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Preparation and Properties of PA6 / Functionalized Thermal Exfoliated Graphite Composites

Xia Zhaolu"*, Yang Yaqi' >, Duan Hongji"?, Zhao Guizhe" *, Liu Yaqing"

(1. Research Center for Engineering Technology of Polymeric Composites of Shanxi Province, Taiyuan 030051, China ;

2. College of Materials Science & Engineering, North University of China, Taiyuan 030051, China)

Abastract : Nylon 6(PA6) and functionalized thermal exfoliated graphite(EG-T) were melt to prepare high-performance

PA6 composites. EG-T was prepared via thermal expansion, acid treatment, toluene diisocyanate(TDI) functional modification

of expandable graphite. By using ultrasound-assisted extrusion means, EG-T was melt blending with PA6 to prepare PA6 / EG-T

composites. PA6 / EG-T composites were characterized by SEM, DSC, mechanical properties and heat distortion temperature tests.

The results show that a better dispersion and a stronger interfacial adhesion of thermal exfoliated graphite in PA6 matrix could be

obtained with the modification of thermal exfoliated graphite and the ultrasound outfield. The crystallization and heat resistance

properties of PA6 / EG-T composites increase significantly. Meanwhile, the mechanical properties are also increased. The degree

of crystallinity of PA6 /EG-T composite prepared through ultrasound-assisted extruding is increased by 7.84% compared with pure

PA6. Heat distortion temperature is raised to 110.9 °C from 76.5 C of pure PA6 and is improved by 34.4 °C . Tensile strength and

modulus are relatively increased by 15.8% and 16.8%.

Keywords : nylon 6 ; thermal exfoliated graphite ; functionalization ; ultrasound ; composite
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1.2 F&NELHXE

BRERS R R I K A AR - TIS-3000 2, A7 JH AL
Ui AT R A

[i7] 1) AU AT- 5%t HL: TE20 &, RHEFERIIE (7
50) HUA FRA R

L. SZ-100 / 80 AU, [ EARIILAR 5

I o 7 B 48E (SEM) : SU-1500 A9, H A H
DA/NGIR

2R EEEI (DSC) 1% : DSC1 A, L)
- FERIZ E PR S A IR F

AL T 7 B AL : CMT6104 B4, BRI
T = AR AT FRA R

BRI HL . XTUD-5.5 Y, R Al 4 2t
R AS A BR ] 5

PASTEAL: RWT77-111 &Y, 5 p BRI 50 % 25 A
R H]
1.3 Itk e 2 (EG-T) #9#) &

¥ GIC B T 5 8 4, 78 800 °C T #Jig JIK
60 s, KA 5 (BG) KA Z R 110 mL/
g). & B 150 mL ¥ H,SO, #1 50 mL ¥ HNO;
FHRATR,BHZE 30°C, 52 gy BGIRG, TEHA
B A EE 60 min, BEJSHEHR S INFAE] 120°C, IF
FEZIRE R U FE R 2 he SR SE WU , K%
RRLYME] 4000 mL (Y ZE K AR, ICE 12 h
Je B HhUE, W URBOK B IR R T B RN
JCEAE 60 °CHEAR T, 45 21 3% T #2807 —OH,
—COOH “F 1M R b Ik A1 55 (EG-A).

FREL 0.24 g ) TDI 5 50 mL [ JC/K N ER (i
i T K EALES K BUR ) 1R A5 K 3.0 g B EG-A
A1250 mL JC/K AEIINAE] 500 mL #) = 1B
RA, ERE LB, 55°C A BRSO
50 min, W B H AR TR N TDL/ Jo/K N ERTE A
VW RN SE UG TR & TC/K PR , B it
THT RS — B i a], S5 2 T8 5 PO 60 °C 25 Ht
FETP T 12 he 38 HA—N=C=0 IHHHLH 1
TDI gL P A A1 B (EG-T), B T E 25 T
RAE, % H
1.4 PAG6 A &-#tHHes 41 &

