.
BB EAN . BAEE. CBEEAREINAS, AR ER
BE7E 2 B T 500cSt X — B E A ZELK=Y).

SEREH] 11

FRMNGEHR 5-12 DBEAEARINS —RURERNEH D
Ti4T: ¥ 100mg(0.069mmol)f Pd-a-— I RZEC &H(2,6-(Pr),CH,N=C(H)-
C(H)=NC,H, 2,6-('Pr),Pd(CH,),C(O)OMe]B{3,5-CHy(CFy),}, 7E 150ml SR
REERER S 2 FHAERSE TH Parr RSP . B RMEMRE 65
C, EZEETEIVMBE SR ZER. BB RNEME
100kPa, B4 RMELLSHEIT 10 Ar. Bl HR L EERNEE,
& 10 AREUEZRE 1 KO TRERZRY, BoE~Y. &
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TR AT, BESEE. ZBEEHRENNAES, BT EHE
7= 2 B E T 500cSt X—EE AL,

L Hapl 12 |

FRAMEHR 5-12 PEBHEMAHS —RBRESRMESWT
#4T: ¥ 100mg(0.068mmol)) Pd-a- — I FEAL-& H[2,6-('Pr),CeH;N=C(Me)-
C(Me)=NC,H, 2,6-('Pr),Pd(Me)(OEt,)]B{3,5-C¢H;(CF,),}, ZE 150ml SR
WHERE 2 AERFABETH Parr RNFHT. HRNEB[IMAE 65C,
EZBETEINERESRRAZER. ROBesRESMEE
100kPa, BEARNMBELHLEHIT 10 8. ETHRZERE R NEE,
£ 10 ARFUSEHS 1| BUMFRERZEN, BIETY. &
AHERLT . BERE. ZBEEHREMNNEE, FTRMEMNE
7 2 BlE T 500cSt X—TaE N RULK =Y.

SEREGY 13

FRAMEHR 5-12 FHRBHELTNS - RBRSRMESD
T # 47 : % 100mg (0.07lmmol) # Ni-a- — ¥ & & & I [2,6-
('Pr),CH,N=C(Me)-C(Me)=NC¢H; 2,6-('Pr),Ni(Me)(OEt,)]B{3,5-CsH(CF;),}4
7E 150ml EEF B REB D 2 ALERFETH Par REFHT. ¥
R SEIMAE 65C, EZEETEINMBEREREZER. HLE
AR MES] 100kPa, B&RMBEHEHIT 10 . BIHRL
WHERNEE, & 10 AREUSSHES 1 BERFREREZRNY,
BAEEY. BEdSEen. ReRE. ZHENRENNES,
HOEEFE RS BETE 2 BT 500cSt X —TE BN ZBHLI =D .

SLHEf) 14

ERAMEH 5-12 PRENBANMNS —RERSRNIHD
T 4T % 100mg (0.072mmol) ] Ni-o- — Y FZAC & #[2,6-('Pr),CeHN=C(H)-
C(H)=NC,H, 2,6-(Pr),Ni(Me)(OEt,)IB{3,5-CiHy(CF,),}4 £ 150ml &EF K
BB E 2 FHEERE T Parr RN AR R RN MHE 65°C,
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EREETRIVMRE R ZAR. ALBARMERMES
100kPa, B4 KM EEHRIT 10 M. FEiTH M Z 8% 5 KPR IE,
# 10 MBS 1 XM TRERIRN, BHEFY. B
F RN, BARE. ZEENRENMASE, BUESCERE
7E 2 & T 500cSt X — L B N LEI =9 .

MUL FHERTTUBERE, EEEHTARANER. BB
BHTRELHAE, AERSBROBEHEARA R EHETH=
AR NS ERE e, XEEHET RN CH/ERT R
BOAAREREY, MEEARVCEMHERMGEEA.
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