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LRl 2 s 5 v s e e e/ ek S e (9 3 SR 0 T R A AR AL S W A A
N A 20 5 v e B R e/ e B REAT IR IR S SO, FLRFAEAE T, Brid A S &
fEAGTT S BT AT Al e i BE R A2 51, Fe b, i A5 i%e B X (D) Pros i &4 i 20

ﬁﬁj
R’ ) \ R’
N N
R2 \M/ RS
R10 R x ¥ R X (D

2 (@D R ~RYAHIFE BAN A, FoH, REROFIRT ~R'O % [ A7 bk [ &L W AN sl v R
JRIE AL B 2 R GRCRUVRIR % [ 57 3k o AN B O A RN ) 9 i AR SR B 2 M
R XN 2

2 ARHEAURIZR TR I L3R 773, Horp, 30 (D) A, REVRPRIRT ~R1O% [ AT b [ &
Cr~Croffy il A B AN AR L Cr~Crol ) Fe BB B T & RYGRP CRUFIR 4% | S 37 Hbi%k H Ci~Cio
FE AL RN B AN AR FE L C o~ Croff) B B B T 2%

3 ARYERF)FE SR 2T iR (L5 J7 3k, Horh  RERPAIRT~R'O% |5 a7 ik (5 & C1~Ceff) It
B Co~ColfJ i 5 . C1~Co I b A 50 25 R R\ RVRIR® 4% 5 7 b i H €1~ Colfy e 2 . Co~
Colt1 4 22\ C1~ Col T e SR 2R B KT 22 o

4 AREARNE R IR LB 073, Hordr, prid A FIE A DL NS g 20—
B,

Bo& 41 :R'=R*=R*=R°=Me,R*=R°=H, X=Br;

Bl & 42:R'=R*=R'=R°=Et,R*=R°=H, X=Br;

Bt 543 :R'=R*=R*'=R°=1iPr,R*=R°=H,X=Br;

B &4 :R'=R*=R*=R'=R°=R°=Me, X=Br;

Bl &5 R'=R*=R*=R°=Me ,R*=R°=Br,X=Br;

K546 :R'=R*=R'=R°=Me ,R*=R°=Et,X=Br;

Bo&7 . RI=R*=R'=R°=Et,R°*=R’=Me, X=Br;

Bt 5418 :R'=R*=R*'=R°*=FEt,R*=R°=Br,X=Br;

Bt 4419 :R'=R*=R'=R°=F,R*=R°=H, X=Br;

Bt 54010 :R'=R*=R'=R°=C1,R*=R°=H, X=Br;

Bt 5411 :R'=R*=R'=R°=Br,R*=R’=H, X=Br;

Bo&412 . R =R*=R'=R°=Me ,R*=R°=H,X=Cl;

Bt &413:R'=R*=R'=R°=Et,R*=R°=H,X=Cl;

Bt &414 . R\ =R*=R'=R°=1iPr,R*=R°=H,X=Cl;

Bl & ¥15:R'=R?=R*=R'=R°=R6=Me, X=Cl;

Bt 5416 : R =R*=R'=R°=Me ,R*=R’=Br,X=Cl;
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BL&17 . RI=R*=R'=R°=Me ,R*=R’=Et,X=Cl;

Bl &418:RI=R*=R'=R°=Et,R*=R’=Me,X=Cl ;

Bo&419:R1=R*=R'=R°=Et,R*=R’=Br,X=Cl;

BL&4)20 . R1=R*=R'=R°=F,R*=R’=H,X=Cl;

Bt &421 . R'=R*=R'=R°=C1,R*=R’=H,X=Cl;

Bt 5422 . R'=R*=R'=R°=Br,R*=R’=H,X=Cl;

HE &1 ~225 , RT~RHBIHEA .

5. ARIEAUR EE SR 1R i L3R 7%, Horr, Birad Bl ke 751036 B e R B0 AEU 0ot 05 J S i+
IR R i 22 b —Fh o

6 . MRIEAUREL R LTk () JL 3R 732, Horb, PR Bk 3 #2771k B — e S 4n A/ B e B

T ARIEACR E R 5Pk 1 JL 3R 7%, Horr, i Bl 4 77 vh 55 5 Pt 3= ke 4 5 M) 28
JREE 4 (10~100000) : 15 BT ik B 4 551 o B 5 Pl 3k 3 4 A0 550 Hh M) BE 2R L D (001~
1000) -1,

8. AR AEAUH EL R 6 ik (1 JLZR J7 v, Hov, T i i 7% 7% 77 vh 45 5 Pt 3= ke A 5 M) 28
IREE N (1~10000) 15 BT IR 8E 4% 7 771 Hh £ 5 Brdt = A7) - M) B8 2R EE DR (1~1000) < 1.

9 AR BRI ER TR SL 5 5 v, o, vl ek be e B =X (T D) Btk & 1 2220
— b E R R A ek B 2 A TD Btk S i &2 —Fh

H,C—CH H,C=—CH
. ]
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H3C—m(- Hz(ﬁ—jiii—(—(?m—):(:ﬂs H-"C_r(_""ca_"'_sl'—o—kﬂﬂp— 3
: £
gir

*HO—{fn

= (ID

A (D) H,mng B N0EL IE B

X (ITD) H,paas H A0 IEHEEY

10 AR EACFNZERIFTIR ) L5732, Horp, 20 (LD A, man & H A0~ 2011 #44 ;

X (ITD) 1, paa s H A0~ 201 #E4L

11 ARSEACRZESR LTI ) L5 07325, Horpr, Biridk L5 i AR I B S —20°C 32200°C

CIEHIE 7381 ~1000atm.

