CN 104387609 B

(19)thfe A B HFEE R IR =G

(12) P& #

(1O FFR NS CN 104387609 B
(45) & H 2018. 06. 01

(21)EiES 201410664910.X
(22)EiEH 2014.11.18

(65)[E]—EBERIC ARk =
HIEAFEES CN 104387609 A

(43)BIFAFHH 2015.03.04

(7 EFIWA FENEET TR 2% T
MLHFSE AT
HotE 210042 VL7548 FE 52 T 2% QX B 454
165

(72) RBAA XIES  PHHE
RIS

(74) EFUCIENAD R AL FAIEA R 57/T
oA 32112
RIBA Za55

FEE AR

(51)Int.Cl.
c08J 9,28(2006.01)
Co8L 1,/08(2006.01)
CO8B 15,/10(2006.01)
CO8B 16,00(2006.01)
BO1J 20/24(2006.01)
BO1J 20/30(2006.01)

(56) xfbk ST
CN 102553545 A,2012.07.11,
CN 101445609 A,2009.06.03,
CN 1482143 A,2004.03.17,
WO 2004/092223 Al,2004.10.28,
WO 2012/146031 Al1,2012.11.01,

HER KT

BORIE SR JEAF5TT BT
(54) £ B &FR
— P e 2 LR 145 7 v
(57) 1% 22
BRGAIET —FheF 45 % FLIRB PR FARY
T T A R RAENGOH) e BRI

PR /M0 FIE Z i, JE BRET 4 R 1 5 =
A7 H IR A A AT IR SN, 22 KPR AAL IS T4
B BT YR 2 AL ADRL S BUA SR ML
BITIER R A BT AR SR R AT
13 7 RE VR R b R PR S B e
JEAIK - bE AR ARK R K RE e ) 2T 4k 2R 2 FLA
ko

g oo
ARt R

20.04 21.96

.

18 f e
18 / e
W\"x‘ %\‘w«wj} \i""« 34 o

Nt o s B A
L R ) i 1 5 3
10 20 30 40 56
20/




CN 104387609 B W F ZFE ok B /1R

1. — PR 4 2 2 FUM R AR i 46 773, A HEAE T - R A e i R 2D 38

(1) R4 2= SR RHA IR AENaOH/ JR 25 /H2095 7R R, il & 2 1 9 LIk 2 R 3%~ 1 204F
YL VAW, A2 35 A FEDPIYYE 2 100~2000;

(2 R BR (D Fr3 AR 4E 2 7 W I 46 7K H ik , 750~80 °C e NI 26414 T
B0 1~20h, 3 B A1 24 R A W= , 48K HimBa i & F 8047 24 R R 11 1~ 2065 5

(3) VK IR () B3 B AR 4k 22 AC R WIAE R BR VA VR AR, 15 B A 2 20 KBRS s

(D KB IR (3) BT 3 B A1 4 22 /K B LA 25 B /K Be g 2l Ak, U849 1l 5T =R B0 . 5%~
3. BUII KRR i » 4 TR 3RS B A1 2 3 2 FLIR B AR 5

FIT iR 45 4 2R B AR 25 8 5590.0139~0. 105 g/cm®, LE R T A 100~280m” /g, “F- 34141
12 N8~60nm , I IK 5 E N 32~506%

2. BRI ZE R 151 T IR I 4 4 R 2 FLIR B R i) 46 07 3%, FAREAE T« D3R (D W B
VA 4R SRR AR HRAIE R R R 22 5 R P2 KBS S ) A 4 2 [ — R ECR
R EEEELIR S

3. ABURE SR A1 B2 B I A1 4 25 22 LR BB R il 28 T 0, AR EAE T D BR (D
B ) 48 K B ilme A L, 4= B 4K H e 1, 6- 0 B 4K H e R 2 i —
PN Joe T BT I B A KH YRR L, 328 W - a K H YA ) — R ER R DL
TR BIR A

4 AR B SR AT B 2 BTk (0 41 4 3% 2 AL R AR 1) 46 7512, HURRIEAE T 2P 3R (B
TR () 5 BR VA BUNBRIR « $hI8 RS IR IR PR B 2 PR AR VAR — Rl i R A _E AT 3 LE VR &
TR b BRI TE N0~ Imo 1 /L

