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FEAARE AR TLIRAE R, BB A R T AR B FAe 15% S BLFLRK 7] B, 4836 T 46 PET, FL#K PET #4 5% K & itk & 4K,
21.2%, FEHFAEEH 97.6%, 485 T MM PET EZ B TR, EAMEA 1 rad/s £H T, LR 10% F 15%
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Combustion Properties of Flame Retarding PET with PPBBA and AlPi Combination
Guo Yongping', Luo Zhonglin'"*, Wang Biaobing'**
(1. Jiangsu Key Laboratory of Environmentally Friendly Polymeri¢ Materials, School of Materials Science Engineering, Changzhou University,
Changzhou 213164, China ; 2:Jiangsu Collaborative Innovation Center of Photovoltaic Science and Engineering, Changzhou 213164, China)

Abstract : Aluminium diethylphosphinate (AlPi) and polypentabromobenzyl acrylate (PPBBA) was cooperated to improve
the flame retardance of poly(ethylene terephalate) (PET). Limiting oxygen index (LOI), the vertical burning test, thermogravimetric
analysis, dynamical rheological behaviors were investigated and scanning electron microscope was used to observe the morphol-
ogy of char combustion. The results show that the LOI reaches 28.0% and 33.3% when the additions of AIPi : PPBBA are 5 : 5 and
10 : 5 respectively, and the additions are 10% and 15% respectively, the vertical combustion reaches V-0 grade. The composite
flame-retardant system promotes the decomposition of PET, the gas phase flame retardant is the prodominant mechanism, and they
are also conductive to the formation of char residue. When 15% of the complex flame retardant is added into PET, the maximum
decomposition rate of PET flame retardant material is 21.2% lower than that of pure PET, and the thermal stability of flame retardant
PET material at high temperature is improved, and the residual carbon ratio is increased by 97.6%. When the angular frequency is
1 rad /s and adding 10% and 15% of complex flame retardant, the complex viscosities of the system increase from 39.4 Pa-s to
296 Pa-sand 1970 Pa-s, thus a good anti-dripping property has been taken on. Moreover, the burining residue is highly intumes-
cent with a compact and continuous protective carbon layer.

Keywords : poly(ethylene terephalate) ; aluminium diethylphosphinate ; polypentabromobenzyl acrylate ; synergistic flame

retardancy ; anti-dripping
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Posrting. B IACHR T A P 5 el ge 2R I,
HARBE = £ 2 4 — %35 (PBDD) fl£
TRAC 2RI mk I (PBDF) 25 ) it , 58 24 & 4 Bk i
JZH% B4 German Dioxin Ordinance FrfE#1 EPA TSCA
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SRR N R 2 BRI 2 —

Jot L U I IR 3 55 L % Wl LA SRR L 7K i A
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HHTHAA ALPi P3F PPBBA FHUEZER &4 1) L
HIHRIE ., 2% R H AIPi 5 PPBBA & Mif 4% PET,
P LL 10 5 B, W IB L5 B0 15% I, 1)
FRAEFEECR A 33.3% , T ELBRGEIIRGAE] V-02¢, 1%
BeJa - Y A mI R R s w2, 2
B S %) BELASR ) e 2L A0 5 6 ZREMH RELBR ML, i 5 L
A IMFISON o
1 KIGFER4S
1.1 EZRAH

PET : CR-8828F , #1E 40 0.84 dL /g, M
R R B A PR A A 5

PPBBA : FR-1025, 14, ILARTERHME T e A
B2 5

AlPi : FR-OP1240, 11 & ¥y K, ki 12 10~
20 pm, BT 23% ~ 24%, 1l FE R 3E B F
1.2 ZEZNELHELE

HL,F KF: WT30001KF AU, M 7 28 KA 2%
AR

B2 T4 : DZF-6050 1, | i 2 28 2% i i
AR
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B AR HL: 255HS B, TEIIT BAAC e R
AR
1.3 PET/PPBBAS /AIPi 3tit4h 44 4] &

