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(57) Abstract: Disclosed is a method for synthesizing a fibre-grade polyphenylene sulphide resin, comprising synthesizing via a
polycondensation reaction by using a sodium hydrosulphide solution and p-dichlorobenzene as raw materials, N-methyl-2-
pyrrolidone as a solvent, and a C5-C6 fatty acid salt formed by dehydration of a C5-C6 fatty acid and sodium hydroxide as an auxili-
ary for the polycondensation reaction. The reaction liquid is subjected to acidification and washing to obtain a white polyphenylene
sulphide resin, the melt flow rate of the product is less than 125 g/10 min, the weight-average molecular weight measured by GPC is
greater than 4.2 x 10%, and the whiteness is higher than 90, meeting the requirements of the fibre-grade polyphenylene sulphide res-
in. In the method of the present invention, the C5-C6 fatty acid salt used has good solubility in NMP and can better promote the
polycondensation reaction, all of it enters a filtrate after reaction and filtration, and it is again converted into a free fatty acid through
acidification with hydrochloric acid; and the C5-C6 fatty acid can co-boil with water, has low solubility in water, and can be re -
covered from the filtrate by the method of co-boiling with water, thereby avoiding the problem that both the auxiliary and sodium
chloride are dissolved in water and cannot be separated and recovered.

67) B ARYVATF T — Tl e O KRB IR & RO7 1%, R AR Bl 5 o0 — R 95k, N- 2.
2-MEME e B DR, Cs~Ce JEITIR 5 E AN — - B K TR C5~C6 IR TR EL 4 58 R N 77, 84 B R i
e RMRAERM . VRS2 A BRRMBER R, ™ RIS RRAIE RN T 125¢/10min, GPCIEHIY /) T &
AT 42x10° AT 90, R EF R FRRTRBE IR 225K . AR BATNE R R C5~Co6 iR TR EE7E NMP A %
FRELLT, RERAF MR A R IR N, RN TR R A HE AR T, L2 ERIR IR AL EERT B9 B IR IR C5~Ce Nl
TR RE 5 KRR AL, HAEK PR/, W LUEN 5K R 753 C5~Co IRITRR BT [BIfic i >k, AT
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W i +

—AF & 4 BB R ARBEA NG bG A R ik

FARAT R,
KK R BA IR RERAT IR 04 ik, U E P BB SRR 4R sk R M 0 4 F 3 F) A AR
4 ¢ BRIE R ARER AT RE 64 5 vk .

HRREAK

RRBEE, X4 RIEKREAE (EL 4 Polyphenylene Sulfide: %% PPS),
K RIRG BR T AR MR A AR R a-F ZA R4, HaTaMXA:

1O-1

R BB A —FPELA K B AL A 44T TAZ R, R R REKELES(PC). SREE(PET).
R T E(POM). RA(PA). RFAB(PPO)Z/E 85 -~ KB A LAY, LEANKXFHAHM
Mz—., RERAEETERRTHERIRLLEFA T EH, BT 4T HEAL
Qb AR, B SR, RS, FEEK. IKEEE. SRR, RAFAGEIEA
Fafi {2 B AR, RIS R T B A, L E 2R T

O &R PPS BA R F o ekt 4t, Hik b 42iE 280C, #ATFRAARL 260C,
£2 5T AT 260°C , 51T 4 200°C F KA A . 24 sk Otk 64 S, RE B IRE T34 350°C
vA Lk, R B ATERIRE R H G RBM TR —,

Ot M4k PPS #R R4 B X — AL B ARMAF, HALRAEA MR T
R A LH (PTFE). PPS *T K % 8. 5. 9. 8. BARHR. FH5BR. 2RB%
Fex, BATMARZIATAE 200C oA T HMRFABLOGEA], T RME. A 3 K 693K
FOMMER; f£250C L BAUR TR, BRRMA L By,

@uFMELE: PPS 69 RBa+ R, S TZBHAL, LAH8F 5
B HAL A EYMARR OB, HFAERKRGME, RERRENEH N TILARKR,; PPS
Ay IRAT, THREMEBARE,. PPS BA TR REALLHH. AAZTERHEEN
30%4£ % .
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@ LKA PPS W9 R F5400h 46 ~ 53, AXIB LRMOE, ERAEE, EE KA
M, KMEBRTRLRESM, RFFmLRA I T 53] UL-94V-0 & IR EATE,
4o R YL AT NG Fask 4F IR F A, T RIGILE PPS a9 ff BB ik,

Odn THEEAF: PPS TTARAEM . R, Fihdkh T, RAKSE L EBIK
BEHEO, BB, E4SESRSEGTET RHEH,

B T RRAEB RS a9 BMAE, MBS AAUAH. BEgLFREARSE 1k
S TAA A EMET, Bm T8RRI IRE AR AGSS T4, REet+aT
Z, TRATETERE. HEME. FUR. AE. FARE. BRAK. T L5,
8. MR KR FFTL,

