55 48 4,55 9 1] T & @ B W H Vol.48, No.9

2020 4% 9 H ENGINEERING PLASTICS APPLICATION Sep. 2020 61

doi:10.3969/j.issn.1001-3539.2020.09.011

WLt TE% PTFE K512 2500

MEE, B, FE— , JREF, &EX
(BB BF T BE A A 7, B AR08 B TREARTESebL, )M 510700)

FEE: KA £ 428 F # (DSC) ik, FF R4 A2 F R B R 458 % AR R A 18] Ao Fh iR 3% F 3t v LM (PTFE)
AR AR 69 R mm . DSC AT AW, e 4k iR A AR 3R AT A M K 3 0908 Ak i 48 b th AR IR e B 08 R F A8 kg B 2%
ShERE LR AR A R, RS R AT HR BB N R SR & R IR > TF TR K, SR
Mt s, iRk Fid G, AE ek & B ILE IR R akd B4 B A LI IR AR R O S AR R T, B4
RN F, 2 FBORA L R AR 5T 205 F T, s A T e, SRS IR E ) 370°C.
A3 B 1] 4 20 ~ 140 min. FHiRik & 4 50 ~ 100°C /h B, 3m4H64 25 & B Fo 339 5T 5 A R AR B R SRR | st iE
BRI,

KGR £ TR EAGE; BOR O SRR, S0 E > TF

FES%XS:TQ3254  XEFRIZA: A XE4S:1001-3539(2020)09-0061-06

Effects of Sintering Process on Sintering Degree of PTFE
Ye Sujuan, Guo Yunlong, Li Guoyi, Yuan Jiayu, Huang Xing

(Guangzhou Mechanical Engineering Research Institute Co., Ltd., National Engineering Research Center of Rubber and Plastic Sealing, Guangzhou 510700, China)

Abstract : By means of differential scanning calorimetry (DSC), the effects of different sintering temperature, holding time
and heating rate on the sintering degree of the polytetrafiuoroethylene (PTFE) billets were studied. DSC analysis show that when the
sintering temperature is too lows the melting curve of the surface area of the billet shows a double melting peak at low temperature
and high temperature, and the crystallinity is high at the same time, so it can be considered that the degree of sintering of the billet is
insufficient. When sintering temperature is too high or holding time is too long, the number average molecular weight of the surface
area of the billet is significantly reduced, because the billet is over-sintered. If the heating rate is too high, the melting peak appears at
a high temperature on the melting curve and the crystallinity is high, the degree of sintering inside the billet can be considered insuf-
ficient. Abnormal changes in the crystallinity and number average molecular weight of the billet will appear with too low or too high
degree of sintering, resulting in a decrease in the tensile properties of the billet. When the sintering temperature is 370°C., the holding
time is 20-140 minutes, and the heating rate is 50-100°C / h, the crystallinity and number average molecular weight reduction rate
are kept at a low level. It can be considered that the sintering degree of the billet is ideal.

Keywords : differential scanning calorimetry ; polytetrafiuoroethylene ; sintering degree ; crystallinity ; molecular weight
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. V. F. Sciuti % " BF98 T PTFE JFURHIA HE Y
T A BRI EBE 2 A Je LA RO RIS st 1] F A4 4k e i
TWOWIE 35 9 22 51 . Wang Haifu 25 ® BF 58 7 A [m) b2
25 T LB HI AN PTRE B A MR 2 HEREI 52
Wi AR, XA 7 v LA B b 45 A 2o Ik
Tk m G L, X R IOA 45 A R TN K
Piio UL, SEBUNT PTRE $RAHpe 45 5 AH S F8 A i
A ROEFE 6 Tt A T B 2 i ) BT R AR &
KHEE,

EH MM ZE Rl (DSC) ¥, WF5E AR be
ST AT IR B Al 2 S h 42, R4S i B
oy AR S8 VR i i PTFE BR45 1%
FERIACHE , BFFE PSS TRLEE | DRURLIS [H) I 32 X0 2R
B FEE (R 2
1 SKIGEBSY
1.1 EZRHH

PTFE : CGM-16(F), ‘F-¥J%ifs 25 um,h 2
AL TR BEAT PR A F
1.2 FZEEAME

T R AL PCH-25-PCD A, % 7 3l J& Tk (%
#) ARRAF

BREEI . HMP B T a2 A A BR AN A 5

ZEPR : CAB240 Y, e —HURSERI AR A F

J7 fig ¥ ki 56 HL. BTC-EXOPTIC %, fif
Zwick / Roell /A7 ;