5. AR E SR A1 B2 Bk I A1 4 25 22 LR BB R il 28 T 0, AR EAE T D IR ()
FITIA 1 A R, B 9 20~70°C , AR 7] 2A20~90min o

6. QAR E SR 1B 2 BTk (0 40 4 3% 2 LR B AR 1) 46 7512, FHURRAEAE T 2P 3R (D
BT i B I8 % R T BB I 57 COo T 152 o

T ABURE SR B2 Bk I A 4 25 22 LR BB R il 28 T3, AR EAE T D BR (D
NaOH/ K 2 /He08 714& 2P, NaOH/ R 2 /HeO = R L 1) R bE l (6~11%) & (T~14%) = (78~
85%) , £F 4 & JFURHA R 2 BT 65 NaOH/ JR K /HOVE A RFA B -6~-14°C , ST 4E 2 5RO VA
fiE Rt 18] M0 . 5~3ho




CN 104387609 B w Bg B 1/5

— MY R S FLIRB M R & 750

B GuE
[0001] AW JE T4 R G A8, B AR e — R h 42 2 SLIRBRE AP RHI il 26 7V

BEEAR

[0002] 9T Z AL PR AL, BT R AR B 1k 8 , 7018 2 A R AR B ) B AR S
A TR B AR Ak 22 R A SR RS S SRR LR SR AT L B A AL R YR A R b ik
= H 389, NS IR R AT kR R BRI 3R R, BAPT BEAR 1 AR W i B RO R R, %2
2R AR AR o R 2 LR B A R R B AR

[0003] A4grFEHF FRFEMEMRRIR L —, BRAR G Z R, K75
AR, R AR 4 2 B AL G0 A A 7= Sl R A 72 B A B O 32 B B AW SR, 4R 4 R AT AL
i X, X AT AR A YL R IRAMEE T — MR A LI ), BELAS T FOB R B R I AL o 4 A1 4 3R IE Al A
e MIE A, AT LMUB A4 R 5 F IR AR RIS IR A 4 2 B ] R (A 4 5
Ty T2 il 46 B AL AR 4k 2

[0004] £ 4 1K FHVA A HR 005 T N-FR RN R -N-4 A8 S/ — P 2 I e A
B TR IR B R AE 5 A Bk 5 o AR/ R 2 /IR T A 2R A R4 SR R (1)
— I G VR R YR K 3 7 (B FICN101037479B) , 7E VAR R A BN S 4 &
JRNE AR ST 4 2 I — D VA SR AR SR AN/ PR KA A Rrb R AR/ SR
/KBTI FR T FICNL02875836BA - 1 — PhAf 4 22 WA B il & 5% T IS A de 20
TEEMM/ KRR/ KIEFMER, G H & AR ERE TS, 254 F T4, 3kK1E
T —RIVEEN0.129~0.387g/cm’, T B L1 T8~ 3600nm¥) £F 4k Z Mk 4 K} s & FI
CN102504327B 2 1 —Fi M| FH G R 8 540 BRBE ANRR Sk I8 57 0 0 S5 k) il & - 4k = g 4 1 7
15 B A Y 2 RN T A AN/ PR /KIS IR R b, AR B AN A AL 71 B8 FH A PR M
IREWH A, Bl ARG IR 4E 2R R 2 R R IR A 4 2% L S A AR R
KRBT E A, B4R 5+ 20 RIE B, 3 4 18 S BR8] 4 F 7
TR A Y R 2 AU R AFAERR R PR L U SR ERAG , ELAE ] A R e 7 B LA

SR

LZIRAAE

[0005] 1 vu R IAA A A Gk SR WA AR BT L B oE MEZE | A 2 R AR, AR 4
Pe—PPA 4 21 2 FLI B AR 4% 75

[0006]  SAyfif el baR A vl , A% % B B R B B AR T R 0T

[0007]  —Fhaf 2 25 2 FLIR BRAA I il 45 5 15, AR IUP AR 2 R 2D 3R

[0008] (1) \¥&£F 4 5 J5URNA il /ENaOH/ JR 2% /Ha209 A4 Z L il 2% BT & 1 43 L ik 3 %
~12% 4R VER s

[0009]  (2) HG2D 4R (1) BRS04 4k 22 W n N 4 K B ik, /£0~80°C S Sl & 4%
TR0 1~20h, 13 B2 R AT =) 5



CN 104387609 B w Bg B 2/5 Tt

(00101 (3) H520 BR (2) Pr i 47 i 2 SR MO AE R IR VAV P AL, 45 B A1 4 2R 5
(00111 (4) VKE 2P 3R (3) Fin A B 2R 4 2K Bt B VA 25 88 K e s 24k, 87 il iR I
0.5% ~3.5% HYIREEH A , 22 TR FRAG B A1 4k 2 22 SLIR BT A1 R