L ARRE &G PPS &7 kA S A1, 12 AR Tk ibag i RA —FF, B4R A AL
Fa % AR FARA B T4 BRA LA MR PPS. AL %A B A, A
LakIRE T RABALE., RABLAN, LRELHRASLMER—F, REH—
& RBAANBAAAC R AR R B . LA B £ PPS 894 =) Kbt
RAMKAE T AXE. BAFFE,

% B 49 3 A-Z- A7 4 8] (Phillips Petroleum Company ) T =42 55 L+ F A7
& PPS 8 T oAb A4S T ik, %8 8] £ £ 4] USP3,354,129 F % —R 4% i AR A Fasd
ZRRA BA, N-F IR 2-eB B Y IE 7], BB KRR KRN AT I A KT
275°C 44 PPS A8, 7T 1971 4 K 5280 PPS ¥ Tk Ak A 7, 2 * %0l % & 4 “Ryton”
BHRTH., BTRHANEREIF. TEHERE. SRR ERE. FELE, AL
A EERMA R PPS B k5 R T AMNEREN, EUQGARF EMETILF
USP3,487,454 . USP5,393,865 . USP3,867,356 . USP4,038,260 . USP4,024,118 .
USP4,038,263. ZF 4, MiZH kA =6 > s T BRI (E¥H 40T EKT 2.0x 10%),
Bl dduok bk ded £, Hd TAMEGAL, FRagdtiiit, @ BorkfoR A i
£. ABEARPIR RS B e TE K, /A& PPS &9 L b = KA T AA 7 ik
RGN T 2 —AFZRARS T £ 69 PPS NG FAT R R ZIRA 2, PARIFIK
JE R B PPS ARG, 5 —HF RAER TR TNV FH ZRE PR (—EKA Z T4
VA L& % AT ), MRIF4EAE PPS Atle, (2B AL IR AT B 69 IS R
Hegh e, N ZE AR L6 5 BRSFIR TR 6 54T F PPS IS LT S L tba £ .

21985 FZ AT, b T LB EF Ry, HR LR A EFEL B MW E 4T PPS
BIR69A =, 1985 F2 ), HALNE OFsbE A FREE AT PPS M5, HiBHA
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PPS # g A = AR AL T AR R 3015

A RRTMMRNGHAS TR E G R L LRI T REFRL AT IHTRED L
FA) (4o4FF 2001-261832. 4F7F 2002-265604. 4% 7F 2004-99684. 4% A 2005-54169.
$7F 2006-182993. 4% 7F 2007-9128. 4% 2009-37414. 457F 2010-53335 5 ). £ EH %
F) (USP4,286,018 ). EFR4 4] (W02006-059509 ) #= ¥ E £ 5] (CN200480015430.5 ).
T H PP, At B AR FHRES . Bk, B Fads BB B 97 KA B &
HATT #mth AR, HF $ RARFHRNEHB T A 143 85 A 1,2,4-Z 5K, #k
PERT A B KIRACEN, FHET A N-FR2-08 0087 (NMP ), 4R R A B F 87 &
BEBAAN, T3] 69 5 AP 8t TZ 30847 T mdbid, A 428 % A 100~230C
BRI B R AR Bk, $ KT RS S Fa s & R LR RA K, S
FE 200~290°C 49 % E LB A BATH A B AL R 4] PPS MR, A TR LHREGAN
PPS, & &4 S ANMBEATH A, PiFFE|e) PPS MIBESF A, AiZnd %
Fld, R RLE R BT 3 BB AN & 4 B SCEDCR) R FV R,

B R Z PME TR KA R 4849 PPS MBS R T E 2 ¥i5 T KFe9 B A
FF) (4od¥IF0B 62-187731. 4FIFE8 62-253626. I8 62-285922. 4513 63-39926.
HIFF 6-145355. 45 7F-F 8-183858. 4 2000-191785. #F7F 2004-244619. 47
2004-51732), *+F % QARG . B . R Fals RA S SHF Fr A ek 5 8
AFRTARARAL RN, 45 RF L TAZEF R BB 807 ik AR AF46F K 49 PPS
BERE ., ARIET F, ATE YRR NBEARAGE R H], B4 R B &8
H,0/S BERELE & KT 1.0, £4 RE MG B F FANRAEL HO/S B AR ik 3] 2.5~3.0,
RRAE R RN RWGERE, Amsf AR ERE ZGHZR. A d AFRATiFYE
F) CN88108247.3 F #.4% 5| T 4y PPS WIS A M LT, ARGRAT megras, £
wNE B ik E AR, A KFETA P BRATH RS GRE,

B AR FHR AR AT 89 B R EF] (et -5 5222196, 46T 6-157756.
HFF 7-102065. 45 -F 7-224165. #5FF 7-292107) F, FiaE @4 RAN LA
KK B R TR, ATREGTE0 PPSHIE, BT Ainss A BHA) Fo Z 2
R, EAERKEQAANI AL AL E, ARV RS R,