12 ARFEACFNZER 1L BTl (3L 5 5 v, Fod, Brid 3658 = B 13 B 40~120°C .

13 AREACFNZER 12Tl (3L 5 5 i, Fo, Brid 358 = B 13 FE 960~110°C .

14 AR BRI ELR 1B IR 3L 5 515, Horp, Brid 2410 | 7181 ~200atm.

15 ARPERCRIEER 1,910 11,12 1381 ART IR SL IR J7 v, Horh, Firads v Js B e ot / e 4
Le i F&0.01~3000mmol /L.

16 AR 4 AR SR L5 BT IR B 3L 5 53, Forb, B o 44 Ak b/ ek U e K B0 L 1~
1000mmo1 /L.

17 ARFEACRZL R IR 3L 5073, Horr, i 4465708 FH & 290. 00001 ~100mmo1/

=, (11D
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—MZ S ims R/ AR E R R A

BRARGUE
[0001] A% W Jeg s e 36 5 s I A, F AR, 982 J— Fofr £ 0 5 i A B e e / e S e 1) 3
RIjik.

BEEEA

[0002] &4 & J it o B AU e VT AR 0 5k (A1 0 s e L SR AR B FH T 2 AN, andE R 4%
Fh SR ) o BERE B R A7 AT RN AZ B R A A o 2 075 i 1 e R L [ m a7 A
FEEERERAY L — MR B B E R FAMEA T AR S LM R A
WM& &R m R R LA (S 3225018) , X ARG T ERUT L Mmm B R, g LRy
SEMIMATARE JE R IR IG5 s 53— PP Ve — Pl T 2B 2 s B - e e B 1) — ol
CAAEN R I@ L b (UIUS 3646155) , # A AR sSU7E T, TR AR FE 58 &0 = 3 B2 3R L i
AT DA A, (H R A A I DR 75 22 S /M B FH 2 51 R, X A i 46 238 %
A, B S 5] RIS &K b2 S 3 8 KK B S 51T &K 2, 2 35
RV AT REMEAL 20 5 it I SR ek e/ R SR e SR T AL 2R A, AT DA TR AL SR A T
21, TR i s b /e R R AR R A B A

[0003]  H AT, R SClk R 3K IS % & R B0 & Y AL I 1 5 5 ek ARk Bk (i I
Ferb /R RD) FLR I, E I STERWO 03/044066 A2 FT T 5% FH 14 B = I Ao A4 i) Jim it
W BTl 206 506 N 2R - B O M 2R - RE e R 3R, SR %07 VA TR SR - AR & S B
P PR AR e OIMAO) N BHEAL ), HAE R R O T A 15 114.0~6.0MPa R B &, TG R &4
Ko T B M T E K. Dalton Transaction,2015,44 (47) :20745-20752% FHML g — ¥
[k Z A A TR A TR A 5 A e ) A e B AR L 3R 1% T VR AT 75 SR FHMMAO A B4 51, 75 30
CHZEFRIREOCE A KM 167N, H IR Ay R, MR R m i, Tk AT LR M .

RAAE

[0004] O ¥ il R BAT BORAFAE B _EIBRBOARA F, AR ISR AL 1T £ 4 5 i Ao e fek e /
TR I IR U5 125 I A AR R B A BRI R &, BT R MK s 75
I BEE IR 7y 3B RN SO T AR A B Y B A A

[0005] 7 BARAL 1 —Ff L 5 i s AR ot/ ek UG ) R R T2 125 LA < AE AL
HAEMMIAAE T 8 L0 5 S b Sk ot / ek SR e HEAT SRR & IOBE, ey, T AL TV &0
B MR B AR AR AN T 18 ) B A2 770, ik AL IR E 3 (D) Fros Be &9 i 220
— i
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A (D

[0007] 2 (D) o, RU~RYHAE B AN , £ E 357 % E A A B AN R e e ik ak
X 2R s Midk 3 VLI & & KA &R -

[0008] 59 MISR FH A BN = G e J ik VE 4 IR B0 A AR R AL, AR B R 7 1K
AT A P AE 08 5 i ds Rk e / ek SR e O B A R 58 e A R e I R G iE 1k
Reiem LR RER GV TR BN G &, AR AWM T80 ASWE, BAT
fiEl 1 oMb S FH A 5

= JENSL) S

[0009] AN A e B 1) AR S it 5 QR AT PRG3R o N2 24 B A 2 5 AL P il 1) AR
St 5 2 T UL AR A KB AN PR A A

[0010] A BAFRAL 1 —Fh £ 5 i s S Ak ot / ek S e ) SR 3R U928 12 5 T A < AE AL R
HAEIAFAE R 8 L0 5 3 2k ot / Rk SR e RS BAR) b AT LT & e b, Fo v, P ik i
WFNH G2 AT B AL AT ] 18 A SR % 711 o

(00111 Jirid AR (RD, B v rpCo AT 3k E 32X (D) Fros Bl &4 1 22 40— Fi

A D

[0013] =X (D) A, R ~R'AHF SN ] 5 4% A7 ik B A W A BA T AT 8 3 | I AR St )
X 2 5 Mizk [ VI 42 )& , XM pd 3% o

[0014]  Frik i & NF Br.Clakl.

[0015]  fleidk i, R ~R'O%% [ 27 itk [ & Co~ CrofI M AN B L R B L CL~ Croff) e A3
[0016]  Ci~Crof IV FNE AN AR I HAR AL FE C1 ~ Crofie JE  Ca~Cro¥f e 2 L Co~CroJdii 2 . Co
~Crofft s Co~Ci0 /5 4 . Cr~Cr075 b L%

[0017]  C1~Cioft 2 & 45 Cr~ Croft) BB it 3 5 Ca ~ Cro M S e A& , A PR i 4 S 451 A0 455 -
A O VIR N IR T B P T 3 R TR RUT B IR | e IR VBN EE B
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FEECE IERRRE E SRR,

[0018]  Ca~Cro¥ffu 3 S5 ] DAL FE (AR T B PU B6 VBA 3L VIR O (4- B3R L 2L
4= RO A-IE N A R4 T A O .