¥ PAG6 FiBHE 80 °C .25 HEAR H T4 12 h, 43
SAEARBI A INA LG A 500 W S 2%
PR, A5 R[] 1) U AT 55 s HLET Hh i kS, 7E 80°C

B HEAR T 12 b 38 2 VR AL T 8 R 3
FE, 52645 T 4l PA6 L) & EG, EG-A, EG-T Ji
B0 R 0.5% 1 PAG H 5 AR RE, MK UIC AR
PA6, PA6 /EG, PA6 /EG-A, PA6 /EG-T, X} Jj it
51K i B 25 B EHMRUCGIEAE PA6-U, PA6 /
EG-U,PA6 /EG-A-U,PA6 /EG-T-U, £ I HL 4L .
W2 FFE 3 K 1500 1/ min, BERHF A Jy 12 Hz, $24F
M — X B Lk 1 45 B il BE 4300 Dk - 205,215,225,
220,215°C, HMGEIE 215°C; HENLSEC 85 T)
918 MPa, it N 40 cm’ /s, h— X FIHL K IR JE
YA 200,205,215,225°C.,
1.5 HRemlsX 5 £ 4E

SEM {3 : >R SEM W5 PA6 & & 4 kKT T
B F oA i oL, MK R 15 kVe 2 X ik
PEFR T T 4 AP

DSC i3 : F1 DSC {23k PA6 &2 & #4 BHR A
A2 ST R R IR A 100 ~ 250°C, T
TR N 10°C /min, EEAEFRIER T2

Jis e Mk A% GB/ T 1040.2-2006 ]
X PA6 & A AR ERE , PR 50 mm /
min ; FRE GB /T 1843-2008 iz PA6 &4 1 FHY
i T e

A R B HDT) W K. AR 3 GB/
T 1634-2004 ik PA6 & & A1 £ HDT. &1k
1.85 MPa, FHEH Ry 50°C /h, M7 77,
2 ZER5iHi
2.1 GIC Z & GIC % SEM &AL

Kl 12 GIC Mt GIC () SEM .
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a—GIC(x 1000) ; b—EG( x 1000) ; c—EG-A(x 1000) ;
d—EG-T(x 1000) ; e—EG-T( x 20 000)
1 GIC et GIC #9 SEM [
HE 1 ATE S, R HEAY GIC( WA 1a) 2550
1 R RS540 5 2 PR Bk Ak B S A5 20 19 BEG( WLIET 1b)
I U R B R 0 AR LB 25 AR Y
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2 TDI Zb 35, EG-T MIESAHNT T EG-A A W]
WA B R LR )RR R
K (UK 1d B le), #F—248 & T EG R T-1E PA6
BT o etk B
2.2 PA6 H.4&-##Hg DSC 4#7

] 2 2 TG 7 S 7 4l Bl il £ 1 PA6 M LA
AR TR RN, 2 1 AT A AT
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1—PA6 ; 2—PA6-U ; 3—PA6 /EG ; 4—PA6 /EG-U ;

5—PAG6 /EG-A ; 6—PA6 /EG-A-U ;

7—PA6 /EG-T ; 8—PA6 /EG-T-U

a—FHIR L ; b—FR <k
P2 JCHEF BOH B4 0 PAG K LA SRR THE s Hh &

F1 TEERBEHHEN PA6 RESAHEIA

AT A REERIT AR

. FERIRIE / S5EhIRIE / }?&ﬁﬂiiﬁ /o EHRE

C C J-g) %
PA6 224.8 191.2 56.17 29.56
PA6-U 224.8 190.7 56.93 29.96
PA6 /EG 223.8 193.8 58.04 30.7
PA6 /EG-U 223.8 194.2 58.47 30.93
PA6 /EG-A 223.8 193.5 59.45 31.45
PA6 /EG-A-U 223.8 193.8 61.15 32.35
PA6 /EG-T 2253 194.3 69.06 36.53
PA6 /EG-T-U 224.0 194.0 70.71 37.40

MR 2 fiL g 10 DA W, in A EG, EG-A,
EG-T VL &5 AME R 407, PA6 W& i i Y% A

Bl A%k, {HMA EG, EG-A, EG-T Ji5, PA6 %
mml ERR T T 2 ~ 3°C, 45 i R S 45 T EG,
EG-A, EG-T ¥iT-7E PA6 A S AHRUZAE T, fA%
AR RGN, 25 AR ), B IR T
PA6 B G MRS M BEE T

AH,
AH,,
K X—— RS T, % ;

