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I —#7ik, Mids ko3RI BILANALT, %6
GEY—HH R ERASY I T XSRS W E — R
BRL #  Bk

HSIiR’R’R*

AF RR P ROBIG A 1-12 ARBRFHHL. RESIA
BARGEAFREHAF-OSIRRR’, £+ R°, RAR ik ha 1-
12 MERRFH) AR LR A FBRRRARKRYEKERFAIR, #
FRAETRAR Y (F 25) 7R M BRH o B

2. BAIRK 1 697k, A FAEEAAERAENAL 4. B
B Lo40. 408, RABR L8, B ESY. 4B E
M. - TR EBRERI AW . 4h-B v EE 5. s-DakmE s
M. ZHA ZRAush. -2 E 0. AA-BEALIEAL R Fa St en A,

3RAEKR 1 7%k, AF A EaiEiigf
RhCI(PPh,),+ RhCly» RWALO;. RuClj IrCly FeCl, AICI,, PdCL=2H,0-
NiCl, #= TiCl, & 3484

4. BAEK 1 6h7ik, ¥k S F)ik & 4869 &
. 400 TR AR A AL B A, |

5. BARK 1 64k, HLF AT S b Iu ) 6.4 R488.,

6. RAERK 1895k, AFAAER. RPBR' Y E2VHAHME,
%A A 1-12 AR F ek,

7. BAEK 5%, £ R R PR FEZSHANAE, H-
OSiR°R°R’,

8. RAEK | Wik, £ RA ROARAAH 18 ABATH
AR ERA.

9. BMAER 1 7%k, AF R RABRGLAH 14 NMREF
AeER ek,



200580036268. X oA B kP HE2/3n

10. RAJZR 1 67k, 4 R R R' ¥ 2V HAAE, ik
A 1-8 NBRT oy AR LIk,

11 BAEK 1 5%, £+ RE RBR P EZVHEAHEE, &
OF -4 MBRR-TFo AR LA,

12. BAZR T 897 %, £+ R RAR FEVHANHEE, @&
AR 1-8 AB R -Foy A X ik,

13. RARKT 7%, £+ R RAR FEVHIME, &
OA 1-4 MR JR-TFoh AR L4tk

14. BAZRK 1 895k, HPPTRIRE £ 4-20°C Fo#5 100°C =
LR

15, AVER 1 6977k, 5o FTidiB B 42 £5-10°C Fath 60°C 2 Ja),

16. A=K 1 97k, HLFAEFZ#ATH 1 24 24 J ¥z
) 649 B B 7E)

17. A 2R 1 895k, LPAEGR#tI74 4 34 12 )12
8] ) KL B 1]

18, A ZK 1 ¢k, HPAHAAE Y —HadEERILEDHE
ZEN

KN

S RN i A K 1 A0 1149300

1 R! )k
e O

Bit g S4B RBRAITAEW,
L it ) B34, RRTHH 1-6 MR T AR X4 THRAME
#AH,

19. BAIRK 18 95k, £F B ARA. A 1-6 MEERTH
A A, PR A BT RIS, M. B, B&. B5. B, M.
Tk A Ao 4 A FAR,

B\L/\/
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20. AR 18 ¥9 ik, HF L Aikh O N&KS 69&RET,;
B A #2ABRRGH 1-4 MRRT oA, RITAARRTE, ik
H #of 1-4 NBURF ok k.

21 BAEK 1 975k, H¥ATd o aREHiLedA.

\U/EO/Y\O/\/
OH

22 BABR 1 ek, RYAdskit—F a0 BmES—
B P 0 BB, A TR Mok bb AT i AR BUR 6 (F A8 R BRH b B8
5 1L .

23. A EEK | #95k, £ P ATRIBE A -10°C 34 30°C 214,
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HEFTEAARBCETATAREA)TAREASAH HEGE

Z AR
AEP Y BB GAEREIR, BRI ATEARRCEFTAT
FEIR R T AR A A R 4 7 k.