DSC 1% : 204F1 7Y, % [¥] Netzsch 23wl ;

X BHEAT5T (XRD) 1% : DMAX 2200VPC #, H
7K Rigaku 23],

1.3 XAEEH &

TE L < 21°C i < 65% (3R 858 T, R
PTFE J5 K}, 7£ 40 MPa £ /1, F @29 mm [ 45
B TERRY, i ok 35 mm, XU 4% 4 min,
JIAF RN E 1 h 5 & TRE I T hess B2 F A
MERLL 100°C /h iy FAHEE R AR 2 370°C, fRiR
20 min JFREV R H EER. £ LR T4
fitlh b AN AR e — AN G5 DRIF L E T AR
A5 W58 R R Be st T 2% PTFE MORHPE 45 R () 52
i) , BE4t R 4391 & 350,370, 390,410°C , {415 i 1)
43 %11k 20,80,140,200,380 min, Fh i 5 2 45 51
50,100,150,200°C /h.

FH TR Ao ik i 300 , 7F 40 MPa & 1 T, H
@50 mm x 35 mm [ EL VA e Rl Y, e ] i R N
20 mm. SRJIGHEIRS RSB R Y T #1745

45 el e W Bk N T TR AR R T .
1.4 PEEEmR S A4

(1) DSC %3#r .

TER S LL10°C / min Y3 R S IR T
] 390°C, f/E 5 min J&5, LA 10°C /min [ 3 2R A
390 °C %R 2 30°C, 43 B 15 2] PTFE 114 fil A 285 &
k. PTFE ny4him = (1) 1352

X, = AA—ﬁ;x 100% (1)
o X, B ZE SR, % ;
A Hg MR RIS L)/ 5

A Hy——100% %5 i PTFE JE s, 3/ g,
PTFE HYA Hy 4 80 J/g™.
PTFE H9%0/r 7 EARIE= (2) 1145155 @ .

— 10 AH: |51 (2)
M, = 2.1X10 X(4.184)

K MRS 7 1
AH——MFHE5 S,/ 90

(2) P AR

P PEREHE GB /T 1040-2018 i, i Rf J5
2 mm, ik 50 mm/ min.

(3) XRD Z3#f7 .

X SR N Cu K, B2k, 3K 1.5406 nm,
FHGFEFY 10° ~ 70°, HAl# R K 10° / min,

2 HER5VHE
2.1 JRZERJExT PTFE B 4542 % 69 %R

PTFE 8L 7E e 45 I & 350, 370,390,410 °C T
JI A5 5 2 T (X sk (%) DSC e it iy £ 4 i il 2k
W 1 FR AR AT A R TR 1,

& 1a F15% 1 AT, PTFE JEURHI KA Rl IR BE Ky
343.8°C, 45 Fh N 77.56%, ik i T4 I ORI
Al IR R it B 3 5 22 i SR [10] HE A — 3
Ji PR B 4 1 J5 P B 45 R SN ], B R AR R
B RN I R MY, PTFE 43 7-4% 5 R 55 IR
S kL, DRI AR 5 5 o TS Tl 4 A
HIE R, PTFE 4385 SR HEY IR iU i, 30
B RIEE R . BE PTFE MJBURHZS K fl o 45 i
TR, FLAh R 2 T R, S S0 ral I ot = o
ik M,

M Pe gk IR EE Ny 350 C I, 7E M R h £k A
T vy U sl A R U0 0 , R IR A DG N PTFE
JEURIAAJ Rl AR XTI, FERH R T0e 2 1 B A0, 653
WORLR T8 53 be 2t | IR OB R = i 45 f B2 Bl
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SR

350°C
370°C
390°C
410°C

SETE

50 100 150 200 250 300 350
E 7 C
@
SR

350C
370°C

390C
410C

/

]

250 275 300 325 350
R/ C
(b)
a—JamniiZ ; b—25filh2k
B 1 ORFIBeSh IR T Hokl# mi X 4 DSC Kl th 28 fnsh & £k
F 1 AEKRGERETERRERXIE DSC HHER
Rasi T/ AH/ X/ T/ AH/