AH,—IFEIE RS T/ g 5

AH.—PA6 100% 5E 445 it B RS RKS , S

190 J/g;
o —iRFE EG st EG #2040
m# 1 af LA, A EG, EG-A, EG-T ki ¥

J&i . PA6 5 G bORL Y 45 i B A0 A 208 &, e R
A EG-T J&, PA6 /EG-T B &M EHAZ, E & T
Tb, Hiah 5 PA6 14 29.56% 45 15 2 36.53%., H:
JR R AT RESE EG-T #4383 214 (WLl 3c) AHXTF
EG( L& 3a) il EG-A( &l 3b) 4 K, RERZ R LT £
) S AH AR L, A A KRN, PAG TE5 I A
7 AR OR, 7 F i BEAR, /7 s 3l fg
JIINE 45 A Gy, WOR S i 25 1 PA6 &AM R
45 i B AH L TG 7R A 45 19 PAG B2 A A RHI 45 i
WA 4 e U, LA B 29.56% $ 5 51 29.96%
Xt PA6 & A HH R 51 A A Al i EG St EG
L1 43 B N4 4] (LKL 3d~ & 36), fifi PA6 &
GRS S BB R R B LR A
PAG6 / EG-T & & B0 45 5 B 3k 5] 37.40%, A%
T PA6 B LS 1 7.84%,

X = (1—a)

a—PA6 /EG ; b—PA6 /EG-A ; c—PA6 /EG-T ;
d—PA6 /EG-U ; e—PA6 /EG-A-U ; f—PA6 /EG-T-U
3 G KB I 4 1 PAG ARk SEM [
2.3 PA6 A &HMAHe ) F Ak AT
& 4 A JGHE 75 SRR 7 Al Bl ol & 1) PAG I LR


杨超


16 TREIERL

2015 4F, 45 43 45 465 9 1]

ERH 22 RE

100 +
98 |-

86

96 7
94 |-
92 +
90
88
84 |-
80 L ! ! !
T
I 2* 3"
3#

PR / MPa

0 4#
R TR

@

PR / GPa

72000

4#
KBRS

W / %

Az / (I - m™)

S = N W kA U
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vZ2— G ; N— 500 Wi A
1"—PA6 ; 2" —PA6 /EG ; 3*—PA6 /EG-A ; 4—PA6 /EG-T
a—PISREE ; b—RI MR WP RMHOR, d—ohulia i

Pl 4 JoE Ko AT 400 PA6 KA AP EHIN T 2P
i [l 4a #1118 4b 0] LLE i, XF T PA6, 51 A
500 W I8 P 25— TR BE AR PAG6 525 BRI HiE
i 5 RN AR s AR, LT PR Tl BB ik sl o
T8 8 PA6 41 THEWT L, K4 1 &, AT REAIR PA6
52 A MR R s B R AR SR L in AR A
BRI EG J5, PAG6 55 AR 5 B2 14 A 5 A5

AW A AL, HA N — & R T PA6 /EG &
GRS SR T PA6 A TR e, AR
P B R AP S A e o — e R R O —
D7 ARAE IR EG R 8K, 78 PA6 H M 25 I R ik
B , AR A AR iz i B AR AR Bt P A i, 9 7
T AL R B2, 2B PA6 & A MR Fr A iR AN A
SRR AR RAS . W B A AN X PAG6 /
EG & A WHRI R GE B FNb7 i A e i AR /N
FZE AR ML HE KWK [) EG 7F PA6 H 4K (
WL 3d). A EG-A, EG-T ¥ 75, PA6 B &
Ak B 7 A 5 J3E R e L A A 3 B A e
I REA B, EG-A B EG-T %178 PA6 F1)43
B RE IR S AR, 6 HRN PAG 1Y S 45 A T 4
LRI, PA6 &G MR 25 A F BT,
HZ I AT & 52 500.5% /9 EG —T Y PA6 &2 & #F
R R 5 B AL AR 43 3K 5] 96.6 MPa
1 2.32 GPa, #H X T PA6 14 $i7 {1 5 JiF (84.3 MPa)
FRL B A5 B (2.02 GPa), 4> I3 58 T 14.6% Fil
14.9%. 87 i Bh 8% 6l £ 1) PA6 /EG-T & & 41
Ak AL el 5 88 % o e s AR U — 2 4R R 40 AR
#] 97.6 MPa F12.36 GPa, 1%} T PA6 7 4% T
15.8% 1 16.8%, iX sz i T #E A Al i — DAk EG-T
IYEOTE R PA6 /EG-T E SR 4E S

