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Lo — Pk — Pk 2 PP (1) 7515, 1% 7 A FEAE — P ek 2 PR AE T, 4 — ek £ i
fit 5 11 1) 2% 2 BR AL IEAT Bk, R AEAE T

(1) A2 WA A T SR T HARA A 8UA A RERR,

(i) BT 20 24 2 BRAE AT 22 2 1R 71 3% 42 0. 5-0. Img/m* AL TR AR AR,
FH

(1i1) BT 7 2B FEAL Al T 25 VRAH I — sl 2 Pl i A0 — B sk 2 P AE 200°C -280°C
(7305 R 0 ok 7 2R 4 2 BRI AL TR o

2. BURELSR 1 T2 SR 77 325, o Ik () 47 280 1 2% 22 IR M AL T 1 2% 22 TR 61 4 i i
0.6-0. 85mg / m’ {E4LFEAMARFR AN

3. BURIELR 1 B BORIEESR 2 sk ik, Hoix—Fh ek 2 ML e s OB .

4. BORVESR 1 BB BRI B R 2 Bt SR ik, JorpiZ— ek 2 P 48 SRR B .

5. BURIESR 1 s BURE R 2 TR 7, b iR (ii) ProEE 202 230C.

6. BUFIER | g BURESK 2 Br gk ik, oAb iR (i) = 7 —FaE SR K
S5 1Y B R R T 7= e » FF LKA S I, ) T R B P A B B 7 v

7. BURVESR | s EBRNE SR 2 Frgeskif 77k, PR (ii1) &4 5-40barg [/ R ik
AT

8. AURIER 1 sl E BRI K 2 TSR0 7%, A 22 2 BRAEE R LA, iR 3 & 2
13-22wt % IR 2 IR, T A4 Z IR AR B =

9. BURER 1 838 BORIEER 2 BTk 755, JrpiZ ik R 2 7 60wt %6 (1) Tk
FZ b 30wt % I

10. — BBk —Fh sl 2 FEE 1) 5 70, Z7 AR AE — P sl Z P BR A AE T, B —Ph ol 2 ol
4G LT I E 5 0 A% 2 TR A AR AT H2 i, R AEAE T

(i) %A %E&zﬁkﬂﬁ%E&ﬂ”iﬁﬁﬂﬁ%ﬁﬁﬁﬁ%ﬂdﬁ%%ﬁ@&

(i1) P A 20 2k 2 TR I AL TR K 2 22 TR 41 380t /2 0. 6-0. 85mg / m” (AT Ek PR R 1M
B,

(111) BT i 7 i B FE AR Ak T 25 VA I —Fh sl 2 Pl A —Fh sk 2 PhBEAE 230°C -280°C
(14330 P TR 3 ok 47 2 1 2% 22 BR A ALK, e P 2B B I« AR IS V2 1) et AR I 11 7= 0¥ » L
Wl K =4, Fi

(iv) ¥ PBR (i11) [Pt A B R0 K P41 A B Tk 73

11, BURIEESK 10 g sk 77 vk, SorbiZ—Phak 2 Pl 48 S AT I
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£ SRR SR LRI S8R ER E RIEZ R 7K

[0001] A% B Ko — ol e 7K saAE Y. (R0 45 068 160 7 25, R i) 40 A8 FH 2% 2 R A AL S5 1R AT
K

[0002] A 32 (1) 2 TR R AL TSR A 2 A A O A Pt A 2 SR T o

[0003] {40, WO2007/003899 F1 W02007/003901 Hii&k T FH T i A VR A5 B 1 S N 20 7
io PRIERIMBALFIR 242 IR, Bk /& UL T 24 2 R RN 20110 B ZE &k 30-50wt % (1) 13X
RIAABIEA LTI M TREN 316m° /g MAZ IRE AN 5 (ALK /2 Grace 57
it A, HoA2 W02007/03899 F1 W02007/003901 H iy — L 1L (R 2 AK ) , 3X AN [ X B T K4
1. 4-3. 2mg/m’ FRIPEAL TR E AR R TR S 3k i