[0012]  HIiF NZEBT R I, EEF G- 2 I T IS l_liﬂﬁ%&fhﬂié$éﬁ%%ﬁ%lﬁj
RAAZIRAE I BT 2 2R B, AS AT LA i £ 4 2R T R AR A PE AN BLTE , 0 f
f 308 3 A2 B TN SR PR BRI PR A 5 o 27 4 3K 2 SLATRHI PR RE ZIKElﬂlﬁﬂﬁ&Tﬁéé}E%éﬁ,
FESRIR A ZRrh 22K, 045 1 AG 8 PRAF SR VR AT | 2R i~ 5 L Se B 2 i L 2 AR L B R AR R
IKTERE R T 4E R 2 LM R

[0013]  AHIE S NALER LR -

*,’ T owome N .
\(, »-c \ TN,
H e
H f./ B
e
/ H
[ nog, on
J, }\NH o
{9} e #
oot N
0014 a o
/\/\/ NN /

T,

[0015]  JBR (1) Tk ’Jﬁ%?ﬁﬂjﬁkﬁ WAL FRAT R 22 55 VR EE L 5 36 L IRBR S R 1)
AR MERF FEEIGIRE Y R A 43R 5K A FEDPIITEH 2 100~2000 . X
AMUARIE T SR AN B 243, 1 Lt — 2 ARAIE T BT 43 7= i B e e PR N Pk

[0016]  JBBR (2) HRTIAR 47K H il A 20 B 47K Bk 1, 4-7 8 48K H
Tk 1,6- 00 A /KH VK R £ R IV S b TR B B A K H R B 3-
7% My 4K H I ER R G — B ER AR DL AT R L BVR A o X AR — AR T BT AR
S SR R A R P S R K PR R

[0017] PR (2) th Bk () 47K H IR ) B & N A4 3R J5URL BT L~ 2065 o IX Ak
— PRI T BT AR S R

[0018] B4R (3) v Bk (1) 5 BRVE VRN B IR « 35 IR R % IR B £ TR A VA VR I — P BS 79 o
PA A B A R TR BV s e rh AR BR R B2 N0~ 1mo /Lo X R RE— P R 1 T4 7 it 9
bb R AR A £

[0019] A% (3) vh Fradk (9 B AR (K936, 3 S 20 ~70°C , B A I 8] 4120 ~90min o X FE 33— 4 14
IR T BT S s,



CN 104387609 B w Bg B 3/5

[0020] DR (4) o TR BT v R TR R I 5 COo I I v T I AT — o X AR —
IR T TR R E

[0021]  flik , BT 3dk 4 2k 22 W B A4 RH A9 25 8 0. 0139 ~0.105g/cm®, Lk R TR A 100~
280m*/ g , “F-HIFL 458 ~60nm, 2 /K fE 5K 20 ~501% .

[0022]  fLi%e, B BR (1) FINaOH/ R 2R /Ho095 5744 F v, NaOH/ R R /H20 =R B i) i = EL
(6~11%) : (T~14%) : (7T8~85%) , - 4k 7 JF BHE M L 1l 55K NaOH/ JR & /Ha 035 A Z2 il
A R-6~-14°C, A4 2 JFURHIE fF I 7] 40 . 5~3h.

[0023] AR EHARSE K EARBIAIMAEAR

[0024] AU BH DA RARAF 4 2 0 5k, DL AR (KB - st o SR I S SE AN/ SR 2R /7K AR
RNAYEZRVE N, DL 48K H B AE ), AR A 4k 2= AR S S AL AN/ R 3R/ KV R Rk
A AT BRI BAL SO, 28 alifk TR AL B, il £ A7 4k 2 2 FLIR B AR, 17 P T2 75 s i e AL 25
B s TR 40 4k = 2 LR B A R R P4 2 2 8 v, oA R iR B M VRN 258 B oK
(1% bl 2 AR A iy (R W K 1 B s BITAS A7 4 25 2 AL B AR R JE R RR AR R (3 7 {8 e 8
15 5 2 AR RS R, T A] )2 B