¥ PET, AIPi Fil PPBBA 7E 120 °C EL 75 46
T4z 24 h UL b, IR 14 RO L, B S AT
WEAT B LA TR . SUBFFBF AL — X ~ L
X174 8 JEE 43 s E M. 232,237,247 ,257,262,262,
257,257,252 °CHHLIAREE R 247 °C, 3 H 100 1/
min., B R T IE B SRBRAA N R T AR,
R R RORR R BN AR Y E R 270°C, Tl
S "min, HEAHL 10 IR, 7E K 18 10 MPa R #VE
1 min, #JESEM)G¥EE 1 min, J&E 778 10 MPa,
o BRI T T 2 AR AR AR

x1 ZWEAE %
RS GRS PET PPBBA AlPi
A 100 0 0
B 95 5 0
C 90 10 0
D 85 15 0
E 95 0 5
F 90 0 10
G 85 0 15
H 90 5 5
I 85 5 10
J 0 100 0
K 0 0 100

1.4 MegemsX R4

LOI : $#% i GB /T 2406.2-2009 il i, B4 b £
ZNSE R 150 mm x 6.5 mm x 3 mm,

I HIRBE S F I GB /T 24082008 it
PREEFESSIN ST 150 mm x 13 mm x 3 mm.,

TG M : ZERASUE T, LA 10°C / min M 30°C
T3 800°C , 53 TG Al DTG Hhk .

AT ARSI - K 2B A AR AR S A R
7k 25 mm JEEE R 1 mm 2245 R EDRREE . R
FHATAU S, IR IR EE A 270°C, shAS IR A
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2 GR5iITE
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A 21.0£0.0 NR - E/w - = /I
B 233+07 V=2 8 B/ 3 &/
C 25606 V-2 11 =/ ®™ 4 =/
D 27.0+0.0 V-1 10 w/ /™ 6 =/ w
E 263+07 V=2 15 o/ 2 =/
F  293+07 V-0 2 w/®™ 2 ®/®
G 31000 V-0 0 w/w 0 o/ w
H 280+10 V-0 0 w®/H 0 ® /&
I 333+07 V-0 0 5/ ® 0 &/ m

VE 1, ARAEH USRI, 1, (RFE USRI T, NR Rk
EIALLS.

M 2% 2 W] 1, 40 PET (£F & A) 59 LOL A A
21.0% , AN e 1 T R AR A e it A 7 AR
TVEIFTRIRAERE . 24 PPBBA TSN M 5% 488 K
F| 15% F, BPFE i B 2440 D, LOL M\ 23.3% 38K
£ 27.0%, e EBREEIGA S VA1 S AT R BHAR
MR EESR . S BABRAR N 5% B9 ALPi B, #F 5 E 1Y
LOI 2y 26.3%, M AR FE M E 3] V-2 945 4 AlPi
WSINEA 10% B, A 5 F A9 LOT 34 2 29.3%, T
ELR e TR 3K ) V-0 G, 5 U A IR B 2 18R e st 1]
BUNF 10 s, ToIETE , AN RESRRBERE A . PR
PPBBA I}, AIPi BYZ5 3R, AIPi FHAA PET e
£F PPBBA. 4P FPRHAANI S BLIE4h 5% B, B
i H (%) LOIL 4 28.0%, 3 ELRAbe ik 2] V-0 2%,
BE T A9 52 T I 2k LA 0R B SR N AN B AR N 10%

AIPi RS B H S0 — ORISR s RS R L 1
Bk AR BT A . S BCBHE A T ALPT TR
T B mE] 10% B, 5 1A LOT - F+ 2k 33.3%,
B K T2t R N 15% AIPi IFRE S G Y LOI fA..
(ALt X4 AlPi A PPBBA [ & BCLE R 10 = 5, TN =
S 15% BsF, P BELAA 7] 2 B A7 — 2 114 P ) BSR4
% [12]O
2.2 TG & #F

R FAE AT AR E T FE N, AU, L
10°C / min B9 FHEE 2 X% 4l PET S BH#X PET #E47
TG ik, TG #1 DTG #h£&n &l 1 7w, 43 dh
W& 3. W THES D ARG G 0yl Ze sy 54
C FIFEMh F AUJEACE & BOAl 1 AR 3 AR .
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a—TG £k ; b—DTG £k
B 1 FESEY TG FI DTG i<k