B M, B
Mg ¢ Qg % C (g /%

JEUEL 3438 62.05 77.56.312.8 23.24 3.02x10°

350 33?;103;21’ 37.13 46.41 313.9 23.93. 2,59 x 10° ' 14.01

kL 370 330.1 279 34.88 313.6724.06 2.52x10° 16.38
390 330.3 28.08 35.10 312.2 2562 1.82x10° 39.53
410 3294 35 4375 307.6 33.66 4.46x10° 8521

VE: T, MR R , T, H SR G SR L M, IR L
PTFE JFURHYE /3T BT T A 2,
BHRAREN LT Reas R I 5, PTFE SR R
TV e T O, 245 A R B I T R (HL AR S T v e
T BB 1A DI 25 A B R k. e
SEVRLEE Jg 370 °C I}, SR 45 b i N 34.88%, Heh iR
JE E T Z 410°CHY, FH4s &R 43.75%, X
Shy Bt 25 e 5 R 1 4 v, R R AT DXt B e
PTFE 4 T4 43 ff IR, 73T TR, 43 F A4
TIR] A B2 G s M gk , 4355 )1 s ke
gh S Ty, S S RO A BIr B B

Hi & 1b FIER 1 ATA, Bt e gl i B 4 v, 45
pita U %) T R 348 R 1 B, 5 e 1) T RS R Rk
% PTFE 4> FEAR, Sk [14-15] 48 1, 75 1R BE 4
A 230°CHT, PTFE LABK AR 03 28 & AE 43 SN, o
Tz TR, BEE R TR, PTFE B EAE
R R B . Be4s il E o 410°C Y, 5 PTFE J5k
AH LG, BRREER T % 43 PRI % = i 85.21%, R W]

M,

U e 1R R o e T O Re A

b T i — A UE B 350 C R IR E R, IR
DSC ¥ il 1 £ 1 2000 475 il 068 2 hy T be 4 R B i
T2 PR 25 S S [RIRHAEAE , 2 B PTRE Jit
B BE 4 IR B Ay 350 °C Fil 370 °C 1 PTFE #10K E 1T
XRD s, Z5 R Kl 2 i o

10 20 30 40 50
20/ (%)
& 2 PTFE JURl 455 N 350°C AN 370°CHAHIY XRD &

i & 2 0] DL His PTFE JEUREAY 32777 569 0 4 T
TR BT R A5 5 1 BR}, R W Be 25 )5 08} 1 25
FEWA IR, X 5 DSC £ iy o b 45 R — 3. 78
20 )y 31.8°,36.92,37.3°,41.5°,49.4° 4b i Bl 55 AY
A Bt g, 43 51 %3 R (110), (200), (107), (108) Fi
(210) 4 TAIAVT S 06 . BRZ5 IR FE 370 °C T Fr il 45 Bk
1E 37.3° WATT ST IR T R LT 58 AT 2k, &
PTFE TELEZS I IS W45 db B A e A= 22 | i 350°C 4%
S5 BN T A HORME A B AR SR AETENT S0 0
AT S D ) 5 B A X AT BT B, 2R I 350 °C e 4 il
JET, B TR s 2 B i I 2 Bobe 4 o8 s OB K
SRAFAETRAT AN PTFE JURM M R AY 25 S 25 0,

A AT R B B A PR A TR A4, Bkl
D37 H KRBT ( BIVBSASFEEE AR ) 3] “abbe” ( Ribe
SERRRE L) AR, AN [RIRR S IR T SR B B A

PEREANE 3 P .

40 - 4550
s B 1500 <
= L >
<0 1450
2 z
= 1400 £
&= ®
= 20 r e
= 1350 °*

15 |

300

350 3%0 350 4i0
BRESIREL / °C
B3 ARIRIBes IR R R i A
SIHT I, Rk TR S 350°CHT, DSC Jé il i £k
LU A Rl e, FLERORL 25 B e v, W PTFE
ORHpEZE R R, IR 3 W], Bel ik 350°C
I, B A 17 3R S 240 MPa, I 244K Ry
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347%, P PEREAL TR, Bl bess iR B T,
TR P BE R, BE 4 1R EE Ol 370°C T, Skl 3
T P 45 s B2 R34 03 - 1 P IR b T (IR KF,
Pt REHE R, PLHaR BN 37.3 MPa, Wi iRl
413%. L EIGEL IR T B PTFE 43 ff, B b
MG, hrfibEfe 02 AL, X 520k DSC 4k iz e
(VB oy gl i B AR R — B, i, 7
PTFE k&b 120, a2k 3 0 370°CHY}, PTFE #R8}
(R LE TR B A AR, 25 G hr ik e ft:.
2.2 AREmAtE T PTFE $e 442 60 %
TER R I E] 20,80, 140,200,380 min K PTFE
BRI X 3k DSC 45 i<k aniEl 4 Firs , AR )
IIMTEE RGN T35 2.