Bf [E135E BA

[0025] Pl 1 st 1l L S it Eb Bl e 43 41 4 21 22 AL BN A1 R XRDIE

[0026] P2 NS il L S EE Bl A3 £ 4 2R 2 LR BN AR IR I

[0027] &l rh , A Y S AREF 4 2 J5URL , F AR AR 4R S AR LU B I AF 41 4 2V R il i, AP 4R 2
FUM B SEHE] L T E7 45 R 2 AL AT R

I=RVSSN s

[0028] ) BE Ly R AR B, T I 45 A S e 45 gk — 0 ) B AR R B R A2 S AELAR R B 1)
A R R T T R S8 e A1 o

[0029]  SZjfi—

[0030]  }5100g/m &L INaOH/ JR & /Ho0="7.5/13/79.5¥& MK RTA 2 -8°C , FRELT g Lt
“dt R CRA KDPAN180) I BIEFIA R Hi PRV ff 2h , 19 B A 4k 22 75 W, & B30 A3 K77
B R g K R N3 R4 R b, 80°C R N0 L 5h F BRI o W A5 AT 4k 2 AT BRI
BIN0. 5mo 1 /LIK) i BR VAR B A130°C TN HEA230min , PA 25 88 F oK Bk atifk, , T b B 4
TR, G5 IR T, 13 BIAF 4 R 2 FLIRB AR H 25 40 0152g/em®, L R TE BN 135m” /g, °F
P1L42 9 30nm, WK 5500840, 32 R Ja P IRE TR AR

[0031]  HHIEI1 A& th « 4F 4 2= SR R AR HR I AEAT S 1167, 22° FI34 i fr b , R B
HH SR () A7 2 2R TR 485 O 25 ) s AR A 4 2 1) it BB 5 ) B S R AR RO L 7R 1 20 I A B 2
IS GG, 20~22° 2 [A AT ANMT T , H A7 2 28 1Y 0 Y 25 M e A0 R 41 o 2 T 7t R %
W A4t 3R 2 LM RHE20~22° 2 [AAFAE— 5L e AT S0, ELASARNT 508 B8 KR R FE, 2
FmELEH.

[0032]  HHIEI2R]F H : 4L R 2 AU B o il 2 o T B AR AR 4 3R 0 o il 2, LA
T EAL T B AR AR 4 R ARoE 1 .

[0033] st —



CN 104387609 B w Bg B 4/5 T

[0034]  #%100g/F & NaOH/ JRE /H0=9/10/81 VA 7k R FA F-14°C , FREL6g b 55 4%
iz CRAEDPA1000) M55 m A2 K A4t 31 CRA FEDP500) MIN BIVA FIE R i HE i
fif2.5h, A3 BNA Y K IE W - EHL60g BRI , 4T B 47K H M BER N2 Ak &, 40
CIRPL2. 5h B BERE P A 4 2 A BRI 25 B F /K B 40 °C N FEAE60min, P25 B F /K Bk
aid, T PR A R, GV VR T, 13 B 48 4k 3 2 FUWR B A4 k) FL35 M0, 0243g/em?,
bR AU N250m°/ g, P35 FL A A 10nm, K 5 5 A 32, 52 16 5 n] R A4S
[0035]  sEjfE—
[0036]  ¥4100g i & Lt ANaOH/ JR 2 /Ha0=10/8/821AFME Z TR £ -10°C , FrE 4g A K ¥4
AR RETEDPN1130) I BIVE I R P B HEAE L. 5h, 15 B A 48 257 =AU 0828 Bk
A, 6-C B 4 K Hym e N2 LR R R, 60°COBI1 . 5h 2 B o A5 47 4 25 A8 BRI
1¢|J)\0 2mo1/LI B2 A0 . 1mo1/LIFTHNOs VR A ¥ ¥R - 140 °C R A2 40min , P25 B9 7K ¥
BAaifl, TR P PRIE A R, &R TR T8 13 B A 4 2 2 AL A KL . HL %5 5 0.0358g/
cm®, L R AN 210m™/ g, 3L N50nm, IR K 5 50036 , 52 16 Ja ] I B AR
[0037] =2y
[0038]  #4100g/Fi &L NaOH/ JRE /H0=6/14/807A 7k RFA FE-12°C , FREL9g 40K 4F
Y CRAEDPRTLI0) NN BV A R B Lh, 19 B4 4E 238 W = L2038 BRI L
3-TK W AR K H IR 5 3085 2 —BE VA b R BRIV A0 B Bk ik R, 30°C
RGN BRI o N A 4 AT BRI B NO . Amo 1/ LIKI S T8 VA B HP A130°C T B 4E 80min, LA 2
BTk 2k, LA I S Co2 T8, 13 BIAF 4k 25 2 FLIR A RL . JL3 i 0. 0140g /em®, L 3R
A A 180m” /g, P35l A& A 40nm, K A5 548, 52 K fa P R E T AE
[0039]  XfEL 43
[0040]  Z-FICN 102875836 BAF | — Pl A% B Al 4% () 41 4k 2 IR M R i 28 72 S
7l JTVEGNE R i 400g NaOH/ PR 28/ H203E W, Horh NaOH/ JR 22 /H20=7/12/81wt % , Fil%
B|-12°C, SLEIINNGwt %6 B AF4E 3R, B8 75 A HE Lh, 45 B A4k 22 78T % BT 49 210 1) 41 4 3 VA W
BTHERY, T70°CHRIMEAR b 240, A 4 SIS REEIRAL JE , BT 28408 K it , B3 &
[FIPH="T o 5 1 PR 4T 4 25K BERR B T-50 C 1 B 25 b AR b F05e8h, i FL AR b BEAT AR IR e
HE G, HET-50CHRHETIEN S TR, ARG 4E 2k H o B E N
0.209g/cm®, Lk R E AU N4 /g , V- BIFL 42 A4 1onm, K (550N 10, %2 16 G A ALK B IEAS
[0041]  R1KHIFTAS= M0 MRS

