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FT 1% 55 R RE A 73 7%

[0001]  AHIE & H1E H N2013429 A3H H11E5 8201380057576 . 5 & B 4 5K N “ Tl
£ 77 RS BERR I 7327 11 rp [ ) R 1R 2 ZE H O

[0002] AU B B — i T il 4 5 e SR BRI 77 v S T i ik v s 77 92 3R A5 1) SR B o
[0003] 75 e 5K b A 5 30 e 78 4 Je ik R 6 () A7 72 T A VR N AR ) — R 2RI 0 5
KUy 2 53 448 T 1) % o 408 5 s IS 30 5 735 771) (f97) N =R bk et o ) (NMP) )+ b AT o 3% b 7 7%
)k s H 7R AL ER A BRIA 5T, BT IR BR VA FAAE IO I 25 P2 ) 23 e HL A SR =5 B i
AT A IR B B B

[0004]  DE-A-27 49 6459 I —Fhid it 76 A A7 AL 757 ARG RE FAME A7 A5 TC /K 4 JE Bk R 21
()2 A T A 3 A b 8 B 1) Uy RN — o AR A A WD 4 5 1 1) % SRR 04 7 9 T 8 Je IR 25 L Oh
W AT RADREAPLES B AL, X et B B BT LR R MR 1 2E E . SLit
5 AT AR BT FH 28 S e — 2D Ay

[0005] AU B B IR 2 F2 A — i i) £ 5 e SR BRI 7 v, TR & SR ik BR R A7 A5 HLTE
ANTEAETE T RIFRRE TR0 2 A T AR A B ) — 8 — 2RI 20 5 X 2H 7y DA AR I 30 s
FA BRI AR i i H A BT IR O R SR RN ER I /N AR

[0006] A B 3 Jsk — Fol i sk 72 99 4 R Bk R R (10 A7 A5 T ELAE AN A7 3 70 R0 R 77 1) 4%
TEVE N BRI S IR AN 43 5 XUy 2H 5y DA R TR 2 s I i 48 2 i 5 Bk L) 7 v s B
FTid B (), Herp BT id s S A2 DA B P13 3R 5585005 e # TR A S LR 3ET .

[0007] A& FHIRSTEESPIEIEL (F111 level) EELE0. 220 . 8IKJEE A, AL IE
0.22%0.7, 8 H/20.3%0.7, L HZ0.35%0. 64,

[0008]  “BM” N HriE 7 i AR 4 4k o5 T R IE 78 H R VRS R S LR AR A &
fRIEE o PRI, 220 2520 . SHPEHY B H5 20 2280 % f A FH T3 76 B4 34 OB S R A A
F T2 i 5 92 A S 78 SRR 4 R B R 35

[0009] B LR s OAAE e i B HE A o A4 ARTEE 22 T8) F TR) Bt o ) 25 A ) P 8 o
(velocity gradient) ,s=2n%mwkdror/ (di—drot) , Fe JEFEEFE Rn s, # T HAZ e drot
[m], RE RN AL (] ERIA T HESHLHRREG o= AR B VIR &, 85 2 % M
HMEE 2 (BB TAF RN E T2 R BT DI =

[0010]  BYYE A 545005 1, Lk 10252505 1, Kl £ 20451005 s

[0011] 4 SR Ad F s/ 200 1B, T BTV 26 95485005 1, A81E25 %100 L, FE A& 358 70s L,
[0012] Py HHEIR A2 A HL A B R 2 R0 00 A @ TR A HE AL » B Fu VR A 21 ik s
[ s L b REAE RS ARG = HE

[0013]  &EMIR G A HUE T BA — NSt 2 D WAPAT THZ % # (rotating
shaft) , Horp 4 v] R 1E-G o & T 3 A B [X 8. DE-A-41 18 884FIDE-A-199 40
521i ik 28 5 KR T S &R S A L.