[0019]  Ce~Cio75 2211 SEA AT CABLHEAHANRR T IR 3 (A F L OR B N4 - 2 L OR 0L

[0020]  Com~Cioffi 2 1Y S 451 v A B FEAR AN PR T £ 0 B R0 TR 256

[0021]  Co~CiofRFE A S P LLELFEAH AR T« £ R FIb P 2

[0022]  Cr~Cio75 bi B ) S5 AT LA FE A AN PR T+« R H 3 R L 2 0 ORJRE T P 2k L R
1B T3 R T AR e P

[0023]  Ci~Crofe SR AR il 14 S50 4 - H AU L AU N 55

[0024]  FEAR %I, R ~R'O% A7 Mk & Co~ColfI ket L Co~Co ) I 3 . C1 ~ Co ¥ B4R
FeB X 2

[0025] X (D) o, M m] DA AR Bk VA A, LI R

[0026] 4% HEA R BH A — P bt ik S 77 =X, Pk =40 7Rk B DL R G &b e 220 —F,
[0027]  Fl-&41:R'=R*=R'=R°=Me,R*=R°=H,X=Br;

[0028] P& 42:R'=R*=R'=R°=Et,R*=R°=H,X=Br;

[0029] P& 43:R'=R*=R'=R°=1iPr,R*=R°=H,X=Br;

[0030] P& 44 :R'=R*=R*=R'=R*=R°=Me,X=Br;

[0031] P& 45:R'=R*=R'=R®=Me,R*=R°=Br,X=Br;

[0032] P &46:R'=R*=R'=R®=Me,R*=R°=Et,X=Br;

[0033] &7 :R'=R*=R'=R°=Et,R*=R°=Me,X=Br;

[0034] P& 48:R'=R*=R'=R°=Et,R*=R°=Br,X=Br;

[0035] P& 49:R'=R*=R'=R°=F,R*=R°=H,X=Br;

[0036] P& 4910:R'=R*=R'=R°=C1,R*=R°=H,X=Br;

[0037]  F&411:R'=R*=R*=R°=Br,R*=R°=H,X=DBr;

[0038] P& 412:R'=R*=R'=R°=Me,R*=R°=H,X=C1;

[0039] & 413:R'=R*=R'=R°=Et,R*=R°=H,X=Cl;

[0040] P& 4914:R'=R*=R'=R°=1Pr,R*=R°=H,X=C1;

[0041]  Fl&415:R'=R*=R’*=R'=R°=R®=Me,X=Cl;

[0042] P& 4916:R'=R*=R'=R®=Me,R*=R°=Br,X=C1;

[0043]  F&417:R'=R*=R'=R®=Me,R*=R°=Et,X=C1;

[0044] Pl &5 4718:R'=R*=R'=R°=Et,R*=R°=Me,X=C1;

[0045] P& 419:R'=R*=R'=R°=Et,R*=R°=Br,X=Cl;

[0046] P &4920:R'=R*=R'=R°=F,R*=R°=H,X=C1;

[0047]  Fl-&421:R'=R*=R'=R°=C1,R*=R°=H,X=Cl;

[0048] Pl &422:R'=R*=R'=R°=Br,R*=R°=H,X=C1;

[0049]  HPEEWI1~220 , RT~R¥NE, WAL

[0050] Ak B, 20 (D) FronBe & nldE L BL T ikl &5 2

[0051] 1) #X (I-1) Prs it & WA 5 28 i sl AR ) 2R e AR A AL R A F T T3 77 R ]
i, Hi43 K (I-11) Frosi) Z IR &4 -
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[0052]

X (I-ID

[0053]  2) ¥ (I-T1) Brom i) — 3 FZ B AR AL & P S MXo BMX o AT A2 03047 B S5 B 5 15 215X
(D) FrnBe &4

[0054] e, MR ~R'OLL B M X iR 5 LA _E AR, 76 R FAR IR

[0055]  JLUE1) v, Frid Ak 57 vl 3 3 5 FR 2R R « £ BR AN R o () 2 /0 — Fob o T ¥ 77 AT
%6 H H R B LB R 2 b — P BTiR Ak & YA S 2R B OO ) 2R & 1) BE R L N
1:221:10, ik N1 221 3. fridt [l B FE 2 40~120°C , Ak 965~ 110°C 5 Brik [Bl L
I [R50 . 5~TR Ik A1~ 2K Ak iR A 77 1) 2= 9 &A= #10.01~20mol % .
[0056]  J7 ik () AR I 2 e b g AR R A BR s A AR ~R'O, (HR ~RYOAN | I Sy &, i, e
REUAR ) AT LA N2, 6-F L 2K % . 2,6- L 32K 7 . 2,6- — RN LK % .2, 6 — F 3L —4—
TR G2, 6- 5 KRR i) — Pl 2 Fl

[0057]  3HUE2) tf, ik — VB e A Ak & 40 SMXoBRMX A7 A5 4 (i Ak 45 1 i A0 48407 25 4)
[ BEZREE AT DAL D18 101 2. BT I i A AR B i AL AR AT A 0 AT 3 FINiBra NiCla+ (DME) NiBr2
g (DME) NiCla, Hor , DMESN — H B 1) 45 5 o BT IR BC AL S B TR B AT LASR0~60°C , J B I ]
N0.5~12h, FTIRFCAL [ B AETo /K TE 8 A T 12047, Bl an vl 76 F PR AU GRS N RR) ik
175