[0004]  H AT &8 AN, i P H AR AL A 28, A6 A 003 10 2% 22 TR 1R 10 5 it A B
W] DASRAS B B . BRI, © 44 NIRF 0 R BIE— MR 2 I g B e, 348
T HERI S = AN BRAR AL B R T o

[0005]  [Rltk, FEA K B3 — J5 T, $2 4 T — Pl i /K —PhEk 2 AL 77 725, i AR A
—FhE P BEELE R R A S ﬁl%ﬁﬁﬁ Y2 IR AL AT e, FRAEAE T

[o006] (i) % 7 £ MR & & T UiF & R % L JF H 00 80 78 ik A 304k b iy 4 i
(tungstosilicic acid),

[0007] (1 i) BT I 5 30 24 2 TR AR ) 2% 22 TR 7 38 2 0. 5-0. 9mg/m” F R Ak R 8 £
RIE, F

[0008] (111) BT i (%) 75 32 0 H5 A Ab - 28 VROAH 19 — B ek 2 b i R0 — ek 2 sk E
200°C —280°C [ B8 1t 41 2 1) 2% 2 BRI AL R IR o

[0000]  fLik, iZ%—FhEkZ MEL R FNREG Y, Rt & SRERARE . =g it n] DIAEALE,
{H 2Lk f FE W 2 C6 BE .

[0010]  iZ%—Fhak £ PPl TT DAE T 438 108 2 TR B (0 Rk $ 4L o iZAHRhEmT LA
P aZ B, B0 LR AR Z T

[0011]  ZfLRHATRT DAL K, MR RIK /N T 10wt %, il 1-7Twt % .

[0012] A2 PRIEH HA W10 2B U0LE 700-8500 (G, I HARE R 54,
[0013] zti?iHEEPEVJ L2 TIFEROER (808 20 FELTHERNER, Ak
TR 50 % AFAE A Z IR T AR )

[0014] AR BH 720 i I 2% 22 B A Ak T IR 5K 0 L SR B 7 A Ak B A RE IR
N T RE A S XS T e ALER ) .

[0015] BT 7% 2 BRAEE Mk FAT A, TLMR 018 & 0. 5-0. 9mg/m’ (AL FIZ MR L
[0016]  fLIEIZIR 1A & 2 /D42 0. 6mg/m’, 7] W12 /D 0. Tmg/m” 1R AL T2 (A 3K T X

[0017] {71 E /DT 0. 85mg/m’, B 4/ F 0. 8mg/m” {HALTIER AR I AN

[0018] 1 Kyt AbAE I, (b TR B AR R AR R AR YR ASTM D 366303 JIiril| & (1) BET &
TR R, SEL N WA B AR R S5 2k 1) 50 S L I B 250 °C IHEAURIE

[0019] 1 vk, H AT C 48 A I i b 4 B AR R A0 R =, 78 F 30 2R 2 IR 4k
FUB KB RIS T B2 BARK, B84 NWF R IAE— A2 1 6 25 27

3
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W, 3RS T HR AT S0 2B 7 3R A AR B T i o

[0020] ) 3% 1) A A7 45 1R ] BLJE 2 L B % 0 B R R B 20 & B iE A, 49 dn
EP0704240A1 H ik .

[0021]  ZRARHE B2 AL T B2 N 2-10mm, fL1E 4-6mm [k FHIERX. HAEEN RS
0. 3-1. 2mL/g, Lk 0. 6-1. OmL/g [FFLARFR o 801403 B P F i i 2 2 42 7D 2K (1) 7, B I 2
/b 5Kg 77, ik & /b 6Kg ML 22 /0 TKgo BTl () o i 5 i 2 T/ CHATTILLON Y
S0 B AR 50 AR I P I, ARSI B AE PAT AR 2 TR e BT 7 (K0 B /N PR
[0022]  ZMATEE I RA 10-500 213512 (EHZR/T) , PLik 40-180 IR P34 FLF
o