EARE

CANQLE LR EFTRERAEA AL F BT K E R FRA
B RIE, BleiRARE, EARBE A Bt ¢ 8055 M 6 4K 4 Ak
Fi., —REENREROETEARR=Z(CTEATAREL) T K
AR A A TAANR (2 FAFAREL) T AL m A Hh
B8 (“SIAGMA”), i i A Bl 5 IR BAL4 B A& = B Fo R BRAR 84 A
SR A BB R R Gk, Rm, A-ERIEE, B=7F
ATARABIBIEEAFLEN ZA M REENINRL, FAEKX
FEARE RN T4, JUARIZ L &) W5 A A8 A B IRAR 69 F B
HhBH AN R h, Bt EETEEFRRERT AKR
G A

—#h 44 SIAGMA #5 ik .35 SIAGMA # SRRk b5 F 24 &%
B, TARBEGM. 47, L2 —Fodpdl R o SELE T LB R
B, BREFMHaIEmtey 15 I, FEAEEY 75-95%Z 10 6
SIAGMA Fok sk g =4, QiE—FARAHKES . S0 E%
RS F AR GRALE Bl E 50, = F R &M% 885
FHRTIEMNER, BXREMEZEV SR TRERFTEBHE
. Bk, XERARE FHRELST TR R R D, T
KEQ A BN FRRE RT3 = 4.
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RIACE- & 77 R ABAF B

A AL
AL NGB T ok QA E EAARRAL LR AET, 2044
WA E A S WA T XA A Mt F — B R A B 64 B
HSIiR?R’R*
FF R R A RUEZR AR 1-16 MBRTORAISREL. BK
ARG A, Ao

RS RE RS
—0|Si———R6 — |?i 'OISi—R6
R7 * R% ly R7

A+ R.R.RLRFREBIAEAAH 1-16 MRBRFHALERLE
BA AR KRB KA XK TR, WA 02 FBBRARH (T
R)AHBRE BB E — R =4, FREREF —RAEEWRER
PP P72 AR EU IR (T A) R e B i B8 .3 694064

KRR
EREZRAFE—FF, 2V—HadLERiohismitsty
B SALEEIRALEA R AR T REL, 4186 § b 28 AL Ay 635,
R/NB\L/\/
I
H o RNk g B X 1 A= I #9385

o]

R' R )k
o oM
& H

B RTASMERLCH, AR RABRITAY. B 6 BIREH €d5
HE A 16 ARRTFeRIA, ETRRRIMAZL, K. B,
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Bk, Be. B, BR. k. A SRHEALIRA,

LRiza A4, RERTAH 1-6 ARBFHAMR I THL
Gy AR, Kt L AkH O. N SHLEF. ik B ALLR
R 1-4 AR F o R TR R AR, kst f HAH 1-4
MERTF oA BRRABRAARG A G A FERIASYES — KR
W LAY T5-150 B R%EHALSHZ I B A1,

B o A E RS T A E Y —F IR BAH I IR R AL T,
REY —MBRKG KRR A 2 ) —F FRAAW B TR, A
) FEASY LAE AT IR FAIH R EA 5 B 2 A LA
FHAEY . FHRASGWYEH QI ERIRTR. B, RKBE. 7
BRAB L EF . GE N FHRASMRLE OISO E 1-4 NBETF (T
BRI 4-MA R T, R FTE FHA S h TR AR, K
bty Fo R M B 1) 04 RRL VA SR R B AR #5 0.5-25 1 B R 454k,
oW Z 1A &4 KA i AT