[0058]  f2& Ml —Fh B4 ) S it 77 2, TR EC & 40 & BT A 4E DL T 2D IR

[0059] &) ¥t & MIAFIHUAR B 2R i UL 2B A A FIFE B BRI LR, i 8 I B 250 77
Pl W) — SR B s 1 B SE AR AR T, A T/ R LT (200 1) WRiE S B N
P 5 B 25 5 7549 30 o e ] 4 s B

[0060]  b) Kb A W AFMHUAR 0 24 i £ B 2 e DL S R S R IR S A SR RI R LR, S B 75
T 5 Tl —E R s A e SR AR A T A T/ 2R T (200 1) R, 5 i
I3 IFEN S R 25 TS 21 3 A ] A

[0061] - JN 3 0[] A4 I A% W« 21 AN RN G 26 93 T 3R AR R Bl ik — S G R4k 540 5
[0062]  c) ZEMETESARLEY T, FF (DME) NiCl28K (DME) NiBroft) — & H b ia i d2 BE /R b (101
F1:1.2) W NE =LA S VIR, EIRBEE, BT U i AWk e B
I8, TS =2 T2 0T LA RAE R 2 X (D BB &9

[0063]  S4b, LN SEHEBIEs K TR A 90352 IR 3R A i v % AR N (4 JEUR il 4675 3]
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KRB

[0064] A B, BTk Bh A8 A 55 AT DL ORI IR LA 2R A s S HH ) o B 46 o AR AE 5 40 5 AT
A B R AL TR B b SRR b S O R R AT AR Ak H () A2 b —Fb

[0065] P id e S 40 A8 o 9 is ) FR 4R AU e (MAO) /Bl es P R AR 40 ke (MMAO)

[0066]  FEfJLiftHb , Firidk Bh A A7) o B B4R ST , IR R AU AL R 40 & ) B A e 1 3
RN, R PR R AR

[0067] Pk 75 2 FE A oA AR B AR I R JE B, B A8 S — T SR JE ]

[0068] P IRHHIER Eh M35 J9N , N-— FR A B DU (L 98 22%) WG 20 A/ Bl DY (3R S Wi
SORBEHAE R

[0069]  Frid AL AP, Bl A0 570 85 5 s 32 A4 71 FP M (1 G4 1) B8 7R Bl ] BA
9 (10~100000) : 1, flLik>A (10~10000) : 1, BARIE S (100~5000) : 15 BLHTER B fE AT H
W55 B i AR A R M BE 7R LE R LA (0.01~1000) © 1, ik (0.1~100) 11,

[0070]  F%MRAC K BH , BEL RS FIME R AUMA E T HI TS R AN o 7=, TR Y
(1) 73~ B 045 B o TR P P R4 o AR R B G T I 2 % 51 1) o S0 A R I BR 5 T AR st U
& JEMIP) PR AT 145

(00711 %8 —Fhaita 77 X, Prid B 7 7k B = e deda /sl — e 2 B o

[0072] ik, FriddEe Rk | = H B o0 =R RER =R TEBE . =FC
FER . COESE R R o e e B b —

[0073]  7EiZ St /7 XA, il 8 7% 7 77 65 5 BT 3 i A R M BE R BRI DL (1~
10000) : 1,41k 9 (1~1000) : 1 B IR 8E 4 72 77 v £ -5 ik = A 77 HR M) BE R EE 9 (1~
1000) -1,

[0074] AU BRI LR T7 R A LA R ik 7 kAT « FE A L R AEAE T, 7E oK I 4k A
N K TR ME AN A5 20 i s SRR e/ R S e e A L A, BT AR R A B 40 7R
SEMEALTRIAL 20 0] 43 BN OS2 0T DL 25 2H 23 TS VR 6 I PN O 2% 5 568 T ¥ it
J7 R A ) 2 A I R R PR 1

[0075] PP IR G ML 55 T 3 H Ca~ Coo M JR RV, FLRARSL B HE T e 5 T ke ke . 2
Bt BREIGE S BE S PR CUBE S FR R R AL B iR A WL 71 FE 2R RN/ B e

[0076] A BH A, “Uig i 7 B HE £ 0 B oI R s, HLAR T B () XU A T 43 T BE I — g
o Ui b AR /R b A FR Ui R R b AT/ B U R

[0077]  Hpkdh, wdss iere bk H X QD Frontb &9 e 20—

H,C=—CH

=

=
@)

[0078] H3C:(_H2C+}':—(“7Hz‘);(3ﬂs

@]
Z
T
& A (D

[0079]  Hrt,m.n# H Y0 IEREH, % H AL 90~ 201 B4
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[00801 iy idk i s A= Ak Yo P IR o Se 49 G0 « 20 2 = W B Aot £ 0 B = B ot M T
B = LR A Y HE =R TT R R T A = Y R S
(00811 FZ AT, i At Uik B 3K (TTD) stk & i) 2= 20— Fifr:

H,C=—=CH
=
=

o

H;CT)(—HZC—)—O—-—;F—O—(CHQP—CH_‘

0}

+
T
F # 1

[0083] A, p.qf% H NOER IEHEAL, % B LR N0~ 201 384

[0084] T ik iy s o ek S o 1) I IR A1) S 90 A0 935 + 2 0 3 = PP AR e o O T 36 = WP AR R ek
BTN 3 = 2R R b TR M A = R R S R A

[0085] % {EAS & HH A HL SR 7 vk, B i oty s S Ak e / e SR b ) FH 22990 01~3000mmo 1 /L. , A1
#%40.1~1000mmol /L , 4% J91~500mmol/L.