BB ARG ARELENE] $iFag 8 AEF] (44T 5-78487. 45 -F 5-78488) F,
Pk B BRI Y NS EREAIITEE RS G5 TF PPS. A AT
R REF) (FFIP 343692, AP 5-140328) F, 2 ILdisbA R4 PPS HE it
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ATES IR, ABRIERARZ R E (MFR), 33 PPS UMM L,

ERE A EAZENS PFEE S A (USP4490,522 . USP4,507,468 .
USP5,169,892) %, #%& 7 £M LEASBEEALSM PPS Mgk, ALB¥
#] (USP6,369,191. USP6,600,009 ) *F .42 th /£ 4% 8 SR AR IR M- L 69 )5 Bxd RRL TR
AR A RS EE RNBANL A A EBE L ERN GRS ERERRALRE, KR
E—RIRE, IABEER. FER. WER. R B, R, BLBA SN T AT ER AL 22,
KARFF 349 PPS M IR 694 abiBE KT 220°C, @A/ 50~65 20, #54 & 5353 240
Ao

HARZEAA ™ PPS G ey HE 5, S0 8) s R ARG A T L34
T RAEIHRA, BadiE ] Fe gl A 60 AT AR Y,

F B F 20 #4270 SR I 463 PPS B8 09 6 R G B R SATATA, XRG4~
- b b T — b B £ F] ( CN85102554A . CN85109096A . CN00116141.5 .
CN00120629.X. CN02113673.4. CN200510022437.6 % ). BB A £&ZPPS 45 K
AR PO FRAE] . AT AL T DA RN F. F 8 PPS A M K KM 5
teAhFast ZER AR, SRIL SR BN TR, ARG T BHE, ALK
WA, e ERERAIE T IRANT KE8FmAl,

FFF (AL, 322),36-40) vARAAZ AL RE R HF), 4% RR ML KRG
QR A G RATE BB, TR R RRZIDRE RIS BT K, RERETE,
R A AN, FAMERALBENT—# PPS 896 k. A EAr kAR & %
SRILELRIME, [BAMAZAE NMP FIEmE i, Bk, HEANIEEEZRAEY
wA ).

SRBAAN R T R L, E A T DA A S AR R, s
A& 5T & PPS MR MH KA. AR A AN AR KR E T B MR KRR A, EfhiE
FAEF R HWEN, BmEdasitE. Ak, & PPSHIEAE =) KA MAMNA R
FHEG U R B L L 0BAT T A,

B AFRTAXARE T FEF AT 2010-70702 F, HREML T ZHFK. &
FAusFe NMP A5, HEmARTE RALLERKSTE PPS. ¥REZHHB
ERR|EH ST ELHA 1.2 10" 60 PPS (&4, % PPS RR4 5V F I BANA.
AB8MA . AR o NMP FARA G ASmBRTHRAL, B BEFREY
ST 84 2.5% 10" 45 PPS &b, {2355 A RIKR M ICRIRIK, A8 AT E &
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#Ho49 £ A ( CN200310123491.0 . CN200580039249.2 .  CN200780017569.7 .
CN200780102158.8) ¥, 32 T R AL A AL, BEBLANA B, NMP AEA],
BREBIKE, Ao ZEOREAT B W Ys AL A A%, PPS ARG 69 7 ik

FEHAXALE TR A FIFe F A5 TT 2004-244619 F . HEAMLME
NMP &4 /& BB, BT ZR8 KA B4 RRFL, f08F R3] 180°CHY & An
A ANA R TE R R AR R 6 pHAR, sk4 AR £ 230°C, #MARS (H0/8 Ktk
BERTF20 ), RAFERE20CHAERAL R, REFHZEAEFE PPSHHE.
WA £ E 9 F 455 F) (CN200380107629.6) F, iR T KA ALAMAA A 7
NMP A7, #ATHEERK, Bt ZEZOREAT S MG RE L BRBE RS,
BOR RARATIEE, B2 AEAE. Kk, BREFLE, BKEERTHI KR
JEAHM 20K PPS A 05 .

B ERABENAN A RA SR TE F, SRS LHM T L RN, REIE
THREAA S KB R L TAE, M B TREMTE T AR £, R K
FRAMANRALIE T/ 1.0~3.5 mol%Z ], X4 F 4T F PPS 695 AL Rk H A,