i &l 4c FIE] 4d 7T LA ), DA EG, EG-A,
EG-T Fi¥Ji, PA6 &2 G b Ak iy i 24 fifi < 5 A i
58 P AT — RE R AT, {H D) RE Ak e LA KR 7 1T LA
P25 PA6 B A MR W R A vl . PA6
/EG-A F1 PA6 / EG-T & & # FH 1) W 2441 1 5
Ak 11.6% 1 15.3%, 8 7 J5 43 il 15 %) 13.4% F
18%, HiXF T PA6 /EG HY 8.9% A # KL M4 ;
PAG6 /EG B AR o3 B 4.25 kI /m’, 1 PA6
/EG-A Fl PA6 / EG-T & & # &L i 58 1 53 5]
g 4.79 kI /m’ F15.08 kI /m’®, #7 5 ook 5
Wk 4.93 kI /m® F14.99 kI/m’, PA6 & &M kHK
F12APERELE IR S ORI SOk A 45 SR — 2
2.4 PA6 FA&HAH RO RS AT

[l 5 Sy I 7 KR 7 4l Bl il £ 1 PA6 M LA
A HPBHEK HDT,

MK s AT LLAE 1, A EG, EG-A, EG-T 1Y
PA6 &2 &Mk, H HDT $25, T HAE EG Zad ik
K TDI A FEZ J5, PA6 A MY HDT B4,
PA6 /EG-T &4 ¥ 1Y HDT 355 108 °C, Mi% T
PA6 1] 76.5°C 1 PA6 /EG B & H B 80.5°C, 43l
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bR
Zz— T S 500 Wi
1"—PAG6 ; 2—PA6 /EG ; 3*—PA6 /EG-A ; 4—PA6 /EG-T

K5 Joir KAl PA6 I E AR HDT
PE T 31.5°CH1 27.5°C, X —IMGREE GBS
JEHE S . EG-T /- HUhER SR F1 EG-T 5 PA6 AL 1Hi 45
A e S R AL [EE R R 2 S

M P 1R 43 A% PAG 1Y HDT, Bl F% A% PAG 1
it AR . R R T8 SR PA6 1505, [
I 1, NN RAIG PAG 1025 il T 2 VA TE 16 T
{HH TARAFER) EG R AR A, 8 75 wE DL 52 i H AR
PAG6 A4 b 1) 43 HOR SR BRI 4% 174 [m] Fsf
WA T2 G MR R 25 b B, 508 75 X PA6 /EG
AR AT TR BB SEAS AT S o SR, 8 X
PA6 /EG-A F1 PA6 / EG-T & G M B AYLE R ERE |
EG-A 5 EG-T 14 Bt AE L & H: 55 PA6 L it 45
AR R W, 2 RO 8 KT X PA6 431
HERYsZE , R , B 45 1) PA6./ EG-A il PAG /
EG-T & & MR I REF X T PA6 Fl PA6 /EG
HAMEHA RS, H HDT 434135 %) 100.2°CH1
110.9°C, A X} T KM 75 1Y PA6 /EG-A 1) 87.1°C Fll
PA6 /EG-T ) 108 “C 43 il & T 13.1°CH12.9°C,
It H 2 8 7 I 45 1 PAG / EG-T & 45 M KL HDT
FHXTF PA6 #2551 34.4C.
3 &g

(1) EG i UMK AR b I 2 J , R 24 4T
T, R 2RV R Tk IRAN AT GIC 2
B2 P B TR B bE , A TR T RE R AT P T
HAE PA6 H Y B RE LS PA6 AR AL w4
G VEF; B R BY BT ATl EG K ekt EG 1953
ek REE— 2P

(2) 7£ PA6 H il A EG-T DL & 5] A M8 7 1E
S, FEGE B RN 45 & il B A A B4 e, S A8
PAG6 /EG-T & & #EH S i B 4l PA6 11 29.56%
P H) 37.40%, 17 T 7.84%, 45 IR ERE T
2.8,

(3) i A EG-T 1Y PA6 & 4 ¥ Bl 1 Fi i 568 JiE

FIRL e AR A AR A 4t /57, 29 BEG-T S8 s\
0.5% B}, PA6 /EG-T 5 & #4 B FL A 588 55 A1 fif
PAPER AT AR T 14.6% F1 14.9%, 5] AR
PAG & A AR AR A8 B AR (e sk A b i — A0
=] o

(4) 7€ PA6 FFAIIA EG-T LK BI AR A EHG,
PA6 / EG-T & A HHRH i #AE BE A R R AR 1 5
A 75 il £ 1Y PA6 /EG-T & & # K1) HDT M PA6
() 76.5CHRTFE T 110.9°C, 42755 T 34.4°C.,
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