[0086]  F4 HEA & BH , ik AL A F & 7T LL0. 00001 ~10mmol /L, % 40.0001 ~
Immol/L, BAi%EN0.001~0.5mmol /L,

[0087] AR EHA, “mmol /L” e YRHE I b 2% IR FE

[0088]  FaMEAAS & B , BT IR 5 I 7 1) 3L B M DA 8RS Rl P dE AT e %, 3 el LA J9-20°C
%200°C, fltik H40~120°C , AR N60~110°C.

[0089] A< BT Pl it 3 5 e B2 1) o 338 A e ot b B o] I L ARl R A4 3R AT A 3 3R s
BIAT o AR AL KR & TZM AR K, R Nt , ik S I& K i1~
1000atm, #E—ALE N1 ~200atm, EALEE N1 ~50atm.

[0090] A< BH J7 2 (1) A AN ) 2H 6 WD R A% v v M e e PR R AT L 3R S, TR 0k S B T
T TB) PN 5E B, B e 5 s I (4 B [B) ] A 10~ 120min, fE % 920 ~50min,

(00911 534, 735 B A ik JL 58 S S IR TR] Ji5 5 AR B I 7 3238 B4 2R F 2% BRI 6 1E %O
IS, B 28 1B 550 AT DL A C A7 5 A i I B K S B B FR G S5 3 v TR A AL & 4 o 75— P sk
Jita 75 2CH S BITIR 28 1R 7 AT DL 5~ 204887 06 1 3 BR R A0 1) R B B £ BV R, BV / VR 2R 1R =
95/5~80/20 (JEFALL) «

[0092] AR B TR B &Y T FEEUR R J1 R 5 B AL TR 45 & 15 B SEal 404 5 v
I SRR e /R R e L R A RN, Bl A 712 S BRI 7R S iR (1090 °C LA _B) g f +r
B A 1, R LR AR D Sl N BIR SV 1 8E b5 07T SEI R &5 1
SRR AT, RGN T80 A %8, v T 6 AN B 3% B & 06 5 i i i
feEfe/ A e R L 2R )

[0093] "~ [y ik I Tl 5] 5 4 5 B AR i B AL AR B AN 52 SE it A5 P R 761

[0094]  DLF st fai Aot b g5l

[0095] X H{PANalyticalZy ®Axios—Advanced BYXEH} 2k ik i B E W Si e &1

[0082]
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FEXTE i, FoH, ST mlk Ey , JR R BRI & b R

[0096] R AI13C NMREEMA IR AP i L5 & /E400MHz Bruker Avance 4001%HE3:
PR BEAY |, FIFH10mm PASEX 13484, 7E120°CLLL, 2, 4- =S R VAFR S S WIRE S 4T 2 T
MAATS 2], Fodb, BB S s, A SO B ey

[0097] &M T8 5y T B4 AAPDI (PDI =Mw/Mn) 3% FHPL-GPC220 LA = & 2K A 77l
E150°C F R E BRFE:PS, Wi : 1.0mL/min, 7 :3XPlgel 10um M1XED-B 300X
7.5nm) .

[0098]  Sizjififsil1

[0099] K2 E AU FEIT ILA SN R A 2130 CIEL T §:6hrs , 2 #Vh E 25 3 FINS
B3 A8 Tmg (10umol) B -&43 , S8 J5 T4 30 25 I FH 2005 B #: 3UK 5 vE N 500mL g F R
FMAG . 5mL H R ER ke (MAO) (1.53mol /LI HI ZRIEH) , f81A1/Ni=1000, 5mLJd P4 2 — H 4
Ferkbr (28. Tmmol) , ET0°C R, fREF10atmi) 244 i 77, T 4F R N 30min o 5% J5 FH5ARFR % 2R
BRI OB A AR B R A R A TE UL R S IR RE S H R TR .

[0100]  sizjiifs2

[0101] K2 E AU FEI ILA SN A 2 130 CIEL T §:6hrs , 2 #Vh H 25 3 FINS
B3 IS Tmg (10umol) B -&43 , A8 J5 T4 30 25 I FH 2005 B #: 3UK o vE N 500mL ) F R
FMAG . 5mL H R ER 4 0bE (MAO) (1.53mol /LI HI R , f81A1/Ni=1000, 5mLJd P4 2 — H 4
e (28.7mmol) , fE100°C T, fREF 10atmif) £ 1K 77, Fit £ s N 30mi n o ¢ fi SRR % 2k
FRIR AT LB AN, A3 BIR EW)  R A iE PE L R SV e S A R LA

[0102] Sy fsl3

[0103] K2 E AU FEIT ILA SR A 2130 CIEL T §:6hrs, 2 #h H 25 3 FIN.S
B3 IS Tmg (10umol) B -&43, S8 J5 T4 30 25 I FH 205 B #: 3UK 5 vE N 500mL g F R
FIMA6 . 5mL B4 %0k (MAO) (1.53mol /LI 2RV R » f81A1/Ni=1000, 10mLE PN % — H
AIEREE (57 . 4mmol) ,7E70°C T, LR ¥F10atmit) 24 5 77, i £ S N 30min .« B¢ i FHO AR %6 £k
FRIR AT LB AN, A3 BIR EW)  R A iE PE L R S RE S A R LA

[0104]  Sjitifsl4

[0105] M2 E AU FEIT ILA SR A 2130 CHEL T :6hrs, & #Vh H 25 3 FINS
B3 IS Tmg (10umol) B -&43 , S8 J5 T4 30 25 I FH 2005 B #: 3UK 5 vE N 500mL g F R
MG 5mL FF AR b MA0) (1.53mol /LI H KRR ,f#1A1/Ni=1000, JEANO. 2mL — 2 F
B (Imol /LI EIE W) » 147n/Ni =20, 5mLJ P 2 = H S R RELT (28. Tmmol) , 7ET0°C T, £
FF10atm) 205 77, PP R Bi30min % g SR %6 Eh R R AL 1) £ B A, A3 B R A
Yo RETEMELL KRSV S E R 1L ATR