[0023]  REFILIE IR I — M) 72 Grace 57 A1,

[0024]  Grace 57 ff A7 [ 2% B % B /& K 20 0. 4g/L, 3K 10 A 2 K 4 315m°/g, I Al Ik
0. 5-0. 9mg/m’ G FIXT I T KL 13-22wt % AL IR 13k, B T2 RAE AN B E R,
[0025] it DA, 7E—Ff skt 77 28, F T A BH 1) 67 30 1) 4% 22 TR A A TR I8 1) 2% 22 1R 17 4%
R 13-22wt B N2 R, B T2 R EA G E &, HAREAE 16-21wt % 1y 2%
[ R R e ALY I RN

[0026] 4 T IA B A FEMEBE, A ECMIE B IR SN N A B A1 R G I AL I o AR
ANFI M0 [ 4 8 538 TR

[0027] 2% Z PR I1) & R, A An SR 75 22, g e ARt B0 280k b, mT DUE i A7 AT 2 0 19 7 1
e HE AT, 9] 40 3R A6 T T ) 75 3% :EP0704240A1, EP1140703B1, W02007/003901 1 H
Huntington 4% H ) North, E. 0. ;“Organic Synthesis” 1p. 129(1978) .

[0028]  GNSRFEEE, %A% R ] LLIEAT ¥4k, 491 G odl it A8 FH G il v T/ AR BCR 1L
{4001 EP1140703B1 H BTk

[0020] A BH 7 ¥ 10 SN ] LAAEAT ] 63 R 25 A1 N EAT

[0030]  AHX R B A T A R BHIK 7 v o BLARIG, 3L #r T 200°C, /T 280°C
[0031]  #E— Pk (1) SE il 77 S, 1R 2 222D 230°C, 1 1 230°C —280°C o

[0032]  CLE8 I 2 A R B I 4R A SR AE AR v I I N T R 2R AE (IR R () B A7 AE T
PTG AR L, $RAT T A & IR 1T o

[0033] g —AN 18 FH (RE I, fER) A () Bk BE A (R B e ke T Bl BRI, & S
T OBAEERE R R N A T L AR B ST R R FEA B T L BEFIK,
M LEERIHERHG S SATR06 72 AL L0 ABRAE BT = A L0 ol S EUC R I L8
o HIXEEE RIS/ RAH R, L2 R IAEA R B (AL — Rl 2 AP (R ARk R m] LAV B
FE Ik, IF H 58 B A L, AS2 I B4 mbe e i =k .

[0034] W] DAZRVFIF HAE B B4R bt e = A8 i ki mT DLSE &y, (E2 A R B 7 VR )
o R BE S AR E R RN T 2 0 LR/ T 60wt %6 IREERT 2R/ 30wt %6 R

[0035] I ERIK 28T LR D B e I 7= AR RS T B BRI TR B XA T —
Flr=4i, Ho s B D b T 28 — A BT AR I A e g4k, X fai 4k 7 U T ik,
AR B 5 PRI P A — P IR A (/K= 4 ) < R S Y. 14 TR B 1 =40 e, 5 L
WA N RN E T AR PG 0 BI12% 5 b T AN BH 2 16 52 i =) 1) o =

[0036]  534b, AL T 5 — A B MEAH B, A3 R AE X & U BT BRI SR RN TR kb e i e

4
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T, A BT R AN B i e B2 P A O T PR 2 e /) o

[0037] A S B m] PAAE RS B0 vy PR EAT o LI 5 122 S0 I A2 A 1ot Fs» 15 3l f2 22 /D Bbarg,
$fLik s> 10barg (K S 34T UL TI/ T 40barg.

[0038] %S WA AEAT A3 T R UM 2 AT IR o DL S B AR AE 1-10 (L, (0K} /mL
TEALT] / /NI ) BRI 2SR (LHSY) AT

K Hte 11

[0039]  fEALTIHIS

[0040] 12— #9%EM% . xH,0 (H,SiW,,0,,. xH,0, x & K% 24) ¥ HAER A.