1991 4, Darryl R. Fahey #= Carlton E. Ash (Darry R. Fahey, Carlton E. Ash.
Mechanism of Poly(p-phenylene sulfide) Growth from p-Dichlorobenzene and Sodium
Sulfide. Macromolecules, 1991, 24, 4242-4249 )st4- /K ERAL44 5 NMP AR id A2+ £ 4
W B SR BATT RAR ., R ANEE, KA ZHEF A L2052 T
b NagS - NMP - HyO, {2FF R A B 1B it kb SR A7 30 . FoR A GG T E 2 4-F B4
-TE: 44 ( Sodium4-(N-Methylamino)-Butanoate, 4% SMAB) 5Z2 04658444,
27 SMAB-NaHS @447, £—Z % /E 8 NMP F, SMAB-NaHS A4 VAR 64 7
f#, (2H K6 NaoS F= NaHS XA, 236 v id i SMAB #o NaHS #4-An
#IEAF, KA NaHS. NaOH F= NMP %Ak 3545, 7 BiZ it NaOH #= NMP %4
Ao b AT AR B 69 R LA 2] SMAB.

b EATiR, BAMESG LGS T EPPS A, —REE Mg RR RN,
SCARIRIE PR 69 45 BB Bh A A BEER AN . BALAL, b TR BT EIATE NMP P
BB, ER RGN BRTEARE, XIS ERARIAZRELSE
BEL 8] = 4 EAAN S B MIEMAE NMP ¥ ¢ BB ARXEAEN LT XA L, £ NMP
FABEPGT AR BRI, Bk, 155069 45 RRL Bh 7| BE BR Al Fe SALAEXE L BHILH] A .



WO 2014/101564 PCT/CN2013/086096

A B
BT AE L ARIRE T A B IR, AR R T —F o S SRR IS 4 &

Rk, AP TEBE, %RA KA T EICA A .

—H 4 Y R IRORBLER A NG 69 & 7 i, RABRAAL AR (AT B AR NaHS ik )
Lt — 2K (WL F B AR PDCB) A R4, N-FR-2-0ke8 428 (2L F B4R NMP) A,
Ph C5~C6 IR BR 3 A% RENF, BHRREAH K. AT HLT:

(1) £RFEEF AN NMP. 40~50%NaOH KigikA= C5~C6 IERTER, itk A=
RAMES T vA 1.0~2.0C/min 49 & HR £ 90~120°C, 4B 1~3 I iF, Ll 1.0~2.0C
/min &3k AR E 180~200CHATHK, BLKHE, BEZE 110~130T;

(2) EFE (1) & KRB RKEF A NaHS /R &R F NMP, i G AR
T, vA 0.7~1.5C/min &k B AR E 180~200 CHATHK, HEKREZ NKEE )T
1.0mol/mol &%, HH4% £ 140~160C;

(3) AFH&E (2) 4 REHRELET N PDCB F= NMP, 1.0~1.5 ot HARE
220~240°C, #RIE 1~3 B, F¥L 1.0~1.5C/min &9k EHIRE £ 260~280C, RiE 1~3
DB, ARIBEE, A 0.5~1 DB AFEE £ 130~150C, 453 PPS LA,

(4) ¥, (3) 4 REPPS RERBATH Sk, RFE, AHEMFRE
49 130~150 CNMP . AT, B 5RERGF/ME o) Bk, BT, ResHt
KK,

(5) HH3k (4) 1F2)0EHM 70~100C k8 FRBFT S Rk, LERE TS
¥, VRGP B E] ARSI,

(6) FHFIk (4) FRRRIH RS, EEA S RKBOHBEE Y £l R
B C5~C6 B FER, RJe BAEIIRKS, REBAEARMEPIEN NMP, &
AT E T R,

Frag 3R (1) Py C5~C6 FEMBRAMAE A B, KB, F/RER. 2-TARTERAL
1E7 Huth) 49 R4

B B (1) P AFEA 89 B# L 1.0mol NaHS A&, C5~C6 FEIFEL 69 % F &
# 0.1~0.5mol, NMP A& # 2.8~3.2mol, NaOH A& # 1.1~1.5mol.

Bk F 8 (2) AR 69 8L 1.0mol NaHS A £, #AuA NaHS #2 NMP &,
% % NMP 4 3.2~3.6mol.

Bk 3% (3) P HTAE M 69 8L 1.0mol NaHS 4 X%, AuA PDCB #= NMP /&,

Sy
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PDCB #5% 4 0.99~1.02mol, 4k 2 ¥ NMP # 4.3~4 7mol.

i 8 (4) FogshmokmdZel 10mol ZRBAALE, RATH
1.2~1.3mol,

AL RS AR C5~C6 MBI BA 5 B A4 —R IR BT AR 6s C5~C6 fE
TR & A YA R L Bh 7], C5~C6 IERFER # /2 NMP o /2% B bb S0 AR 5 TUALER 2 A Bl
BRANSAS IR T BA 3L B 4T, R Mt EAF R B RE N, AR TRE, C5~C6 I8
BRE AT AEMA NMP ¥, LRESHANKRT, ZHBBICENAAHBIEH
B, ded 1 B, AL AR 65 C5~C6 JE i BR¥ 8e 5k R b, ALK ki
Ay, B e B it G kb e ik de C5~C6 JE I BAA R R T I &, Mm% T 3
A 5 FACHAARE T 7K i ko B wl e B #L.