[0106]  Sjsti {55

[0107] K2R E AU FEI ILA SN A 20130 CEL T :6hrs, 2 #h E 25 I FINS
B3 IS Tmg (10umo) B -&43 , I8 J5 T4 30 25 I FH 205 B #: 3UK 5 vE N 500mL g F R
MG 5mL FF AR b MA0) (1.53mol /LI H KRR ,f#1A1/Ni=1000, JEAO.5mL — 2 F
B (Imol /LI 2 BEE ) » 4 Zn/Ni =50, bmLJd P & = FF S ZL ik e (28. Tmmol) , fE70°C R, £
FF10atm) 205 77, PP [ Bi30min« % i S AR %6 Eh R B AL 1) £ B A, A3 B R A
Yo RETEMELL LRV S E R 1L ATR

11
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[0108]  Sjitif5l6

[0109] K2 H MBI ILAEE AR & 1130 CHELL T6hrs, 2 A Hh B =5 IF AN S
B3 A8 Img (10umol) BLEY)2 , 94 J5 i 25 FF FH 0 B 330K s 73 N 500mL I H 2K,
FMAG . 5mL H R ER 40k (MAO) (1.53mol /LI HI R , f81A1/Ni=1000, 5mLJd P4 2 = H 4
Ferkbr (28. Tmmol) , ET0°C N, fREF10atmi) 244 i 77, B #F R N.30min o 5% J5 5 ARAR % 2R
BRI O BT A AR B R A R A TE UL R S IR e S H R TR .

[0110] Syt fs7

[0111] BB EHBEFE N ILA B ANER & SR 130 CHELL T 6hrs, 2 A E =5 IF AN S
B3 A8 . Img (10umol) BLEY)2 , 94 J5 i 25 9 FH 0 B 330K s 73 N 500mLI¥ H 2K,
MG . 5mL FF AR b MA0) (1.53mol /LI H KW , f#1A1/Ni=1000, JEAO.5mL — 2 F
B (Imol /LI 2 BEiE ) » 8 Zn/Ni =50, bmLJd P9 & = FF S ZL ik e (28. Tmmol) , fE70°C R, £
Fr10atmft] 245 1 77, i FE I 8 30min o B Ji SRR % SRR BR AL 1) Z Vs R A, R B R &
Yo RETEMELL KRSV S E R 1L ATR

[0112]  SEjifsl8

[0113] BB HHUMBEFEI LA NER & 10130 CHELL T 6hrs, 2 A E =5 IF FINS
B3 AT . 6mg (10umol) BLEY)1, 94 J5 T 25 9 FH 0 B 330K s 73 A\ 500mL I H 2K,
FMAG . 5mL H R ER 4 0bE (MAO) (1.53mol /LI HI R , f81A1/Ni=1000, 5mLJd P4 2 — H 4
Ferkbr (28.Tmmol) , ET0°C N, fREF10atmi) 244 i 77, T4k R V.30min o 5% J& FHHARFR % 2R 2
BRI OB A AR B R A R A TE UL R SR RE S R TR .

[0114]  SEZjiif5)9

[0115] B2 H MBI ILAEANER & 10130 CHELL T 6hrs, 2 A Hh B =5 IF AN S
B3 A9, Tmg (10umol) BL-E8 , 94 J5 P B 25 FF FH 0 B 3. 30K s 73 A\ 500mL I F 2K,
FHMAG . 5mL H R ER 4 bE (MAO) (1.53mol /LI HI R , f81A1/Ni=1000, 5mLJd P 2 — H 4
Ferkbr (28.Tmmol) , FET0°C R, fREF10atmi) 244 i 77, T4k R N 30min o 8¢ J& FH5ARFR % 2R
BRI OB A AR B R A R A TE UL R S IR e S H R TR .

[0116] S fBI10

[0117] BB EHBBEFEI ILA B NER & SR 130 CHELL T 6hrs, 2 A E =5 IF FINS
B3 MAT. 8mg (10umol) BLE 14, 48 fa B 5 3 40 B 45 31k 5 1 E A 500mL )
2K, FINNG . SmL H SRR 480 5E (MAO) (1.53mol /LI 2R » #A1/Ni=1000, 5mL4%5 A 3 =
FRARFERESE (28. Tmmol) , 7E70°C R, PRI 10atmiP) 245 1 77, $iE £ S W 30min . & J5 F 5 A AH %
IR BRI AN A BB AW IR AT L LR E MR S H IR 1R .

[0118]  sEjff11

[0119] K2 H NS ILAE MR & 10130 CHELL T 6hrs, 2 A E =5 IF FINS
B3 A8 . Tmg (10umol) BLE)3 , 94 J5 P 245 FF FH 4 B 330K s 73 A\ 500mL I F 2K,
FIMA6 . 5mL B 4840k (MAO) (1.53mol /LY 2RV HE) , f81A1/Ni=1000,5mL 7—F 4 =
H AR Ak be (17.8mmol) , 7E70°C N, fRFF 10atmf) 24 1 17, i+ N 30min. 5% J& F5AA R %
IR BRI AN A 2R A IR AT L LR E MR S E IR 1R .

[0120]  sEjff12

[0121] BB EHHBFEN ILA BN ER & SR 130 CHELL T 6hrs, 2 A B =5 IF FINS

12
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B3V MAS. Tmg (10umol) FLE-413, 485 FEAEL 2 ) F 2006 BR300 TEA500mL {1 FI 4,
NG . 5mLH 3EAR4EU5E (MAO) (1.53mol /LI H KR » AA1/Ni =1000, IO 2mL— 7, 3%
B (Imol /LAY L Led 1) » £Zn/Ni =20, 5mL 7= Jis ik = F AU R AE e (17 8mmo) , 7E70°C T,
(RFE 10a tlf) 2485 1 77, BRI SE30min o 55 FIB P96 S BRI L1 2 BEE L A, P 30
G REENELL SRSV RS B R LR .