[0014] RERENIE B A1, T ELL R 85 2 50%% , Fe ik 5250 #h7 . 5 240%%,
HAR AR 8P 105 30F6 () 1 N ig i .

[0015] Ak B A B FH R A F2 S ALRI A A5 7 T, 45 B e ) o] 2 3 K T 7E B AL 45 8
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INFA] o A, A B BB 25 5 FF AT AT B 5 ORI L, DR A 15 S 4 SR P M Re 8 45 1)
o AN, AR B I B U FE AT B R ) AR TR SR S AL

[0016] A& BHI J7 AT LLTAIERYE (batch process) BUESEYE (continuous process) i3
AT o BT IR J7 32 A0 e 3% 2 h 30 AT, B A A SO 0 3% 8 3 252 0z e 00U TR & 15 A AL
(continuously operated double-axis mixing kneader) , WA UIPALIST TCFEKBUSS
SMSHITE A 3RAF -

[0017] A% B HRR AR A WL RHAL A BT )8 2 1) 41 A BE % S i 0 1 & 10 0 I SR KR
HEA YR G 6.

[0018] 7% BH () 77 v ml @ i A A B AR 1) — il 22 B — S RN 43 5 — Pl 2 AP XL
P 2H 3 s SR ) 86 2% PAN ] () SR TR o

(00191 ZRWRAN) 75 JE (AR AV 75 3) ] LUAH A AN ], & B 7 3y B 6 428 184 ik S5
T 7 AR o

[0020] 3 1) M. 77 JE= 1) S DR S0 2R L B ORI — IR 3 1, 525 2 . 1, 6L 2R 2
1,5-ME RS 9, 10T R AN2, 63 J2 Ak o Forpy, ARk 1, 4- WV 2R A4, 4- 3V ORI - LR I 2
T T TS 3 e A AR o SR T, BT AT B A — AN Bl 2 AN BT o i 1) AR R 1Y <2 49 2
Ptk O FL ek L O B VA A VB U U, DL A A T TR (At iE) , A R iR o
Hh, AL B AR 9 B B B L0 B IR I e 3 40, A 2 L 0 VR R IR 2 L e
T3 Cr-Cro— K A IE 5B 4y, W AR 50  IE TR AR BE AN IE T 4008 s B B s s 20 M i 1
1) 55 TG 53 Ao ik B R A 5 DA R g RN S o AR 30 1 B A 5 Dy T e o s 5 5 Bk KL 5 B C—C
R Bl = AN AL — AN B AN BL T JE [ 1) S A G 4 e 2 T SR A R A < e ik LR
R 3L A RIR IR (carboxylate) 2[4 BRI ] | Ik e 2k L IR0 e 2 (4] L AR TR B 2 4] =2k 72
L 7= N e R B e gL N e A L R S A R v S e o5 e R e X
I 1) B AN AT 385 S 02— SE B, 34 AT 38 5 451 -0 . =S—.=S0—.~C0—~-N=N-,-C00-. 1.
Fe 4 GL AT AR iz b B BRI Bl 4 S .

[0021] A B AdE ) S5 kR n] & A NI S ot

[0022] %—AY4T—@—)~OA@fZ—(—A’1—QA)-@% (1)
t q

[0023] H+

[0024]  tHlq& H ML HIAH0.1.2813,

[0025]  Q.TAHZ H AL HL 5355l A4k 8 Bk H -0-.—S—.—-S02-.S=0.C=0.-N=N-,-RC
=CR"-FI-CRRI- ) = 41,

[0026] H

[0027]  ROFIR"#% [ A7 43 BN AR T BRCi—Cro—Ji dE , HL

[0028]  RCFIRIS [ A7 H1 43 5 A &R T8 C1—Cra—Fi 3 . Ci—Cra— ke S L Bk Co—Crs— 75 3,
[0029] H+