x3 BHRHB TG HWER

P 1o/ T T/ € T/ € — BRI %
R A e R T
A 399.1 - 408.9 - 438.7 - 4419 20.8 8.3
B 386.7 385.0 401.7 404.8 4373 438.7 439.5 18.8 15.9 8.4
C 391.7 358.3 402.2 395.1 435.6 438.0 436.2 19.0 13.6 8.5
E 394.8 401.1 407.6 410.4 439.1 440.5 441.6 20.7 15.0 9.1
F 385.0 401.5 403.5 411.0 439.2 441.7 4374 18.8 17.8 9.9
H 388.9 385.3 399.1 405.2 433.6 4399 4359 18.1 13.1 9.2
1 372.1 385.6 386.8 405.6 4339 441.1 437.0 16.4 16.4 10.0
J 334.4 342.1 360.7 357.3 29.6 10.3
K 430.2 451.4 484.4 483.2 28.3 23.9

s Ty Tues T APIIRERTE 5%, 10%, 0% I, T PR IILIE, Vo (ORI
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1 A 3l RS B A C 2R EE 5% B
IREEYIE T4 PET, X 2 & i T R4 PPBBA
P A 53 e ek FE A OO AR = B . ST N 5% 1Y
PPBBA i}, B B UK EE 5% B3R M 386.7°C.,
W v T 1] LR M I B 34 )5 A 1153 385.0°C5 2
NN 10% 1 PPBBA B}, #f i C #URTE 5% B (1 7
JETE B 391.7°C, B3 & TR A (E 358.3°C,
F W] PPBBA i = Wi fe 5 PET KA W, 2%
PET MWl MR KA. o5 —J7 I, B & B AR T 10%
55 50% B (0388 LA SRRy C 3G EE 50% B ) et
PURFHELS AR X% B & S AT Y
PPBBA Y PET (¥ # % J 2 W ol 57 ) of 2, 24 34
KRR T PPBBA IR & i), E2 RN PET
IR FEAT R, BT AR B IR . 31X
1.2 B PPBBA i S AH FH A AL B, XT PET J5 1 1Y
P RS2 M A5 B, PPBBA BHAA PET 19 5t K43
fift % 5 41 PET AH LLWE A T B, BN 5% 1 10%
PPBBA (1 FF i 1 5% i< %53 31l 24 15.9% 5 13.6%
¥ PRSI E 45, K9] PPBBA AR ZEALAK
1% 7] fE 5 PPBBA 1E 390 ~ 630 °C H BRAY 45 254 2%
18 1 3R T o B TR I S e e i
PPBBA J& <A A BHAR T , e ik il i 28R A B 55
— 771, PPBBA 7£ =ik i nl e BRI AL | BU AL
KR

B 5% B9 AIPi, £ E K E 5% 143
fif B Ry 394.8 °C, i — 2D 4R = AIPI % 1 2 10%,
FE i F 43 i R B2 R R 385.0°C. AT UL AIPi (1)
AR T PET W43 AT BE Y B AR Uk R R £6
Xt PET 3L AGE T P, DL K 4 J 3 1 AR A
LR SET PET MR RT /M. 3R 3 il LIE
& AIPi T i PBE N, B oA 3R [, B o R 4
hne AIPi 38 &k 52 #0372 A R B AR = A
WIBEIR , 55 PET 43 fiff 7= 1 76 8 5 AH A= it 28 —
2 . IR AR U, g alt— 25 o3 il A IR 4
BRI T RAEWR R fE itk AR i, B
& AIPL N, B RGNS, 36 AIP
B R FEBRIAE

FESH T 5%, 10%, 50% I I % T Bis
THEAE 4G PET 153 ff L, R W] AIPi X PET 1Y
HEAL 3 AE IR T PPBBA X PET 43 B4 HI/E ]
Bt AIPi F 3 5% BEINE] 10%, £ 5 5% R
M 13.1% B4 E 16.4%, 5 4l PET 4 5% i< % 8.3%
FLE, $E R 97.6%. & BL e 5% 5 R AR T Bk

U ALPL B8R e, UL PPBBA 5 AIPi Zlilf5
WA S AR R R E R

FE 53 ff 0 00 3, BE A TR 0 T, AP I
PET 1 56 {2 ok HL P2 117 43 , IRl i PPBBA 43+ ™
A= HBr, ¥ A 55 )2, IF P BT PET 43 ff o &
FEA G U A RS E SR N . YR R
5, AIPi A3 i L IR R B A PET A2
YIIE 28 — iR — R B IR R AL R B i — 4
Oy M U R £5 3: , R F PPBBA 3 fiff 7= A S B H)
T, W U EIVE T AR aE PET Uk, B A T BEAA
PET 53 .