SIE AR QIR K3k TH AL RNRIREAY . LARE
Bl L35 X IV 89 R B4

<ID>/B\/\/
H B L dw EATR L. BARSEA) 0365 & 2 45 K H b d

IR B AL TF IR AT TT A RATIR O 4o 69 3T 5 30 BAb 4 IR 64 424
LA B3E 4 TR BAL M FF SR AL F) .35 Lewis B2 . Lewis 4. Bronsted
AR B oW, BRAMEF. Rkt —EREAYF REF G,
&R B AR B B Ao B AL, B devibR . bR, wkvA. Eew, =
% Bk, SR Z WM. Z TR, —¥Esee. DABCO. DBU.
DBN #o i€ 55k R Mg sk, &€ A B €35 Li. K #= Na, &
AW L 1-4 NEERTF. RaPridst Bild FTARBRY Li
K Na #, J#HKL Li &, FEAW I IRBEILA) AR AEAC B AL 69 &
A, Pk A RFHASML 0.05-25 0.5 B RIFEA T IR
15 649 B R ke, |
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FHRIFNLT LS ER LY F . T4 FAET it IR IR E-1k F 69 37
FAH. CEHHAMNOEARET AR, TALELATFRRALRS
WF. WHRTIAES % 15,000 ppm 9 Fha N, Rk EF FHMLE
64 & B 4 #5 4000-15000 ppm RAE LB 2 6 442,

AEWRE AAEHHERE, it T4 60°C, £k E2 80°C
Fa2y 110°C 2 J8), A& W) R T I8 36 £ % ¢9 30 /v af, 4hik 4y 15-30
ANBF R, ARARR MG BN R T AR e B R R, &
mﬁﬁ}i/‘ N R LT SUEFRRCY RO BT ), RZ TR K.

P43 44 B s 278 MAL S =T o B0 7 ik dbAl, Bldw A ER 4o F
L. TRTE. B, L. CRENREHRERSHRIK, &
PMRBETHALEWERALSE. AIBRXALS, A5 TE
8B F AT T RS,

B b AL S e X V AL
R2

HSi—R3

R4
g4 RE RA R MmiIkaF 1-16 AHETFHREAIKAL. BA
KABREFE, Fo

RS RS R’
| L
— OSi—RS5 Ti J *OSi—RS$
R X R*y 7
K VI A VI

£ R.RS RV, R Ao ROMaih A 1-16 MR o4 ok 4 4%
BB ARG R FRIR, y A 1-25 6988, Rk 1-15,
ARG E#RFTETY, 20 RL RPA R 2Z—2X VI & VI 494
5, FHhiEES R RA RVFHAZKX VI X VII 9805, 4%
#e) R% RAR AL A 14 M RFiRE. R X VI
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K VI Y84 H, £+ R, R, R, R® ROk AA 14 A
BRI ARRE, FARRY R RAR ADBIR TA.
LA, KEARCZTL)FARAL. SEGLALSWGEIKESE
HEPRAZ#4ER. Z(CTATHERALAR. ZFEAAFRF.
A EEAA MR B L RA M P ALy T5-45 150 BER% A & A&
Z A EHLE, HikH Y 90-4 150 B R%H & 7EHALEY.

B W R E WS e LS W EALEIRAL AL A A A T A

J, A6 BALAEAL LA i 4 B 0 ed, ELFEHE. 4E. AR
4. 4. k. 4. £k 4T dh B B RN B, F
Wl A6 SALALR AL A 69 B AR R ) 45 2000948, B BK
dodB. FEAARE Lo B AR A ATEAA . RAAER. B4R 5 BT,
B o B &) A A 4 . - B A A W (F
Pt(CH,=CH,),(PPh,),Pt(CH,=CH,),Cl,); 4&- T4 s #t 3% B &4 (#] 4e
Ptn(ViMe,SiOSiMe, Vi),,» Pt[(MeViSiO),],); 4h-B54b & 2 &4 {#] 4o
Pt(PPh,),, Pt(PBu,),}; 44- % Bf 88 & F 4 4 (#) 4= PP(OPh)),,
Pt{P(OBu);],) (fEiX s X F, Me H T, BuhTHh, VihTHmik, Ph
HEE, nfom ARK). ZBA AL, 44025 AL T USP
3159601 #= USP 3159662, 44- BRAL #4057 #6i& -F USP 3220972,
7 4h, kT USP 3516946 ¢4 RAtst-Hnz A o4 R A M. Iih
1A S h LT 18 A 69 AL F) 52 ) .38 RhCI(PPh,);. RhCl;. RWALO,.
RuCl,. IrCl,. FeCl,. AICL,. PdClL=2H,0. NiCl, #= TiCl, (Ph 45 % ).
ik 64 52 SACHALR) 35400 BALY . 4444 T B a4 #l4e Karstedt
Fn Ashby #EALH], 4574 A 6 FE SALEAL A R B 408K