[0030]  REAIRMTE S [ Mz Hu gy F AN/ S AUR T B, BTk 5 s & C IR T — i e
FAT 3 M — N B AN CL—Colig BRI Ca—Cro— PRk 2 , A 2 FE AT . QRN Z A [l & /b — A
N-S02—, H R t g A0 ZA-S02-,

[0031]  ArFIAT! & [ M ST 3b A Co—Crs— V. 75 Ji , JHe 3 e 35 [A] W] - 326 1 4 C1—C ot 35 L Co—
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Cis= 7 FEBCI—Cro—Fe S AL , Bl =1 &= S HUAR
[0032]  fRRIEM) 2 IRERNEE 20— FEL R &5 5.

i CH,
CH,

CF,4

[0033]
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[0035]  FE Az AR B ) — & R KA 40 RIS 4049 A7 A ) AR e 8 ) o 49l , — 50—
RN — R L R AR A T o) 4 SR KRB o 3 M 2 AT 4 40 LA 1 BASF - SERY Ultrason®E3k
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ZEl
Fo

[0036] Gl T IRENAT4, 47 —IBCAS A SO AR B IR L BKL, AT BLIE H BASF SEfY)

Ultrason®P3%5 .
[0037]  HAth& iﬁﬁﬁﬁﬁﬁﬂﬂ‘zﬂﬂﬁm A-27 49 645.W0 01/83618FIW0 2010/146052 .
[0038] AT idk Jso I ] A FH 458 B8 R i 1) & AL o R Xy 2. 43, 8% mT DAk B A FH 2H 4

[ —Fh, 8w R G R I

[0039]  WIIRVE AR A HLEC &G H T A28 K BRI (B VA 2% » H an S B B B AR

[l 2V G R A AL, T AT {55 B R (1) BT IR R R A4 2L 4, BRORA Tl i 25 56 R R 2 (1) BT iR

P A B ZH o HEAT R A

[0040] Ak B IR J7 V2 AT LEATAR] T 75 1A B @ MO R T HEAT , R FT IR SR UG AR K T 2047

TE ARIEAE250 2 350°C ¥ il P9 IR B 3047 B s B

[0041]  JREHREHLH W R NARIESE RS E 1 F 3T, TRAG IR = Erks 7=

G TV RS RHEH

[0042] 7 4 @ Ak IR 2h —— DR IR B BR B —— mI 7B e S A LB 73 T BT A BRI A 1R

A ML BRI, B AT LA LL 5 2 — b iR S AR 0 TR AR P A o 7R Uy 5 i AR AL

B NAREINE DL, U AR5 8 Bk R 5 vl B b AT OB, T2 PR JE AR TR A S AL

5 AR AE AT YRR A Rl e R IE IR A 2 kRO AR T 5N

[0043] % FH T ERAR RO 8 IR 5 10 ok R4 v T sig i R A HLH . 41t

I Rl B AR T A AR T R 0 TR P R S A R R T4 T A D — R A2
I3 H S DL T BT 5 0 25 B B AR 3 A TR R L AT 5 R R T e I T s

[0044] i@ H S vF s E0E s M3 EHEFT (lateral feed screw) SZELLLEATE ATt

B2 ARG ARSI EVLE) EEE (upper casing) GIARITEOLT , 2 20EH OR [ 44

x5 R 2 . B IR/ E AR 9 150mm 2 A R, HLE A0 R L BA & otk 2

FIT P 0 L% 9 B R A2 A R o b o, T DA B AR P 8 SR 1 3 24 1 O XAl i s R Aok

Ao Tt R A A BT, D) B A RIRR 5 JEB Bk IR 3k 06 A DA K AR 20 5N 22 M AR AF e , I

T PR S AN RIR S G LA .