[0122]  sEjifs13

[0123] ¥4 HUIAE AR 00 LR B AN £ 48 7 130 CHELET Hbhrs , I A B2 JF PN
B3 IS . Tmg (10umol) B &43 , PR J5 FH 4l 2% I FH <0 B #0305 1E AN 500mL ) FF A
FIING . SmLFF BE4R 420 (MAO) (1.53mol /LI AR A ) , AiA1/Ni=1000, JIAO. 5mL — 2, J
B (Imol /LA L Led 1) » £Zn/Ni =50, 5mL 7= Jis 2k = F AU A 5 (17 8mmol) , 7E70°C T,
(R 100 tmif] 0 77, $EHE S 30min o 5 5196 £ RRER (L0 2, BEVE R i, 15 51
G REENELL SR SV RS B R LR .

[0124]  sEjtifsl14

[0125] 4547 HLBRAEPE I LA BE 40K 2 S8 46 130 CHE S THR6hrs S H I 2T 28 96 FIN.S
BH3U A8, Tug (10umo ) FLA 403, SR J5 B 1l 2055 9 FH 2405 B #3951 A 500mLIK) FF 4
FRANNG . 5mL FF BE 45 480 45% (MAO) (1.53mol /LK) A ZEVEWR) » FEAT/Ni =1000, 5mL.Z, 4 5 = F 44,
FeAEE (31.6mmol) o fET0°C R , fR%F10atmf] L0 15 71, HE S Wi 30min o fi fi5 S AH %6 Eh 12
FALH) QBRI AL AR BB S R ETEE L ARSI TERE S BN R 1R .

[0126]  sEjifs15

[0127) 42547 HLBRAERE I LR BE 40K 2 S8 46 130 CHE S THR6hrs S H I 2028 9 FIN. S
BH3U A8, Tug (10umol) FLA 403, SR J5 B 1l 2055 9 FH 245 B #e39K 5 T N 500mLIK) FF 4,
FRANNG . 5mL FF BE 45 480 45% (MAO) (1.53mol /LK) A ZEVEWR) » FEAT/Ni =1000 , 5SmLJ P & = 1 5%
R (22. lnmol) , 7ET0°C R, 4R FFL0a tmfl ZJ5 FE 7, 3 b B2 7301 n o it 5 5 PR 0% Eh R A
1 2 BB RN 5 BB ) SR AT DA BRI P R S R 1T

[0128]  sEjifsl16

[0129] 42547 HLBRAEPE I |L AR BE 40K £ S8 46 130 CHE S THR6hrs S H I 2T 28 96 FIN. S
B3V MAS. Tmg (10umol) FLE-413, 485 FHAEL 2 ) F 2046 B4 310 TEA500mL {1 FI 4,
FIING . SmLFF BE4R 42 (MAO) (1.53mol /LI AR A ) , AiA1/Ni=1000, JIAO. 5mL— 2, JE
£ (Imol /LI S BeAWR) » 8 7Zn/Ni =50, 5mL47 P4 3 = FF 3Rk (22 1mmol) , 7ZE70°C R, 5 £F
108 tmif) 24 17 Bk 2 I3 Omin . 555 B {48196 ERLIRIR (LHY LRI WO R AL 19 81T 4.
RETEIELL LR EMIERE S H KR

[0130]  sEjifs17

[0131] 443545 HUR SRR 1 LL R 4R3R & 275 130 3k 4 T16hrs , B #2075 I N2
B3 A8 Tmg (10umo 1) BEA3 , 48 F 4 2L FH 248 TR 45630 1 A 500mL I 1
FEANNG . 5L F S48 48085% (MAO) (1.53mol /LK F I , fA1/Ni = 1000, SmLJds 7 3 = F1 4
FRERE (28. Tnmol) , £EA0°C T, 4R-FF10a tmff) 24 1 77 , B HE R S30mi . 152 J5 B 1R % $4 0
BRALI 2 B R A3 BT A0 BT P L SR A e M L B

[0132]  sEjifsl18

[0133] 4434545 HUR SR 1 LL SR 4R3R & 2 7 130 0B 4 T16hrs , B #1205 I N2

13



CN 108359036 B ﬁﬁ HH :I:; 10/12 7T

B3 IS Tmg (10umol) B -&43, ZR J5 FH 4l 2% I FH <0 B #0305 1 AN 500mL ) FF A
FMAG . 5mL H R ER 40k (MAO) (1.53mol /LI H R , f81A1/Ni=1000, 5mLJd P4 2 — H 4
FEfERE (28. Tmmol) , 7E120°C T, fR$FF10atml) £ /7, itk S N 30min. i & FH5 AR % £
FRIR A BRI R AN 15 2R EH)  RA T UL R SRR SR LT .

[0134]  SEjif519

[0135]  CKp s AH MM £E A IL AN R AR A 32 7E 130 CIEL T 6hrs , 12 #udh 3 25 3 HIN2S,
B3 IS . Tmg (10umol) B -&43, SR J5 FH 4l 25 I FH <0 B #1305 1E AN 500mL ) FF A
PIASmML N, N-= RO P (Fo 2R 2) BTG 26 1) AR 2RIV (2mmo 1 /L) R 2RV ) , N1 /B
=1, 5mLJ R % = A B RE e (28. Tmmol) , FE70°C N, {155 10atmff) 24 15 7, 0k & B
30min. fx g SRR % SRR A I L BE IR R AL 15 2R G . R A LU AR & W Ve fe
ZHNEIFTR .

