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Flame retardant effect of phosphotungstic acid intercalated ZnAl layered double
hydroxides and intumescent flame retardant on epoxy-polyamide resin
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(1. College of Materials Science and Engineering, Central South University of Forestry and Technology, Changsha 410004,
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Abstract: The PW,;,0,o-ZnAl layered double hydroxides(LDHs) was prepared by using [PW;,0,0]*” ion pillared in-
tercalation NO3-ZnAl LDHs. The composition and structure were analyzed by XRD, FTIR, inductively coupled
plasma(ICP) and SEM. The flame retardant epoxy-polyamide resin(EP-PA) were prepared by NO5-ZnAl LDHs or
PW,,0,o-ZnAl LDHs compound with intumescent flame retardants(IFRs) containing ammonium polyphosphate,
melamine, pentaerythritol. The heat and smoke release rules of different ZnAl LDHs-IFRs flame retardant EP-PA
were evaluated by back temperature experiment and cone calorimetry experiment. TGA result shows that the maxi-

mum degradation rate of PW,,0,,-ZnAl-IFRs/(EP-PA) composite is the lowest, and the carbon residue rate is the
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highest, which indicate that PW,,04-ZnAl LDHs improve the oxidation resistance of PW,,0,o-ZnAl-IFRs/(EP-PA)

composite at high temperature. The back temperature experiment results show that under the same heat radiation

intensity, the back temperature of PW;,0,,-ZnAl-IFRs/(EP-PA) composite reaches to 200°C and 300°C with the

longest time and the lowest rate of back temperature rise. The results show that PW,,0,,-ZnAl LDHs can obviously

enhance the fire resistance of EP-PA. From cone calorimetry experimental data, it can be seen that PW,,0,y-ZnAl-

IFRs makes PW,,0,,-ZnAl-IFRs/(EP-PA) composite have the lowest peak of heat release rate(PHRR), mean heat re-

lease rate(MHRR), mean effective heat of combustion(MEHC) and total heat release(THR). Its fire growth index
(FGI) is only 14.5% of IFRs/(EP-PA) composite, and the total smoke production (TSP) is 27.6% lower than NO3-ZnAl-
IFRs/(EP-PA) composite and 55.3% lower than IFRs/(EP-PA) composite. The results suggest that PW,;,0,,-ZnAl-

IFRs is more effective than NO;-ZnAl-IFRs in reducing the heat release and inhibiting the generation of flue gas.

Keywords: ZnAllayered double hydroxides; intercalation modification; epoxy-polyamide resin; flame retardant;

back temperature rate
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VIS, & Pk M b B 9 ZnMgAl LDHs %) 52 & 44 k}
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il £ T BE BRI A AT SRR, A R R
(APP) il 14 APP-LDHs 5, 5 Z=/% JUEE (PER) FlfE
ot 1 3K ¥ KH550 83 R G, Wl & Ttk r
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RWEE SR EE, RS S M kiR

s, R R AR BHBABOR R DR A B AR
A MR vh R B L Al R AE ) MR
Ding ZF M 57 T 2-8 2 FE ALK B R (CEPPA) 2
4 NiAl-LDHs H T FHAA SR FLIR (PLA)HIAR . 45 R 3R
Bl , CEPPA-NiAl LDHs fii PLA v i (1% G $4 R ik £
(THR) }§i % CEPPA-NiAl LDHs 2 & [ 34 i i B A
>4 CEPPA-NiAILDHs % 5153 10wt% i, CEPPA-
NiAl/PLA & & #1 Bl i) THR AH kb F 46 PLA F & T
19.2%. Huang %5 " 5% F £ 3 55 k& e () LDHs il
BT R RIBH AR, AERERW, WREST S
I -BE R 2 M S R W) (BEVA) I EE e, FRAR TR
Jig i AT R . Wang % U9 R HH B 58 4 oK 1 A
K44 -Z R, 15 B4 HLECHE ) NiZnAl-
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1.2 EEWHEH&E
1.2.1 ZnAl i FRAR 208 0 4 J8 S A L) (NO,-ZnAl
LDHs) 11 il %

R Zn® 5 APEE /R EL R 3 0 1, HEBRFRER—E
JF ) Zn(NO,),-6H,0 F1 AI(NO;),-9H,0 I T 60 mL
EEFKT, BUHISIR A EREW AR — &
i & 1Y NaOH A& T 40 mL 2= 5 F /K w0 B il 45 5k 15
Wo 72 Ny ST, K PRV LA 224 35 5 [R) HsF 3
N EA 20 mL & B F K = R, R
Py & pHEA R 7.0 (5 1L INBA TR . W T
70C FRM 12h, &REFRKREHREZR P,
BEOAE; F50C FHETH 240, BIF5E] NO;s-
ZnAl LDHs F {6 [ {4 .
1.2.2 PW,,04-ZnAl LDHs 1 il %

K H B F 8k, % B NO,-ZnAl LDHs 5
[PW 120403 it Fb=1 : 2, VEWIFREL NO,-ZnAl LDHs
FHEWE T = RN R, fEARR—E