# 1
oty A 5K by 2
AR &/ C 20 RS Y%
B R A Ak
T 0.97 99.8 7.9
R 2.4 99.6 12.1
S RER 4.1 99.5 18.4
2-ZATR 0.22 99.7 10.2

AL AR IRAR: REHRA C5~C6 F8IrER s R A —ABLABT PTH A 89
C5~C6 Ji§ FBA . A 4 &~ B L 8h 7], ARREMLAA R B3t 508 A Bt N-F3k-2-wek
YCEA AR, B RRAM S RAFE| —A A 4R PPS MBE, AR AHRF DT 125
g/10min, GPC MEEHH»FEKRT 42x10°, GAEFHTF 90, # LA LA RARKN
FEE

A8%T PPS WG4 IUA H AW B GEAE, AL WG ME Hir, BAlfn
AEMES, AATERE " mA, BRY “ZR” #EEF,

T 4 A R ABIT R R A6 T EARR —F 4 iFiR,
EH 1:

PCT/CN2013/086096
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2 100L B £ R, An A N-F 25-2-sbe& B B (VA F 8] 4R NMP )29.74Kg( 300.0mol ),
40% A FA4h 13.0Kg (130.0mol) F= T2 3.485Kg (30.0mol), £ 300rpm 493k &
FaRAMRY F, L 2.0C/min 4925, AIRE 120C, IR 1 )ad; RIRHE, 2L 20T
/min 493k F AR E 200C, BLkk 8.74Kg Kk (47KE 97.88% ), AR E 130°C.
AN 40%FRAA AN 14.02Kg (100.0mol), NMP 4.09Kg (41.3mol), AHREHEHEERE T,
vA 1.5°C/min ¥ E R E 200°C, PLRR 9.71Kg 7Kixk (A 7KE 86.59% ), Bk,
MR % 160°C. Juht, 4K&FHAEH 99.0mol, 47KEH 87.8mol.

B R E P I AT ZRIR( LT 8 47 PDCB )14.55Kg( 99.0mol ), NMP 10.38Kg

(104.8mol), A 1 DB AL EAIRE 220C, K& 3 &, B4 1.0C/min 69
AR E 260C, FRIR 3 e RIBE, A 05 e ALNEREZE 150C, EE R
ook, AT, JEBHA 23.6 Kg 69 150CNMP #ak. AT, B 23.6 Kg 4 5.6%%%
BiRR (423 36.0mol) . AT, A5FE%E, €54 927Kg.

¥ B 05 4 R AUR 50 Kg 100°C 2 & Fokseik, ik 8 K, #mlkd &
BT A4F Lo, FikawRnT e85 8 &R FMmBAIE 102Ke, /= s mlid
iR Ehik F (AT M4k MFR) % 110 ¢/10min, GPC MZ EF3445FEAH 4.65%10", &
J& (LAB WiX&E R T 85 L1E) 4 92.3,

¥ BT RBRAMANI|EA SKE. EERA 1501 M EE T, FRIEE
99.0~99. 8 C &M T ohARi8 4% th OBK 3.42 Kg, ARG FHBHIKRK 202 Kg, RE R
JEAAEEL NMP A5 %) 64.8 Kg, AR ETE BRI,

LM 2:

F2 100L B E R, An A N-F 25-2-stbe& b2 AR ( 24 F 8] 4R NMP )29.74Kg( 300.0mol ),
45% 28 4h 11.56Kg (130.0mol ) #F= 2-Z 3 T # 3.485Kg (30.0mol ), /£ 100rpm #435t
ik F A QAR T, ¥4 1.0C/min 693k &, AR E 90°C, #RIE 3 /DA, RIBE, 0L
1.0°C/min #ik A% £ 180°C, BLM 7.12Kg KiEB&(47KE 97.23% ). HER £ 110C.
AN 40%ERA AL AN 14.02Kg (100.0mol), NMP 4.09Kg (41.3mol), AHREHE+HEERE T,
74 0.7C/min #9ik E AR E 180°C. BLFR 9.58Kg /Rim&R (47KE 87.81%), BLKE,
MR % 140°C. bR, 4K& FHAEIEH 99.1mol, 47KF A 98.8mol.

Fe b R EF m At 83K oA F 4k PDCB )14.63Kg( 99.5mol ), NMP 10.28Kg
(103.8mol ), A 1.5 /N0 £ E AR E 240°C, #4381 E; Fel 1.5°C/min 4538 %
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AR E 280C, Rik 1 hEd; RiBE, A1 AEHERRE 130C. FEADHB
ik, AT, JESEA 24.1Kg 49 130CNMP #hik. BT, H A 24.1 Kg 89 5.4% 38
R (48 36.0mol) #hsk. BT, AR, TFH 93.3Kg.