[0045]  JRAHEAHLH R ol @ i B E BURHEAT (discharge screw) #EAT 41, BT & 1

BHEATARIE AR R A FE AU 5] N RFEBR 29 -

[0046]  VEAHRA ML s NI A) AT H PR Mgk AT ik B, FLE T B 75 04 05 e SR BRI 43 T

IR G AL R BT TR 91323 570 R 2 5§B/J\HT

[0047] SRS FH B AL VA Bk A » T BT FH I S0 R R 5 B N9 4 26 B IR % 51X

SRR PP AL A 0 2595 F (vapor pressure) (7E300°C 3R T 241002 E) (/53 5

TR ORI S HHLLE B TR

[0048] A BRICHRAL AT I IR 5 IR I O R B R o IX Feh RS 2 1) 5 e SR Tk L) £ 2

oy FEMRIE 100008 F, HAX Fhds B AE 10000 52260001 5 FEl 4 o 0 T~ BEOR —

KW E , A SCR 2 0 BUERIE N2ET. 5, K RIS . 4523, 2, T %F T-DHDPSZK =41 5

Z o BRI IE3 2T 5.

[0049] DL St 5 it — D AR A A
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STt f51)

[0050]  — Mt A i BH

[0051]  ZEMEAK (PESU) J8 i 7EBRIR B E AR A A7 AE F s & 2K (DCDPS) 5 32 Jk oK
B (DHDPS) 5z J37 17 il €& o BT 72 A2 (1) i 45 ) 72 400 DR S OREHR 30 T =X LA B L /KR — S8 A ik
H1 T-DHDPS[) 4% £ R247 C , PR b J BI85 75 24300 °C TR B2 R AT o

[0052] & —ZKHA (DCDPS) 54,4 ~Ik2K 1} (BPhOH) = £E 58 2K FEHKL (PPSU) 1) s )37 2548
HUHEAT o BT IR S B K A2 TLIST DTBIRGHE-EHLH, FrikLIST DTBWR G2 &ML A AR & Joft
AT E T (hook-shaped counter element) Ml HA HIGH R4 BHNRE S E
Mo S256 = S R A S LI EBRAAFR (void volume) HZI770ml .

[0053] PRV &4 G HUEE IR AR I U B R 3E AT gk, ELAE LA/ BE n] ik . Birid = Fiike
G R DA AR R R BIN 2 N gs o 7 SR 2 5 S IS A I 22 s S, 78
VIR T AR BT B SR ) S SR 8], AR S5 HEAT A ) 7E S NI AR AR YR AR A L HE LI 55
ORI Bh20%% A FIBT , [N 2 A 35 B B 3R S R B A AR IR DU R, HL i
KT AEA )G K TR A N U AL B [ BL38 FE IR IR 7 A7 #4F o

[0054] 7 Bt R AR, 45 A 7 KR S A RRGE Ik 2818 2B, IE FHLA101/hiii ok Frid R4
RSN B8 HE o Gn SRV A il (] 90 VA e 3%, U — SEDCDPS B 2 — e HE HY , X 2 [
RH R G AR AL R A B, 8 73RS & &, W Zifd A i & 294 B8 R % 1
DCDPS.

[0055]  7EFTA HISEEG R, Bk IR £ S5 DHDPS[ BE /R L 15241 06.

[o056]  sEjiifsl1

[0057] R IZRHH T H T il 2% SEBE DR SO0 2 R AN 28 SR o B 1 O S BEE e T i L B
EAEERELAN , b 25 T TR EE3ART [A] (batch cycle time) teo

[0058] M2 J& , P TR G R -G ALH AU HE B BE SRR O 20 2mm, HES0C R H
TKBEBE I, BEAT = /N o i b P RSB 80 B85 %6 WA A B P W T 1 Ay &L Ak A o Bt 2 ) [ A
il B TVER 5% B 2 s i S AL B T/ T2 5 S0 [ G RS B 4 7l i GPCVE M 2 -

[0059] %1

[0060]