DTG 7 #4532 0, BEIAT AIPi 7E 400 CRHE |
FE & F 7 387 CRF I LA KA & 1T 7E 370 °CJfHiE A —
AN I IR HIE S AIPL )i FE v P—
C Wi U, J4h i 3 AL 4l PET /Y
e KA i 3 3% 4 20:8% / min, fil A 10% Fil 15% &
P BEARTSI , BEAR PET AR B4 55 K oMt 3 538 5 o
%18.1% / min Hl 16.4% /min, 53 51| [ {5 13.0% Al
21.2%, 1. A2 BEREAA ) A Im A #1 T BEAR PET #4
BHE R T IR e T .
2.3 FHEZARESH

& 2 e S A A T A RS 2

FH &l 2a AT LA & B, Bl 003 A 388 0, AE AR
REFYI T RE i 1 SRR R R, I B D) AR AR R
%, EIBRBM AR R FE. 4 PET(HE M A)
()52 BORE FEARAR, S AR N 1 rad /s B, 52 50EE
JE A 39.4 Pa-s. MEBHBAFIMIMA BRI E
BORT R EARHRIG R Y MMIN 1 rad /s B, ERCRH
PRI AL H R T B S BREBE 4 il = 8] 296 Pa -
s f1 1970 Pa-s. ixXJ&H TFLAAN 4 F6E 0 5 PET
G4t (B 45 I I3 RS2 2hBH T o

&l 2b, B 2¢ 7] DL B, BE a0 it BE 5L A
PR L BE 25 A A0 R 1 B T K XS IR N Bl
BRI TEE TGN, B W R ) Y AR
P st 25N 9 55 , 2 LA B 22 1) s, SOl A e A i
T 5 B S 8] P9 4 (8] 75 22 v IR o RS B FE 11 g
L 22, A AR AR R R RN
F10 rad /s W, XF FUERSD B A C A EIZR AT, A
5% () PPBBA #1 10% ) PPBBA I}, i REA i bifi %5
PPBBA & &= 34N T . PET 438509 1] 3 5E
JIT R, BRI sh st N B, Tt 2 W B ACIR | B4
BERTNREA ST . S IIA 10% /) PPBBA FH L,
A 15% 1) PPBBA B figf BEAR i ) E T+, #4h D 11
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_ H
<, <

BHFE / (Pa-s)

(=}

(@

fHERIRE / Pa

1 10 100

(b)

10* ¢
£ 10° e,
~
i 10% £
%
z 10
1
107! ‘
1 10 100
MR / (rad - s71)
(©
104 -
103 L
BC D
% 107 A
W
w
= ey
1 M
10 ‘ 1H G F ‘
1 10 100
fMiER / (rad - s71)

(d)
a— SRR 5 b—BH AL s o—HRERE I ; d—SREIN T
B2 RIS AR

ML FRES A AT S . HEIN 5% PPBBA i, 5
4fi PET AH L, i #EAL N R, X J&F°h PPBBA 1)
FEMELL PET K, DAY IMARS I TR R i sk
4 PPBBA WM IAH] 10% F1 15% B, 14 2 14 EE 52
RH 38K, SRR & . ik 209 PPBBA BN A
FEARFE A BRI, e R

F & 2d BT A& B, F 5 C A1 D SHFE R 7K
T 1, REE TR, NREA RPUE T . AP A
AL E, F A G A0t RB R 5 | 400 FE A5 5 7 £ 400
KNTF 1 rad/s BF 2 FF. X AIPI DL
POE A TR E Y AR 12 332 2R
4 AIPL IS IEL N 10% W, OROE il 2 N 4%, ZE1IK
DX e AR v TR, RIBRE N T/ 1,4k
B AR AR TR U R, AP A LA
PET MG e & 0 10, Sk dg o, Pk i 1k ne s
B, [AEE, 24 10% AlIPi 5 5% PPBBA & Fii, kb
[ (BRI K T HAER R, BAER /T 1, 7R3
HERER AT TR B BRI BTEmETEGE 1
2.4 REFHHSH

R T WS £ i J2E 1) 2R T 45 48 R BELA P fiE 1
KFRPREC10 g MR ARTICH S g b 7E 23 SR Bl T
800 °CHE4Y 10 min, A [F) A BEHA45E 0 7 1 i 7 an &