Wb iR BR )5 4 B KR 50 Kg 70°C 4 B -Fokvkik. ik 9k, Bl &
BT A2, HihEERIERTERE G ERFMBAIE 102Kg, 7~ o iR
WA B E (VAT H4k MFR) # 103 g/10min. GPC M E340-F &4 476 % 10°, &
J& (LAB K2R F 85 L1E) 4 911,

¥ LR A FRARMANZIEA KB BERA 1500 WHBEE Y, THIUEA
99.0~99.7 C &M T ibdi8 4B o 2-T R T 3.41 Kg, REBAMBLRK 21.3 Kg,
B BJE A EDE NMP 757 65.8Kg, RAGHRE T # A2,

L4 3

A2 100L B £ R, An A N-TF 2k-2-sb o4 B2 AR ( DA F 8] 4k NMP )27.76Kg( 280.0mol ),
40% £ 84 4h 11.0Kg (110.0mol) #=%B% 1.021Kg ( 10.0mol), & 200rpm &43t3Ek &
Fa R AR T, ¥4 1.5C/min #9385, AR E 100T, 452 2 0 RIBE, 2L 15T
/min 493k E AR E 190C, BLM 7.03Kg Rk (2RE 97.52%), HHEEE 10T,
AN 30%EREAL4M 18.69Kg (100.0mol), NMP 5.69Kg ( 57.5mol), AARHHFEE T,
YA 1.5°C/min #9ik EFHB E 190°C, BLER 14.88Kg 7Kk (47K F 87.95% ), MK
&% 2 150°C. stid, KZE FHEZEH 99.0mol, & 7KZH 96.3mol.

ELERERFZEP AT ZZR (AT AR PDCB) 1484 Kg (101.0mol); NMP
10.78Kg (108.9mol), A 1.2 8F A& BT A% £ 250°C, & 2 J 8 A2 1.0C/min
Y EARE 270C, R 20ET; RIRE, A 07D AANRERE 140C. $F
RaArE cidik. AT, JEHA 23.9Kg 47 130'CNMP #ak. AT, BA 239 Kg 49
2.0% B AR (4388 13.0mol) #hik. AT, A5FEKR, TFH 929Kg.

¥ EiR B eJE 69 IR FAE AR 50 Kg 80°C & Tk sk, ok 9k, #ARlK¥ £
BTAE b, Wkike R T B 53] 8 & R BmBATIE 10.3Kg, /= sk
AR E (LT A4 MFR) # 123 g/10min, GPC ME EH4-FFH 421 x10*, &
JE (LAB MiX£E R F 45 LAL) 4 93.2

¥ LA SR BANIEA SR E. EXBRA 1500 9FBEE T, THME
99.0~99.6°C &4+ F 234548 5 & b N8 0.98 Kg, RS AAMBLIKRK 21.1 Kg, &E’K
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JEAABE I NMP 7] 66.7Kg, AA8HEE Tl 5 se,

R 4

2 100L B &R, Ae A N-F 25 -2-sb o5 B AR ( U4 F 8 47 NMP )31.92Kg( 320.0mol ),
50% A 84 12.0Kg (150.0mol) F=3 /% FL 5.105Kg (50.0mol), 7 200rpm &9 4it+Eik
A RARY T, A 1.5C/min 6912 2, B ZE 100°C, #RIE 2 A5 FRIBE, 2L 1.5C
/min 493k E IR E 190C, BLF 7.20Kg Rk (4KE 97.82%), HHEEZE 10T,
AN 50%ERE A4S 11.22Kg (100.0mol), NMP 3.17Kg (32.0mol), #8R4t4kik & T,
Ph 1.5°C/min #9ik E AR E 190°C, BLRR 6.24Kg Kiwik (47KE 89.87% ), MLk,
R £ 150°C, Sebd, 4RAFHLE9EH 99.2mol, 47KE#H 92.2mol.

LR R AT A Z 8K (SLF B4R PDCB) 147.0 Kg (100.0mol), NMP
10.80Kg ( 110.0mol), A 12 i £ A& AR £ 250C, RiE 2 8 F2h 1.0TC/min
a9 AR E 270°C, KRR 2DE; REE, A 07 DNALENABEEREE 140C, ¥E
Mokt Bocidik. AT, EHA 23.1Kg 47 130'CNMP #ak. AT, BA 23.1 Kg &9
0.5%2h Bk (4388 60.0mol) #ik. AT, &FEE, £F4 100.2Kg,

¥ B B veE a7 IR R AR S0 Kg 80°C 2 B F /R sk, Zhueidk 10 5, #mlKF 4
BT AaE oo, BidEaRuET e g & RFABMANE 10.1Kg, = iRk
AR FE (VAT H4# MFR) 4 98 g/10min, GPC ME €3 HFE4H 485x10°, &
& (LAB #iX#E R a5 L14) 4 90.1.