SALAE B LR VA 2 5-24 500 ppm X 8 4 E4E A, ik %y 10-
# 100 ppm Z 4],

BRL A 8 Fn it T 4T, ) 4038 B A #9 0-100°C 2 19), 41k f2-20°-
29 60°C 219, #ARik#-10-2 30°C, SR E A B AN 173 Ae it
KR R RRY 8 T E. BEASEREE, TRAKRAE.
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TR E % 29 24 ) Bt e BT 1), 4RI B % #4 12 /) RE, B ARk 29 4-12
B R ARATSEARA R AL T M6 AR A BB ) ARG, #
SRR E A SRR AN, XK., R, KEAFED
BATR M B| REL T (B de, SARBASY RS ET
#9 95% 53k, BUR TIMRAL S A L E 0 B RuAE ).

LRV P RA(RIEFNRAE R ¥R, BliefElR. TR, B,
AL RehE. SAMNCEGERGIORE: FREMNFLR, FX
FoZFE BBABEMN AL, TR, FRERHEMEFE; BE
Mple AR, TARAEARS, FENGT 8, QARBRE
Aol Z R TH LR, HLTK.

4 % M5 (ebulation) 5T ] & ARAE 37 %) ) JE B & 1R 3% S AT 30,
IR Y T E Z A B e Fb-,

W, BACAEIAL R A TTAR G T R4 2 A M8 1 KA 2
%R E A AL, RiE, ST ERIKMA00 B/BERRES)R
EAXRAT AT K, BFHARMEEETE. CARKRARLN
SACARIRAL T T AR BR G (T L) A% B BE, THREIAARALS
R IE F Y, X AR LA EE — B F S R
69 (F ) R BRH O B8 R B AR PE 940 a0, BB ek BB 4L,
AE R ERAARBHAAR Corty, QI EANRREGHN L 4=
ABE ). RADEER L EESF, AR RIBLAAAN, RBEAR
B, AR EA IR B 5 B R B RAR R ARARBEAAR &4,
BELBBEANARBANRE S ARER G, AU THEPIR
ERTHEANF 6 —F, mFREGRR BT HEHEN.

SEAL (R R BT R L) B8, AEARTRE(F ) R B B R
AT, A6y (F )R B H i B8 7T @ iR IR £
A 3 RAXA 3 E(with or without ebulation),

LFEVA T FARBARFBLIA R L B, X3 K5 RIS AL,
CAVMLE R T EARLAG 7k, BREFEALECHIRGEARAA

10
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RTAMIEE ZARLAEGF 5. K, Z®FERAAYERLH
SEA.
FEVATF L3645 ¥ 42 B T 5) 459815

SIMAA2 WA Aa = (= F 4 Fabr 84 T a4 & 2 8%
(CA %3184 2-AmMig, 2-F K, 2-54-3-[3-[1,3,3,3-9 F
A--[(ZFAFTARLDAR] —FaRRA]RAA]IRL)