EB %5 1 2 3 4 5 6 7 8 50 ¢51

EICDPS(A) 129.29 | 129.29 | 129.29 | 129.29 | 129.29 | 126.69 | 127.41 | 128.12 | 129.29 | 129.29
E’I’DPS B | 10832 | 10832 | 10832 | 10832 | 108.32 | 109.32 | 108.87 | 108.42 | 108.32 | 108.32
BRIAB |[1.04 |1.04 1.04 |[1.04 |[1.04 |1.01 1.02 [1.03 |1.04 |1.04

$ 3% [rpm| 20 20 20 20 20 20 20 20 0 200

i 29 g 300 290 280 300 300 300 300 300 300 300

te [hr] 3 3 3 1.5 2.5 3 3 3 2.5 2.5

IV [ml/g] 83.9 | 79.6 36.6 | 55.1 60.8 |80.8 |[60.5 |482 |10.1 16.1

Mn [g/mol] | 26400 | 25400 | 18000 | 17800 | 22300 | 20450 | 17900 | 15900 | 5673 | 8390
Mw [g/mol] | 95600 | 100000 | 44100 | 48600 | 87200 | 78760 | 46600 | 42500 | 13560 | 19736
Mw/Mn 3.6 3.9 2.5 2.7 3.9 3.9 2.6 2.7 2.4 2.3

[0061]  FF 3 L6 5t 51 b VR A5 HE A HLIDRMRL 0 . 22 0 5153 b 207 1) 3800 ¥ 1100 Y BY

10
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YR,
[0062] M 1P 025 ST i AR 00 P P T B0, LS B 2
B ST 000 B/ e 5 2R R 2k, [ A R AR

[0063] 75 3 He 92 050 Fle5 L b , AT £ WL ol L7 MG T S 2 11 33 £
o T T A BN 9 T FE R AP S B WERE 1 2P L S 7 MR 2 0T
70 ST DR AT ST 5 4 P R AL TR 75 50 B e A s |- =
A OF3 I 59 SR « P ISR (5 15 M6 905 AHTLL 1) 5 50 0 0 R

[0064] 512

(00651 75 53— NSl Baeft, B2 A F5 2 LI A R AT ATI X T-DHDPS ) BB /5 EL 6 3¢
R L B TV RSO . F 2 T 45

[0066] 2

[0067]

SIS e 9 10 11 c110 clll
DCDPS (A) [g] 127.41 254 .81 212.35 467.16 24 .63
DHDPS (B) [g] 108.87 217.73 181.44 399.18 21.05
K2C03 (C) [g] 63.73 127.45 106.21 233.66 12.32
JEEJRLEA/B 1.02 1.02 1.02 1.02 1.02
JBEJRLEC/B 1.06 1.06 1.06 1.06 1.06
BHL 0.22 0.44 0.38 0.95 0.05
P HE A A [1/min] 20 20 20 20 20
Tr[C] 300 300 300 300 300
te[hr] 3 3 3 3 3
1V[ml/g] 104 77.5 111.5 5.1 10.2
Mn[g/mol] 19 000 25 220 22 890 2455 4837
Mw[g/mol] 104 000 92 200 166 900 4925 9980
Mw/Mn 5.5 3.7 7.3 2.0 2.0

(0068 55 B 20%% 1) BHE H P ) FE T 100s ™ 1 B D%

(0069 S5 HLAT R i AR S R e T B0 S N 20
[0070] i3

(00711 £FHDCDPS 154, 4" ~ k) SR AT S0 S o 23 63 T 445 5.