[0041]  AFHIER A 2 AL, FE R A FUFE SR AR 20K, A i N IEBE IR, S8 5 LA
WM MR BTN EMA Grace 57 FEA (LRI 310.5m*/g) » A REAFE SRR
24 /NI, FF HARRIZ I, FEHAZ AT D 2 R L /D, SRS 78S P AE 105°C 5
16 /MBS,

[0042] X T K &8 ( FHAEXRTELA] ) T &, K A IR S s MR AE 2 18K, i P in N IE
BEIR . 7535 — 74tk KHCO, WAL /K, SRS AEHEHE T 2212 IR BTl (KBRS o
(148 KHCO, F i, SRERMARXS TR BE /RIS WA R P ) 12— A5 R . xH,0 O 1 BEJH i)
B ) o 7E CO, KBRS 1R 5, 4 B RS : 15 8. X HAERR B.

[0043] L AHER B il & fALF, ¥ LRI ER B ¥y P4 i DA EE I BR 1 2 & Fr T = A
#| Grace 57 iAo ATREMEMEIL 24 /N, 3 BAERIZ G, HEHZ AR T 2 R 1%
L /NI SR JE RSP AE 105°CT 4 16 /M.

[0044]  fREALTIGN R R i &

[0045]
et s | R | MRAEE (ng/m)
1 A | 0.50
2 A | o0.62
3 A o077
4 A | 0,92
5 B [ o0.51
6 B [ o.61
7 B [ 0.77
8 B [ 0.9
9 B [ 1.09

[0046] PEAL SR R
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(00471 KA JE J3ik

[0048]  {EALFITE RS T AT I 0 o

[0049]  5—FPAb T ZRVRAHMIEZ S 10 % ) ST AURHE 210 °C 5 8 o 40 57)
12 /NI 8], AR S ARE AL PR 5% 1 = 4k (DEE) HIALRHIRALE 210 CHEAT 5 RIK
I 1A) o SRS FHZ BRI Z N FE ST 10% 1) SEEALRIE 210°CHET 12 /NI, Bl S 7E 190°C
WAT R G 12 /o B R EA 1. 3ml/ml/h BV AR IR 5 T3 R

[0050]  pEp Mk

[0051]  IBAE & EIRR T JLRMELL T

[0052] & IR BT FH IR 25 B Hastel loy [&] 2 PR S5 WY 2% 2H i, 2 Jl ok AN Jh a7 3
TRTIN R R F AR o 45 50m 1 R 4K TR PR ITRHEEL 28 2112 e gt oy, DA 58 A & 2 N
XA, B RE L constametric HPLC ZR 48 HERER INFAVE S (it 4 Iz S N g, 1E 2%
NG AN RE7 N1k a RN L7 Rt st/ SEP I ST s R e e // B G RS2 S = o
T AR RERAATR o SRARFI SRR 5L 73 B 42 28 F T A LR B s v, A
TEKERRR « FEHUR (Karl Fischer) 2R T1H .

[0053]  Hfhb T ZVRAHA— P 5 58wt % [ L FE 38wt % ) — LMk (DEE) AT 4wt % FI 7K )
PR CHARKR T — Bl TR BERI R S5 I 0 T 00 30 1 v R AL ) LA 20barg [ Hs g
1-9m1/m1/h FRIVEARIN 25 3 Bl I % R N Ak o 7E 200-260°C 1) M8 A LR FEEAT 2270 300
ZINERF FRY I TR) PR AR

[0054] 4iHL

[0055] KA Heilllisk

[0056]  HHAEZ LS 10% SEERIAERIR A SR —A 12 /M2 Ja i 45 R IR AE 1]
1A, 5 RIG IS RRRER 2 F e (BRI ML ES] 100, 2T 1 PR A
(AT B R I L0 7= 5 ) o AT RUE BISR AR 1) S0 A7 Fa g AR A B I R A0 282 [ Y
MELRN, Z A A R AE B 2 7 1) BRI () AR A0 AR b4 3 BH Jk 5 3% R AR TE A R B 1193
PRI 32 7 T L A2 7= 2R PRI T 2R T