MEHQ  AMEF A8k

Epoxide  (3-#KHdHALAL)—(EFTATHLAL) T AT K

MAA T A % B

AHM T A B R RIS R B

AGE W 78 k4 K s Bk

HMTS 1,1,1,3,5,55-6 F A = F AW

4] 1
ERA AR, §FREAREZ N8B0 250 mL B A=
BB ELEHALTF AN 25 g TR R B R A H W E5(0.125 mol)F= 100
mL 4%, 25 g (0.112 mol). }iAeiiE 45°C, B, €FR=
A EJ(1-2 mL)i# it Akt B e A B FE RA M P, MERAY B R
ok, BURELRET 55°C o, #Eiaf|l R (EE 25 g,
0.112 mol, &IERMANMAEEI). —ELRKMTAR, WEAREIRT
f£ 50°C, #it7E R €% m A AT e WAL,
%6 PEE, RAERASWAFEMmE, AFLNERERE, #
#% 2] 500 mL 4 ifm-f. SR AT sk
1. 40 mL #§ 7525 TH/K-HBREWHZE, KET EKME
FRAMGMMES. F_ETELE. MBERAAVE
SIMAA2, RE8BIKE, RE THEIFSERTF.
2. TR VA 4 B (20mL) 75/25 TRE/ Kk, FrR s AR
o B 1 T4 o) LA AUE R = &,

11
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3. TIREHVAEE 50 mL & 95/5 TAE/Kikik S R, BREE
AR E B, 1&EEE SIMAA2, A48 ) T4
. 5 RBHE BRI AR A 49 325-350 mL,
4. TERESmLYIa AR F B 3 94 RIMF, KBeA 100 mL
Kk, BREZEERG, FEEE.
5. FAugEvA 50 mL KERARK, BRZER%K., FRESE
BRERE.
6. 4o BB vAEA 25 mL $9RRER A,
AMERE A 2 gm KK Na,SO, F9&, Aen 10 mg T4 S8R,
idRER, FamfAa 1-12 mbar, 55°C TAA. SIMAA2 ¢ = &4
63-65%, HhJE# 93-95%,

k 245 2

BB AR, FFIREAREAA LS 5000 mL B &
B AN 92 g F e F AR H8R42(1 mol, 0.17 4 )42 1023 g
WA A ER(11.91 mol, 2 % §). AeA MEHQ (4.65 g, 0.037 mol, 0.006
B )RR R . AFH B RS F AN 2000 g FREH(FF
& Wright Corporation, 5.95 mol), B_5 i&45-4he#h £ 90 °C,

15 NBF B, RAELRAMAIFIEadh, SiFA 334 50 °C, &M%
3200 mL TIRAEB R RAY, BB T, THREL
4 x =3200 mL #= 1 x 2000 mL 0.5 M NaOH 7Kixi&, #= 3X 3200 mL 2.5
F 2% NaCl RiZigiE ik, REHHEA 250 gm Na,SO, F&,

@R T e 800 % flash BAatfiR, EHM e RAM TR TH I
3 e, R Bk EEIdIR S, JRIRARSE R LM L 55°C R4,
#3%) SIMAA2. F74% SIMAA2 vA LC-MS ik E ., thE4 R FF
% 1.

&1

12
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FAEP) 2
% 455 (%) 85.9
}Jﬁ iﬂ)%(%) 4.92
L B8 (%) <0.02
6%’%‘,(%) <0.06
T AN (%) 0.59
T =B3(%) 0.49
SK I B R BLIEVA T AL S
0
MO/\/\Si/O O/V\Si’O\Si/
o~ \ N /\
OH / 0
/S'\— 0 Si

Bk, FAFTEFELGTYELRRTOSHALR.
k #64) 3

BEOR AR, BA THRESZAND e 4ER S,
A AGE, 99+% (277.9g, 2.41 mol)#4 /& 77 -F-#iAakbiRF . sk F A6