Uk}
20min
80min

140min

200min
380min

25‘0 2‘75 360 3‘25 3':%0
W /
R4 R 5ok e < B DSC 2 2k
%2 AFRBMIEFERRERALN DSC HHFER

B j%:‘c?u%'lﬁj T./ AH, /1 M M, F#AI%
IH] /min < 0g) " K/ %
SR 312.8 23247 3.02x10° —
20 3136 2406  252x10°  16.38
80 313.1 2487  213x10° 2951
Iy 140 312.0 24.6 2.25x10° 2543
200 312.4 26.1 1.66x10°  45.06
380 3104 31.35 6.44x10°  78.66

Y & 4 F2 2 AT, B 5 O I ] A 388, 2
HoF 14 5 AR B R Ok B 3 Y AE K AR IR
[ ] DA et A O nT LA B, Bt A T s 1)
IFEK: , PTFE ol i X a0 55038 401 it H B
R, PRI 20 min B, B8 4 B BRI R R
16.38%, I {4 i Fof [B] ZE 4 25 380 min B, $43% 73
T R 515 78.66%. % I Fifi 25 14 Yk i 7] %) 72
K, S B FE R a4, PTFE SRR X
B B R AL S BN 24 50 i, AT 5 2 401
BG4 F =K PTFE 20 F4k i, H2s )
FIE 370 1T v e 7 B, PRI e DA Tk sF 1% TG HE
GRS AR Ty 2 s A T HEB RS 1 i bt
S SRS R RIS B 2 ORI B ] A4 3
PTFE (%45 il B S T B (a4, 742490 380 min
Ji , SR 45 RS R R 2 310.4°C, OB LR

B 2.4°C . 33X 2 R R A i st 1) o S B0 B e 4
PTFE 73F 1t FR&, 45 it 72 v ik RS FRAIC, B LA
45 LB IR AR RS 31

AR ] BRI R RE AN ] 5 7R .

600

375 | A .

350 \- 15%0

25| | 500

200 | 4450
T - 400

275 |

”50 4350
al - 300

1

60 260 360 400
FRIREE] / min
5 NI R SRR g

FH P15 A R, 7 — e LAY, DR i [] 1% 2B
AT DA SRS R SR I B R P . R
I 140 min B, $REER 17 0 B0 7 F B BRI RATS
AbF B ARK e, PP R RERAR , LU, A 3
36,5 MPa, Wi i 34 600%., 4k LE FiE K A iR A
[ 25 0 B B el PTRE A0, S 3okl
EA (g il TEAY GBS ok SpIY 3 AR P IRICIFIR IS
% 380-min [, PL{H5R B R 24.5 MPa, W24 fif 52
4 306% , FfiiPEfE i PR, X AR DSC 45
i1k T s B 1 49—k i o O T s ] 179 SEE - TR
MR, R, 7E PTRE Beds 1.2 I}
IR AT [R] A7 20 ~ 140 min 1, PTFE BBk BE 48 72
PR ZE AP ERE A
2.3 Jrigik Fat PTFE 442 6%k

1E FH iR % 50,100,150,200 °C /h F, PTFE
Pk XY DSC Kl h 4 an &l 6 iz, AH R )
ISR TR 3.