[0057] i PR ER B 24 A A BH B - O R S B0 A R (IR A) I, JE AL SR AR e 1 2
NIRRT o FARR, X 0. 62 F1 0. 77mg/m” (1) HPA %% 8, B8 A AL K05
FIEAT A0 H AR E

[0058] & 3 KR T AEMR N AR R 25, AT A BB B4 R e AEA e BT R 7 28
O [ P2 B BRI BR BAAE (Lay—down) , (0. 5-0. 9mg/m” HH A0 57 PR R THIAR 2 18] F) B3 /)
i) 5B L A2 AH BB B () 2 v T 2R ) PRI — 3 .

[0059]  pEp RN

[0060] & 4 thERIR T =i AL I SR FE R AAR I TR R 45 2R o RIS FR T 2%
TEAEA AW ZE . 2R HE 1-3 IR EE 5L — 3. HARK), 7] LUE 2
FEA 0. TTmg/m” IR A AL (ML 3) RILH LE P FIER B 1) {4k 751 SE AR 11 2 95 1
L, B AR 738 0. 77mg/m’ (HEALF] 7) 1052 B i 3

[0061] A B B AL TIE 7= A T —F0 =4, 1% 7= P46 B 7= A2 1) £ s B AR I &4
Feit. HARMKY, fEIRE ) 360 /N EEAS T FE T, 206 19 £ eI T 500ppm.

[0062] Kk r A X
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[0063]  [&] 5 KR T4 6ml/ml/h [ A I 25 38 2 Bl & (e AR5 A 1 S8 &, 9F B
A SN R R GE AE 2MPa [F) &1 R EAT PRI PR o BERLZH 2 58wt % 1) LT 38wt %6 [ — LTk
(DEE) F1 4wt % 17K (HARER T — A R HURL, S BUREH TR SRR SO, R PO 24 1) 7
)

[0064] 5 R IC W M AT, W BT IR Y ] SRR R BAREFAE 500ppm BLR, 24
1M P SRR B LJ5e IR 7= A ¥ 2] e A AT AT B Y

[0065] [ 5 i3 B BLAR LRI A2 7E 2 Bk, (ELR T 2E 77 1 £ B ) 2t A2 A 2 Y, AR T, 76
PR A A7 LE BRI 5y SBERT 7= 1] RE A 55 28 AT PRI o X1 — 0 78T T 1 SE 1)
AT UL

[o066] . Z fk4 BhAERL ISR

[0067] 1 = T 1 1) oy P IR B AL AT 3R 58, B 2 T 2 6ml/ml/h, F J) /& 2MPa, B T
TR A AR R EERE 240 °C 78 RIFE AL EOEAT =R ilEe, RV 2 0 41 ik
XTI BT A S0 0 B LJe % BT 5 M) o

[oo68] bk} 12— Fh = EAE = OBE DR, HALE 97wt %6 (1) LBEAT 3wt %6 17K
[0069] Il 2 AHA = LB, M2 95. 4wt % 1 LEEF 4. 6wt %6 17K o

[o070]  fitkl 3 A7 58wt % I LT, 38wt % ) — LWk (DEE) Al 4wt % U7k ( HARK T —Fb
VELE R AERL, Z AR T A AR R S Y. B PO FR 1 58 ) o

[0071]  fitk} 1 RETAELHETIER T 1169ppm K] L5¢, ikl 2 RECTAELE TR T
466ppm [ L5t o 1K LE 45 BT LU R B = SRR S N BB T =) 0 v B2 G i) L e
Ho 1HE, Kl 3 S 30T 2P T 463ppm (1) 248, R AR hE e BEE R
Lk L, 5ok BAUNAEH = ZmERIK CAERL 1) (R85 SRR A J , 33 48 S 451 3 B
%A Z OB, BE A VPRI 40wt % 1K = 4Bk, AN e B B e =4
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