[0072]

S G 5 12 13 14 15 16 17 18 19
DCDPS (A) [¢] 140.46 | 139.72 | 141.18 | 140.46 | 140.46 | 140.46 | 140.46 | 140.46
oK 1 (B) [g] 89.29 89.71 88.89 89.29 89.29 89.29 89.29 89.29
K2C03[¢g] 70.25 70.58 69.93 70.25 70.25 70.25 70.25 70.25
JEE/REEA/B 1.02 1.01 1.03 1.02 1.02 1.02 1.02 1.02
Tr[C] 300 300 30 300 300 310 290 300/310
te[hr] 3 3 3 2 4 3 3 0.5/2.5
IViml/g] 55.6 61.1 44.1 56.1 36.6 60.3 35.9 62.2
Mn[g/mol] 16 400 | 26 000 | 15 800 | 19 300 | 11 000 | 22 200 | 12 300 | 21 600

11
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Mw[g/mol] 50 300 | 63 600 |39 000 |51 200 | 29500 |62 600 | 30800 |63 000
Mw/Mn 3.1 2.5 2.5 2.7 2.7 2.8 2.5 2.9
(00731 Ffy ik J 25 A Jm A B 1 1) SEEBG BEAT o B SR TE BE N B 2058, BT DI RO

100s™ 1, B ~0. 22,

(00741 thy XL 5 28] [i] 5 b J5€ it 57 J5e I I 1) 485 0 v o A1 o e 11 £ B e ] AL 5 B0 i
I TR AR A AL A S NI TR o 28 2 = /NS

[0075] St fsi4

[0076] D 1 FRVFAEIR & 12 G HUAET LI A8 F 2 18] BEAT LU 35, A3 PSR AT 42 & HL (LTST
TCP) , FHA 3. 211 2 B AR AR A T Bk B4 (1) 1B 00 A 406« B R A ) FH B 9 i 6 BE 7R %6

PRAE RS N5 B0 205 , B 0. 22, HBTU)IH 2305 o bL S 308 FH AT 465 IR Bifr)
S U6 = T AL B T TR B LA Fo VR S BLIN 8] 22 3073 Bl PRLMEAE X A 2 56 o e S i

]G —BR B 3070 Bl T RABEHE 14551

[0077] %4

[0078]

SIS T 20 c20

DCDPS (A) [g] 127.41 127.41

DHDPS (B) [g] 108.87 108.87

JEE /KL A/B 1.02 1.02

Tr[C] 300 300

te[hr] 0.5 0.5

IV[ml/g] 15.1 5.6

Mn[g/mol] 7350 2500

Mw[g/mol] 14 800 5600

Mw/Mn 2.0 2.2

[0079] M W] ANZSE R B BE B IR SR S HLEAE AR 7 7 20 538 5 5 S 10 7= 4
M A B K A B, B AL B e o DR AR B AR AR R A R
HHERANEAARIT .

[0080] Syt fil5

[0081]  HE{ADCDPS.DHDPSFHK2C03 LA 2545 iE i BE /R 2H B AE B 1 7= Pk 2 HA 1) 2 B Ph TR

A IR AN E BT BB (FE R Va2 2% (EAREERD BT HE
THE R S R B A2 2K (throughput rate) 4 AT H 1% 28 3R 22084 o, 3
MR S MR HE N AP o A H RS SRR, DU S S A4S DA AT sRAFAE  AEFE A HL
Hh S SN IDCDPS FIDHDPS I T 46 -5 15 R B s o o TEIX AN S S, TE R A0 BA K Bl =400
H20 CO2MIKCL o 44 A 4 73 HaOFICO B S (RS0 FFidad JE AV 18 B ROV = . — 353 B
PRDCDPS T RS AH ELAB A HE H 5 (538 3[R0 v B sl A A VA Bk 47 3R ] B i =2

[0082]  Frid jse 3 4 iok e P - ATLTR B I 7 il ) 7 1) AR S iE i R A LN &£ TR & o 7
FEAHLE H O ERMEFR , H A & B KCL R A WEk G2 W2 S HLAHEH o 75 ELRHEZ
FEI T U AT ATE HhC B AR IE (melt pump) , AT HFEATHEH O &, H AT 7E 3L Bidvinge k)
IERALEK T IERIAL .

12
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[0083]

[0084]

[0085]

Bk R (MAmin” V) 3 BT AR B9 D (Bhs i)

S

15
30
50

*5

-7.4
-22.2
-44.2
'74 o
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