[0042]
IAaEN | B | teREA | CPBLE | | BARRERE
| R
AL C g/em? m¥/g nm g/g !
SEHE 1 295 0.0152 135 30 40 | B, AlIKE




CN 104387609 B w Bg B 5/5 7

[0043]
L 2 303 0.0243 250 10 32 | B AR
i3 | 310 | 0.0358 | 210 50 6 |88 TTRE
e 2o 0.0140 180 40 48 | BB, AR
. | BBl ST
. 545 0.209 45 415 10 —
ABIRE

[0044] WK 792

[0045] Pk 44t 2= 2 FLABHE i 3 7 PR SR IV 20 (Netzsch TG209F 1 TrisY,
Netzsch/A &), 8 [E) W50, PR 2510 Il EIEF N20°C~T700°C , AEEZFE N10°C/min,
FNEAERR SRR A60mL/min . MBI 27T LA H4F 4 25 2 FLAM R B AR 4R 4k 2 14
TR R A, R B MERR LT

[0046]  FTid 45 4k 2 2 FLAA BRI 28 B IR v A R TR G M AR 4 2 2 LM R 7R
SERREE, 3F AR = RO AR IR A 4 25 2 LR RST CAS ROST I = AN 28 , B
B S TR MRS R L AT B, AR S S i A 4R 5 45K H
Tk S5 I 1] 2% KT 41 4 R 22 FLA RHIK 25 P s S i T X L B B3 i BRAE (AR 4 RN 255
[0047]  Frid 44k 2 2 FLA R LE SR T R P2 A LR R TR T 1 3G B & I A 45 2 fLM
BHE— BRI /NS 5, 2 BEGB/T19587—-2004 77 VE3EAT 2/ H - it B S 56y , e 4%
4> 1 B EE 2 AR S IR B 3 B4 (ASAP2020M7 , 28 [ 22 5i % 2% /A 7)) bb R i AX A 4L
143 HA R FBET 5 i vt B4 A b SR T AR S P 38 AL A%

[0048]  FTid4F 4k 2 2 ALA RO R K PEBE IR 772 06 TR A 4 R 2 AL RFRE () )5
RNEEA ZZAK It , T =8 TN RK 2R E E (ne) J5, KRS Q) 2B A - 111
S AFA Z AL RO TR K RSB , BUCP BE N  TR IR A5 50

2= mi
' A
L 1-1
i ZES

[0050]  ACHIiE % 5Kt Bl P A9 IR 21 4 2% 22 SUM BB CAT BLE L 7R 13 SR T 1) 52 70 )R
KAETAZ , FIH0H S 1 4 22 2 AL R 1] B R (R T AR R AR

[0049] ©O=



CN 104387609 B

i BB

1/1 0

P o
R e PRSI

20.(71‘3(_96

ki

W E e
o T B N
NN
NN
R
A A
.(}' \\ \,\
B3 ; ) A
TE A VR
334{- & ~i§z,§g Foa s 4
> .
N Bk
S
=
or Vi
o b
L %
\\\\'\'Q“tow‘
SRR .
Mk e
3 3 ] . ‘ X