[0136]  WthL {1

[0137] KA MU £E A IL AN B AR A £ 7E 130 CIELL T 6hrs , 12 #udh 3 25 3 HIN2S,
B3V IIN6 . 6mg (10umo1) Xf L AL FIA (BLAHDA, g5 =l (V) FioR) » 2R )5 FEh i =5 9F
FH 205 B 30 TEN500mL A B 26, T N N6 . 5mL B FE 45405 (MAO) (1.53mol /LK 2%
0 S A#HAL/Ni =1000, 5mLJd P 3 = H A FE b (28. Tmmol) , 7E70°C R , fR¥F 1 0atmif) 2.4 &
77, B FE R B 30min . 5% J5 FH5 AR %6 ShRR TR AL 1) LB VR A0, AR IR DB R AW R, B
HiE L RSB S R LT R .

A (V)

[0139]  XfEE 52

[0140]  Kg B H MU £E A IL AN RN R A £ 7E 130 CIEL T 6hrs , 12 #udh 3 25 I FIN2S,
B3 NG 6mg (10umol) it EE AL FAIA, 4R 5 -1 B0 25 I FH 2946 B 45 37 5 £ A 500mL )
H 2, FEHONG . 5mL B 348 480 kE (MAO) (1.53mol /LI FR 1AW , A1/Ni=1000, 5mL 2 47 3k
=S (28. Tmmol) , ZET0°C R, AR FF10atmfl] £ 0 15 77, ik /2 % 30min . B¢ J& 544
T2 ERIRIR AL I LBV AT, 1A R a WA R

[01411  %tHL 453

[0142] KB MU £E A ILAN RN R A £ 7E 130 CIEL T 6hrs , 12 Hudh 3 25 3 HIN2S
B30 M6 . 3mg (10umol) X bk A6 FIB (L & 4B, 5 M an=X (V) BuR) , 28 J5 F 4 25 9
F 27 B 4 30K 5 7 N 500mL I FF 2K, B N6 . SmL A B A8 40 e (MAO) (1.53mol /LI H 2KIE
) S HAL/NI =1000, SmLA 78 2 — H S BE 4T (28. Tmmo) , 7E70°C R, fR¥F10atmf] 2.4
77, B e [ N 30min . 5% S5 FB IR %6 SRERIR AV 1) LBV A, 1A R A W HE

14
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[0143]

2 (V)

[0144]  XJEb {5114

[0145] KA MU £E A ILAN B AR A £ 7E 130 CIELL T 6hrs , 12 #udh 3 25 3 NS
B 37K 6. Omg (10umol) Xf ELHEALFIC (FLAHC, g5 Fan=X (VD) Fiaw) » 48 J5 A4 2 It
FH 285 B e 30 TEN500mL A B 26, T N N6 . 5mL B FE 454058 (MAO) (1.53mol /LK 2%
0 S AHAL/Ni =1000, 5mLJd P 3 = H A L (28. Tmmol) , 7E70°C R , fR¥F 1 0atmif) 2.4 &
71, P FE RN 30min. Bz i FHSPRFR % EhER R AL I £ BE I A A0, A BB AL Ak -

[0146]

=, (VD
[0147] %1

15
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o7 R e =
I RO 10"g%1$|'r2$-h" ) (%% £ s(;f[\,;;; (;';’ lll;z‘f“c
Shtf] 1 3 3.72 58.27 | 2.21 0.40 40
SR 2 3 2.74 4734 | 2.02 0.37 45
St 3 3 2.63 50.77 | 2.16 0.67 42
S 4 3 3.88 32.17 | 2.04 0.37 42
SR 5 3 3.24 16.24 | 1.98 0.32 41
Ll 6 2 1.49 8.32 2.07 0.32 32
et 7 2 1.07 2.24 2.03 0.30 31
St 8 1 0.87 1.12 2.27 0.30 17
et 9 8 1.67 10.44 | 2.11 0.36 36
L0148] St 10 14 3.48 61.27 | 1.98 0.34 38
SRt 11 3 5.26 62.17 | 2.08 0.51 44
SNt 12 3 4.87 38.44 | 2.06 0.50 42
SRt 13 3 3.24 18.47 | 2.03 0.48 40
SCHEf 14 3 0.65 1.98 2.01 0.19 40
Lt 15 3 9.24 20.27 | 2.87 1.02 45
Lt 16 3 4.32 10.32 | 2.48 0.98 44
SEHEf 17 | 3 1.93 96.72 | 231 | 0.36 32
S 18 3 0.82 28.43 | 2.34 0.35 54
SCiatsl 19 3 3.42 26.48 | 2.28 0.38 42
X e 1 A 0.012 0.27 3.42 0.11 16
X Ee 2 A 0 - - - -
XL 3 B 0.008 ~ . . =
X Lt 4 (- 0 = - - -

(01491 HSR1FT LA H, AR BSR4 Ak 7120 & M1 S SR T Mk di v T ik 9. 24 X 10°g
mol " (Ni) * h™' AHLL T3 b1~ 4 B 54, St 11 ~ 19K F (T & W4 1 A 8
PR A SE ISR B T e, TR R S 0 T B R T A R &, JL R Ak
S-SR ER S, BREMN 2 7B T X, BEWI SR Ry 7 B4
B TE N A HEAT R A

[0150] DL b @ik 1 A< B R St ], b ok i B R s B B, IR AR 55 )RR I, O Bl A
IR 3 e 45 8 1 S e 497 o 6 AN fi /25 T i A 2t 451 ) 9 R RS e ) AR 00 5 6 T A 5 AR s
HAE TN TRV 2 AB R3S SR BT 2 LAY
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