WA / %

HfsRE / MPa

0

200°C. / h
150°C /h
100°C /h
50°C /h

i

160 150 260 2‘50 360 3‘50
W /
6 RIIHRIER F ARG KB DSC Rtz
%3 FEFEEE THENEOREN DSC HTER

Fefh JHEER /(C-hY T,/C AH/Q-gY)  X/%
Jk 343.8 62.05 77.56
50 329.8 26.3 32.87
Sl 100 330.1 27.9 34.88
150 330.8,3435  34.15 42,69
200 3433 58.79 73.48
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Hi [ 6 F1 3 AT, FERE 2 it A v, > i R
R P, R X 2 IR SRR AN B A1
I, FHRE RN 200°C / h 1, BBk A X8 ) 445
WS R SR Tl e 7 8 AT , L PR IR 45 R B, A
73.48% , (HAHA: T IERHA — & M TR & R
ke DX 23— 5 AL EE A T 5 B R E RS AR R
TR B RS (R KSR R 37 PTFE JFUBHE il 4%
IR R ZE IEA . FHEEEN 150°C / h i),
T R AR, SORE PO X ) e 4 AR B A T
UfH (RARARAS JE 7 DSC #amth 42 230k 18
XSUEE 5 Tl 7 YL R DEE N PTFE e 97 ol 0 A Xof
N, R INZI I R FTI B4 . IR T HR R, L
100°C /h F150°C /h By FHRE T PTFE HokHEAT
B4k, DSC famih 2 A H BRI A Rl s, HL&5 o
JEME—A TR, RIASRL B 2 hedh s 4 (U E—Fh
ERT T N

h T R TR ECR T SRR
JEBE X IR PSS R T S FHR 22 200°C / h T4
IERRE, FERREE 25 5 43 BB 0 21 3R T 12
) PR AR R IR T2 7 mm A AY.a XD ey
X 48], 24 3.5 mm &b b X0 mm ARy ¢ X,
R im X3k, 4ni&l 7 frR , PTRE SRk E A [l JE X
I EURE () DSC s Rl th £ i 8 iz , AH N I 3B
ZiRG TR 4,

7 A [ B 7R

b1k jL\\
alx ik ‘//L

100 150 200 250 300 350
R/ C
8 ERRLAE XY DSC ik
%4 FERARXEM DSC HHLER

FEfh HoBHX I T./°C  AH/Q-g" X/ %
JskH 343.8 62.05 77.56
a X, 343.3 58.79 73.48
ok b X4 331.0,342.5 41.97 52.46
¢ X1k 330.4 29.36 36.70

HiTE] 8 FI2 4 AT, HORLAS[F]J5 2 X I F) DSC
Fes Rl it 2 AR AR AL, T PTRE A S8R
A, AN TR JE DX I A I A Y A i AN — B, k)
G DI R TR A R A, B DU 85 50k % AT
10 g L R, SRR 5 PTRE JSURHR [R] A 45 P
o FRMXIEEST5E 4, 45 IEASUUE, Br ML 3
(IR Rl o RS TP v 18] % DX, T
LS AR BTN S8, T LA A 304 2l A4 e 1
PRl A R L ph AT USRI MORHIT A 1R D 1) A
141, 25 i BE G I RAEA , OB R 4 AR BB W e s

ANFITHEE R HRARLARTEREANIE 9 Pz

38 480
- S
< 3t 7450 ~
N 3
i K
w34t 4420 &
A= =
RS - 390

50 100 150 200

TR / (°C - hh)
P 9 R ) L X SRR P RE O

H1EL 9 W, 7E TR % 50°C /h T, BRE5
JE Fe ol BRAR, SR S AP BE R AT, B fef e
h 37.6 MPa, Wi 2L 325k 454% ., Bifi 4 T if 45
R4 G, ARk 1) 7 AP i B R DB S8 SR 38— S
JE T B, THR S R 412 75 2 200°C / h i, SRRk HI
SR NI % 31.8 MPa, Wi KR TR % 377%.
g f LIRRHEREAR R X 3 A DSC i 2 SR nl %, i
T PTFE M RE 2 , e ad R I THEGE R T, #0kH5
AT PELE R A —B, begt i B P K AR, S8
PERE TR, rMr R 7E PTFE Be4s T2, THE
MK 50 ~ 100°C /h I, PTFE BB )B4 P B 45
AR ZE A PR RERLAL
3 it

PTFE # 4L DSC 3 Hr ki, ARl L T2
XFHRRHBE 25 TR BEAT BRI . e 2 T B S AR,
PR} T DX 1) 42 S RGO 475
U HL25 S U B A R BN . BRBHR
S5 B 2ok v A ORI R ) G, PO I IX e Y 2
Al ARSA A, B 431 S AR, DL ok B
JERES, . TR HE R & TE Rt 2 b I e e
Tl L2485 S B g, BLR BB N BB IR S RN A2 o
(RS, P13 o Ak o B B} 45 X I 25 R A d
2551, AR O 380 3 v X IR AR 1] O T, 45 R
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