13
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350G /KA H0 4 5% 3564 1000 mL TR B R Z FURMMF An N\ MAA, 99+%
(231g, 2.66 mol), ETFHREHZZAT, © MAA ¥ X MEHQ, 99%
(1.55g, 9.2 mmol), ME¥#t3% 20 4P 5 2 MEHQ JEfE. £ 30 4%
A 430 - E) it 4691 % F Ao AL LiOH, 98% (6.41g, 262.4 mmol), &
RARMHL 1 b0, MEBAE 2 IHAFRE 70°C, AIREFERE
70°C % sh4tdE 1 nt, MEvA 11-12 78/5 4V b9ik i AGE, Mm%
V&, BRLRAMAEY 2 TR BEFAHIRE 90°C GRA IR JE 3 An),
£ 89+2°C Hiik., A M itA2d@idIF o R RASH(RER), L 045
WARIEMEITIE, A GC 3 GPC o7k Maml, 20 M5, ATiFMEe
At gk it % L3 R (A (coarse frit)), 4 F 466.96 g (~ 96.75%)
MY, AiA e, LR LB LES(300 mL)4 5 Rk, A
Fa A ETFIE, T 19.68 g & &4 Hheha So(FTARWIRLD). K
F o ERAA L 40473 g ALhEER BRI F . A AUEL 400 mL
0.25N NaOH + 2.5% NaCl (2 X). 400 mL 5% NaCl (1 X)# %, »4 100 g
FK Na,SO, FI&, ME kit % LB RI(FY). BEA 50 mL
LM LBS bk — AL e~ 30°C MRSt R A KRR, MEART TR,
E AR A 376.13 g ¢ AHM (92.93%),

FEvA b 54 64 120.05 ¢ AHM #, Aex 0.12g (1000ppm) MEHQ,
f~61°C (CHCL, 1 3%). 1.5-2 mbar F %48, 132 A48 &b bk
G, H99.07 g(82.52%) % &b lkith BB, A 13.62g L&,

97.99 g vA LAk S48 FE~ 80°C 48 I A & B (MEK =lA)E
0.8-1 mbar F 4~F %48, & £ A48 1Kk S48, 4 91.19 g (93.06%)
A B sy AHM A= 5k 55K, 5 3.18 g K FAR & kAR . AHM
8 EH Y 69.04%,

k24 4

BAHMARES, RATFTRESTAAND., AiEHEBE.
¥4 AGE, 99+% (128.47g, 1114.3 mmol)#y /& ) F#rhmtiR . 4ik

14
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F AL e A 2055 B 64 500 mL F R H K Z FURMF Ja A MAA,
99+% (80.75g, 928.5 mmol), A FREHZA T, & MAA Fm A BHT
(99%) (0.33g, 1.5 mmol), MBI 5 4 H 2 BHT M. £ 10
4% R 4 B3R G H k4 7 P Au . LIOH, 98% (2.2g, 90 mmol). &
BRAL 2D AZRFIBRE 70°C, PR FERE 70°C 5 oMt
200, MUBHRIF~ S E/S ey B idm AGE, T B, RAREY
BRY B E 80°CR A S HIBE I A0), ey 2 aF, 4 80+2°C %
. R AR I 5 R RAH(RER), vA 0.45 BORIEMBITIE,
vA GC 3 GPC otk ml, 23 ) itE, & GC 4472 & MAA %34
#H, REREYHETER, IFHREERERTIELS LB R
), WAF171.95 g iRRAT85 g & &4 dh B4R, VAL 99.99 g iRk
¥ hen 0.02 g ¢ BHT, 99.19 g &4y A Mpg A & Z(FFE)L 18-1.9
mbar A% . ~ 61°C (4 =:iAeY CHCL)4AL, AT 76.68 g (~ 77.3%)
WIHE KRG WA 1092 g8, A 7584 gl LR B4 F A 0075 g
BHT, 74.5 gigiiA4& kA 1.8-1.9 mbar Z A} ¢4 L5 . ~ 80°C (&5
MEK & i#%)ifit FFE, A48 F 11 42.42 g (~ 56.94%) #4449 AHM,
AR &, #2763 gKEH.