B LR S IFRBMANBEA KE . ERFRA 1501 kB EE T, THRER
99.0~99.5C &4+ F #5480 & b 7 KB 4.95 Kg, RS EPLRK 192 Ke, &/E
BUE AABE NMP 7] 71.7Kg, RAG5EETE LA,

FH) 5:
MR 3.485 Kg B UK OB a6 ) 1 44 BRSNS, HARAtE AR R L4 1.
133G & B FHBAE 102Kg, & mRREAAFEE (AT H4 MFR)
2 108g/10min, GPC ME EHH5FEH 4.69x10°, G (LAB RRL R T4 L4E)
4 92.2,

EHH) 6:
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BeF 3.485 Kg BIIK 2- 2 TEAARAR L4600 2 84 2- LA T sk, A BiF 4R %
3] 2.

B G BB EBBAIE 102Kg, &SRR ASRE (LT E4F MFR)

25 105 g/10min. GPC M7 &3 5-F &4 4.73 < 10", A (LABRRLER ¥4 L1E)

% 91.3.

RH) 7
M 1.021 Kg B HUR B 264 3 89 MBS, HA3AE AR 264 3.
RE1FE) G &R FHEMPE 103Kg, & EHNRBEAASHEE (AT H#H MFR)
b 121 g/10min, GPC MF E3)H0-F&H 427 10", @& (LAB MR R ¥4y L{4)
H 92.7.

E5) 8
KA 5105 Kg BB RERARAE Z465) 4 697 %840, L RBAEIARR £kb) 4.
WG ARG EFORAREATIE 10.1Kg, & suRliRkiiisiiz® (AT H4R MFR)
2 96 g/10min, GPC MEEHHFEH 496x10°, A (LAB RRLER P L4E)
2 90.3,

FH#4] 9

A 1001 B & H, An N-F 2-2-#t28 5, B (24 F 4 4R NMP )29.74Kg( 300.0mol ),
40% A 84 13.0Kg (130.0mol) F=TEL 2.323Kg (20.0mol). 2-Z AT 1.162 Kg
(10.0mol ), £ 300rpm &y $it#Fik & Fe RAMRA T, vA 2.0C/min 6938 &, AR £ 120C,
IR 1B AREE, 2L 2.0C/min 692 AR E 200C, PLH 8.59Kg AKiEk (47K
F 97.38% ), HHERZE 130C. A 40%ERAAL4H 14.02Kg (100.0mol), NMP 4.11Kg
(41.5mol), ABRIEHZE A T, 24 1.5°C/min #9i2Z SR E 200C, BLR 9.74Kg K
& (AKE 86.33%), BLAKE, BIRE 160°C, subt, KA FHL4EH 99.0mol, 47K
¥ # 88.7mol.

bR R m AT B R 2L F 8 A% PDCB )14.55Kg( 99.0mol ), NMP 10.40Kg
(105.1mol), A 1 JEFAFWTEFAIEE 220C, 1RiE 3 B F2h 1.0°C/min 49 &
AR E 2600C, Rk 3NE; RIBE, B O0S DAL ERRE 150C, ¥ ERNHH
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Bk, AT, EHA 23.5Kg 49 1S0CNMP #kit. AT, B 23.65Kg 49 5.6%%
BRuik (488 36.0mol) ik, AT, &FE%R, %4 92.5Kg.

¥ B2 BB E 69 IR AR 50 Kg 100°C 4 B TRk, ik 8 4, Al d &
BT AF AWK, HRAERRTERR G R ARG 102Kg, 7 il R
AR FE (VAT H4k MFR) 3 109 g/10min, GPC MEZ FH45-FFH 4.69x10°, &
J& (LAB R R+ ag L1A) 4 92.2,

B LR S ERMAFIEA NRE. EERA 150L WHEBEE P, FHERE
99.0~99.8 C &M+ F #4548 4 % 1t 82 2.13 Kg. 2-ZATH# 1.12 Kg, KRG A
MUK 20.3 Kg, 5 R/E ARG EC NMP 5] 64.6 Kg, #A85E TR TR,

4] 10

72 100L R FEZE K, An A N-F 2-2-289% 87 ( A F 15 #& NMP )31.92Kg( 320.0mol ),
50% A8k 44 12.0Kg( 150.0mol )F=-f KB 2.553Kg( 25.0mol ). %84 2.553Kg( 25.0mol ),
F£ 200rpm 9t AEiR B A RAMRY T, ¥4 1.5C/min 492 &, AiBE 100C, iR 24
Aty ARIBEE, VL 1.5°C/min 49k B AR E 190°C, BLR 7.23Kg KR &R (47K% 97.28% ),
FHEERZE 110C. I 50%FAAL4 11.22Kg (100.0mol), NMP 3.18Kg (32.1mol),
MEHIE AT, 24 1.5C/min 92 EAARE 190C, BLlk 6.30Kg Kk (4RE
B8.98% ), BL/KE:, MR E 150°C, Suhf, K2 FHE9Z 2 99.2mol, 47KE 4 92.6mol.