3TN TR 2 RS SEM B8 54 4 s

I

Pffl:a—A ;b—B ;c—C;d—D;e—E;f—F ;g—G;h—H;i—I
B3 REGTEZS U T T 800°CHESE 10 min J RT fo BEHHIEROBE
&l 3 m] 0, 54l PET A Ee, A BRI R B
A A R RIFREE R . B0 A PPBBA &
B HE il C FITRE & D E AR, B M 25 Ik,
LK 4 RES B, C, D 19 SEM BB H- 0] DL & P4
Z4/NLIR , 7] PPBBA & MR K, s iR A TE AR
ZEI BT TR PR AN FR T (R EHEEE TmA
PPBBA i LOI Fl3fE Bk e i 3 4 2 A 1o 1) it 1A
2l AIPi BRI L& B, AP F R B R A
T PPBBA, P L Be b vt y= A A IR 35 1“8, k¢
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@ (h) 0)
ih:a—A ;b—B ;c—C ;d—D ;e—E ; f—F ;6—G ;h—H ;i—1
Bl 4 BRES G )= 3R T g R

i E, F, G KGRI K TS B, C, Do 4
10% AIPi 5 5% PPBBA K Iii)5, 54l PET fHLL, #
i LR BRI IR T R 2 3 4%, 3% B G BELJA 590 &2 1
EATEIKBHARSOR

i [ 4a 7] 00, 7E4l PET #)2 Fal IR SG L
KANAEIET LI, ERE S R AN Be A 2k REL AL
AR YA S AR SAR BRI . M A PPBBA
J T 3] R R 2 R S LRI A Rk %
T (W& 4b . & 4c Fil & 4d)s) PPBBA 2 < 4 AU
WRFA, I3 i AR IR A PR AR AR AR 5 TR
H 3, PR i 2 R TR A S A FR . koA
5% I AIPi, FE G RIS IL R E /DN, IFERIRZ A
B P S A (DLEL de), 4 ALPT ER TN
H10% F1 15% I, s J2 ik — 20 i 2180 , 3R - 4k
AR IFLIR . X RTRESE A/ N TR R E S
R )Z T EC (UL af FE 4g). & de & 4f FIA]
4g T, AIPi 765y fifad R Hh nl 2 U PET R B Ak
Bk E. HE 4h AT LLE B, A 5% PPBBA Fl
5% AIPi AL BRI , FLge w2 808 O, R
LI R 45/, S FC R AlPL By R — 2D
Henes, FmFLIR LT 2 BEHIAE L T R R)ZE T2
S HE— DB i, RS AR v R = . &l 4h
& 4i W] AIPi 5 PPBBA E. 4 W [F 1 . PPBBA
B HBr, AIPi B2 #0752 R IR , T 7E X
AH R FEBHEAAE 5 R PPBBA 43 A5 1 22 Bk )
I 5 R kL, (R i PET R =2, Bk
B SO BH L o3 7= 0 A, T ARk R A BELA 1
g AR FIIEESRAR A DRI VE A it 2 A i A

(178

3 Hig

(1) #1 1] PPBBA 1 AIPi & i, 4 %5 /M 10% 1Y
AlPi #1 5% ) PPBBA I, ¥ & 1) LOT 2 33.3%, K
T AN NS i PPBBA 5 AIPi K i 1) LOL, KW
P A —7E B DRI BV

(2) TG 5 Hr&h % 0H , PPBBA Fil AIPi #4715
PET & Fi70if , PI# X HA (e it PET SRR A91E
F. 10% AlIPi 1 5% PPBBA % [it. /5 , FHL#%% PET )
RO RERERE R 16.4% / min, 5RACEH 16.4%, 1
T 10% AlPi BHA% PET 95k 5 17.8%, &M Jm FH
HATR) S B AR S AR BHAAE T, IS R B SR AHBHAA
BLEE,

(3) Jreke i AL SEHu R W, FEAIARN 1 rad /s 5%
TFF, 4N 10% Al 15% 52 B BELAA 57 B, R & 1Y
SRR R E R4 PET (1 39.4 Pa-s 43l 2 i 5
296 Pa s FI1970 Pa; s, 52 TC IR 1A 25 A4 filk E A
R TR AL [ A2 17 o, P By
R AFRDTRI TR RE o

(4) SEM 7} B 45 SRR W], B A2 BEFHAR R & LE
TSN —BH AR 25 5 I B S SE W e = i )
e R e S A T, DT 22K 38 B e A ELRA SR,

& % ok
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