15 ) RE) R LM pe ). KA Fadp ) HRE . BEALARE. B 1A
FoiR Bk IR TR, EETFTTARIL

Ex.# &S 4% -GC% %, 5 -GPC%
3 69 97.2 99.2
4 60 91.6 99.5
%HH S

EBRABAOMBEE. RAAD. HEF. S48 T 86
AR AR AR T AL B 00 BUAE 2 89 250 mL B RBEA P e\ d 5K 364
37445 11.9 g (60 mmol) AHM (&4 3000 ppm & 4- ¥ £ & K&,

15
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AR E BT oRKST, MEERATIA4(0)13-ZTHA W T L
ZHERE AN, FRA T AHM & 10 ppm 404 %, ERAET
B 5 4FE, B4 111 g (50 mmole) 1,1,1,3,5,5,5-6 F &4 = s A%
oy BB it e AR e AT AR TG, FAY
1,1,1,3,555- 6 FAZARMAE 1 DB R EAER. BAERLIET
FRAFF sk K5(0°C) 20 JoBF. GC AT AR 7% 1,1,1,3,5,5,5-
L PR =S, & GPC S ATAERE| RALESS T EM, A
JI AR RN, B TARIAN X4

5% 3.4 6-9

MRS, BAL. Bh feftth R4 5 RIFME, SRR
LTFAR 2, gE G 20 DB R LB 1) 69 R H du b GC A= GPC 4474
RABTA2 |

% 2
Ex# 6 7 8 9 5
B RLiRE, °C 70 45 |21 (Fi8) |17 (&) | 0 (kK)E) 17
oc oLt | 642 74.9 78.5 72.6
Sﬂ\/[ , % v 7] Ko . . . .
GC 4 8)
a Hoke | 289 6.12 9.6 3.8
M, %
GPC #4 _
. HoHEAL | 658 74.5 76.7 70
SIMAA2, %
GPC #) HMW
HoREs | 221 8.9 2.9 0.9
=, %

45 R AAACH] AP B R 2 20°C K BRI RIEE,

£ 3410

16
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EAEF) S T ARG ST 1 54 AIRAE 60°C T #AT
HREKXEE. —mE, FHEE 8.5wt%d) AHM,

0.4 8.5wit% AHM G4 69450 RE4E ) T —BF h 257 i 477 -
BER, A AHM % 4ABFZ =8, & SIMAA2 JLEFRAEFZ=
Bf. JwR 3 Fihik, AHM A 5 RiEH): EBRM(EF)AH 4 14T
—BEHEE A 8.66% %V 2)< 0.1%. |

£3.
ZBCE (A F B =4/1) AHM, GC #9%
0 8.66
1 3.47
2 1.32
3 0.51
5 ‘ 0.07

E&H] 11

ERAVNMKHES, S TEHNEOREE, EBTRERETY
FHREAAT . Dean-Stark & E o8t 565 250 mL B KR T 4e
A 1.9 g (80 mmol) LiOH. 0.3 g (2.5 mmol) 4-F AL X& . 68.9 g (800
mmol) MMA, #ei#isg 8 ek £ 80°C vAiafE LiOH, BN FIRESHS
ARNBALR E R P AR G BBA L~ A K, HEERAN, L3
% k4% i@ it Karl Fisher i& % &-F 500 ppm B,

PR AR A2 E SRR E, Ao 134.5 g (400 mmol)y(3-45 7k
AL ARA) LT A 48K, MELRARE 80°C. £RIHK
M B RL 7RG, IR E 90°C, #H#g 20 at, BB #EATFRE
KaBitR. ¥ GC HG-EKHEHELARL) LT LA ZAFIRGRE
&F 0.2%BF, 4% 7 ml 49 DI KA R RS T, B F LTl
i stibE 4 SIMAA2, FLRASMAIETIR, REvA TR
(1 14K%2), HARASH AR S L 0.4N NaOH/2.5 w/v% NaCl /K%
ik, B ZKABT RARM. A AARE L 4x 170 ml 4 2.5 w/v% NaCl
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200580036268. X oM B FE14/14m

KB AA. AAARDSH B, A NaSO, FRITK, Kk 9x10 g
AR, FER M h s R LAAR %, 153 SIMAA2 4, HPLC
WE>90%, MEsh 60%,
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