L RR R EF AT 8% (XL F 4R PDCB) 147.0 Kg (100.0mol). NMP
11.39Kg ( 115.1mol), A 12 it A A& B EHR £ 250°C, &R 2 ) 8F; F 24 1.0C/min
49 AR E 270°C, RIR 2 /NET; PRIEE, A 07 D ALENERIREZE 140C, ¥ E
MapH B iR, AT, SR 23.2Kg 49 130CNMP #ik. AT, A 232 Kg 49
9.45% %k BR & (4 ER 60.0mol) k. AF, 4%, €54 101.1Kg,

¥ B B S 49 IR AR 50 Kg 80C £ & Foksik, shutik 10 4, #alkd &
BT AE Ak, FoiEEGIEMETERR G &R FABMAIE 10.1Kg, & SHmliRiE
AR FE (VAT #4 MFR) % 97 ¢/10min, GPC M E3H-FEH 488x10°, &
& (LAB X2 F &9 L1E) % 903,

¥ BB SFIRARMAFNEA KB ERRA 1501 B EEY, THRMEE
99.0~99.5°C &4 F 448 4 & ok F /R L 2.46Kg (25.0mol). /XA 2.48Kg, #A/EFHHE
MEBLIRIK 19.4 Kg, F/s MR RABENIL NMP JA7) 71.5Kg, RABHEBTETIERAIE,
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mOF BORK OB

1. —Fh & 4 R KRB IR 69 T ik, AR IEE T, DARAAZR ST — &
KA A, N-F E-2-wbeb 87 AR H], CS~C6 FEFFBAZE At BN, 2% B A FLA M.

2. AR AR | LT BB RFIABATIE o T &, LHFEAT, AR
C5~C6 JERFBRE H R, RER. J/RBR. 2- A TERRA LA ZE b6 RA M 5 3R AL
=25

3. ARABRFIER 1 R 2 Pk g 4T f R RORABAMINE 096 R %, LA EaET, A
£ 8§ C5~C6 JE T EA 8 % C5~C6 MR BRAN &

4. ARIBAHE R 3 FFL a9 4 S PR R ABM IR 49 B AT ik, LM e T, REY
BwF:

(1) 2B 5+ ImA NMP. 40~50%NaOH K& . C5~C6 Bg Iy L, fEBL3Ed R,
MY T, A 1.0~2.0C/min #9:& E AR E 90~120°C. RiE 1~3 D8, FuL 1.0~2.0C
/min &53& Z A B £ 180~200C#ATHK, BLKHE, BiEZE 110~130T;

(2) 2B (1) £ R 8B F A e A NaHS 7Rz A NMP, A G A4k 4P
T ¥A 0.7~1.5C/min #9% E A B E 180~200CHEATHAK, AEZKRERNKSENT
1.0mol/mol 7%, HI4i% £ 140~160T;

(3) EFB (2) 5 REWMREZET A PDCB 2 NMP, 1.0~1.5 ot AR E
220~240C, &iE 1~3 10, FHrL 1.0~1.5C/min 893k E AR £ 260~280C, fRiE 1~3
B, AREE, £ 0.5~1 T AR E 130~150C; 133 PPS AR

(4) HFHH (3) #REH PPS R RMATH widk. AFE, AEEFERS
47 130~150C NMP k. A-F, B L&A E. BT, BReTFIE;

(5) HFB (4) FR QRS 70~100C £ & -FRAT SR kBE, BTF3R
RABA G

5. ARABAAER 4 R 04 S S B FABRAIR 094 T ik, EEEAET, REY
B (1) o FTAL A 69 B4 A 1.0mol NaHS 27, C5~C6 8k &g % A = 2 0.1~0.5mol,
NMP Hl &4 2.8~3.2mol, NaOH A& # 1.1~1.5mol.

6+ ARAEAP|E R 4 P o 4F e BRFIABS IR 69 BT ik, B EET, RES
B (2) P4 69 B A 1.0mol NaHS 9 30, Ae A NaHS #= NMP &, 1k £ % NMP
# 3.2~3.6mol.
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7. ARIEAHF) R 4 Bk 64 4F 5 R KB NG 895 A ik, e T, RAF
B (3) FEEA 897+, 1.0mol NaHS A 2, A2 X PDCB #= NMP /&, PDCB ¢4 &
# 0.99~1.02mol, 4% ¥ NMP 4 4.3~4.7mol.

8. ARAER A E R 4 FFik 6] 4 e B FHBAIG 69 R F ik, L EET, RAF
R (4) Peg Bk 2L 1.0mol 4 R e A A AME, HERFFH 1.2~13mol.

9. ARABBAFR 4 PRk oG 4 e B FFABANE 095 T ik, B EAT, PRk
FIR (4) FRRBRIMHRS, EEASKREOHBEEI T LB EBHEEH B E
C5~C6 JEFr e, Sh)a FAEMBILIR KA, e IR B A S ] NMP,
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