JiT f HaPW 040 % T L8 F K H, ff I 2 1Y
NaOH 1 Fl1 15 £] Nag0,0PW,,-xH,0 i o 7E N, 4
BT, B NagOuoPWyo-xH,0 ¥ W L3 Y 2 34 T
% 1 & NO;-ZnAl LDHs E R b, i 2048 3
fdi [ B AE 60°C R RV 14h, 222588 1K I B vk
WE, 7E50C T# T 24h, BI135] PW,0,.0-
ZnAl LDHs [ {0, [& {4
1.2.3 LDHs-Ji# [l FEL#A 57 (IFRs)/(EP-PA) & & #1 KL
il 2%

5 A A R R £ (APP). = J &N (MEL),
Z % U (PER) 19 IFRs 89 V143 HHLEY V)43 H 1 h
JG . R 1 AR & IFRs Ml LDHs 3% T 10 mL
K, BEEEA], A 10gEP, 7£80°C T4+ 5min,
PRI 10 g /) PA R I 4k ZL 4 $ 34 5] J5 % H &
AL AR R, o R R 0 A T IR S 6 A A
o IR

F1 ERVERESENY-IEAKEEGAT/ GRR- R BRI AS) (LDHs-IFRs/(EP-PA)) £ S+ 1 BLLE
Table 1 Proportion of layered double hydroxides- intumescent flame retardants/(epoxy-polyamide resin)
(LDHs-IFRs/(EP-PA)) composites

LDHs/g
Sample EP/g PA/g IFRs/g

NO;-ZnAl PW,,0,4,-ZnAl
IFRs/(EP-PA) 10 10 5.00 0 0
NO,-ZnAl-IFRs/(EP-PA) 10 10 3.75 1.25 0
PW,,0,4,-ZnAl-IFRs/(EP-PA) 10 10 3.75 0 1.25

1.3 MiXERIE

K F H A #1220 B A 77 1 D/Max 2500 % XRD
(CuKo,, FAFE LN 80 mA, HLJE N 40 kv, A=
0.15405 nm, VG (20) B 5°-80°, HAFMHE N
5°/min) {lll i€ NO5-ZnAl LDHs [ 45 471

& H 32 [# Nicolet 22 #] 4= 7 ) Nicolet Avatar
330 % FTIR(KBr & f, X H 2 400~4 000 cm™)
5 BPETT S ZnAl-NO,; LDHs B 214N iE

K i 9% [ PerkinElmer 2\ ®] 4= 7= ) AVIO 500
A R G 5 B R R 9 6 % (X (ICP)(HNO; ¥
FE) 5 oM 5 NO5-ZnAl LDHs ' Zn, Al, W
JLE M HBI

K H AL 20 \] AR 77 1 JSM-6490LV %! SEM
(s s R R 20 kv, B SL R LS AL T 2.7x
10°° Pa) X MR 5 NOs-ZnAl LDHs #EAFIE 4347 .

K A 26 B TA 23 |l 4 72 19 TGA Q50 £ #4 i 4
A (N, 50 F, THE 2 K 10°C/min, T iR 38 Bl

% Yk ~700°C) M TR 1 AR E 1 o

K H 3¢ [ OMEGA 2 7] 4 7= ) XC-24-K-12 #
A . PTT #E0P & AR 5 4 F1 OM-DAQ-USB-
2400 T % 85 R 4 12 5% A 3F it LDHs-IFRs/(EP-PA)
BEMERT KPR B R A MORHE T8t [,
PO AR I, G0 SRR T IR B R (R] ) AR
et £, & 1 25 LDHs-IFRs/(EP-PA) & & 1 kL5
BLB N ERE,

F IR 1SO 5660-1—20020% FRif, R HEE &
PAYL (CONE), B it B 52 # T ~h 1Y B A T 48 76
AALEE, ARG NS S, 7558 6 i &8 B FR
AL, 7E 35 kW - m~ 230 BRIy 56 X B S 2R A7
REWsE, AT 2 WOPAT S .

K HI 3 BE 1 27 i 56 HL INSTRON 5982, Fi R
GB/T 528—2009" 1 GB/T 529—2008™ /3 #r A
i) 52 G WA LR A RN 40 245 B, fg ik 3 A AT
.
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1 LDHs-IFRs/(EP-PA) & & HHEIT I LB /R

Fig.1 Schematic diagram of back temperature

experiment for LDHs-IFRs/(EP-PA) composites

2 ZBER5WR
2.1 NO,-ZnAl LDHs #1 PW,,0,,-ZnAl LDHs B 2 3
MRS
2.1.1 NOj;-ZnAl LDHs Fl1 PW;,0,-ZnAl LDHs "] f{
W25 K

& 2 /& NO3-ZnAl LDHs 1 PW,,0,4,-ZnAl LDHs
) XRD & 3% . AT %1, NO,-ZnAl LDHs £ 26=9.94°
(003). 19.92°(006). 33.76°(009). 60.36°(110) &b H;
P ARAE /K 18 A0 22 1 M BRZ5 4 1 o T 45 1E AT 5 0
Tt sR R, IR AR H 7S, RETRR, Uil
NOs-ZnAl LDHs A #4514 & T8 FE = 1 )23 ] B
RERE o AR A% A X (d=na/2sing, HoH d ok
T ] HE, £ 5 408k n=1, CuKa J7 K 1=0.154 nm,
0 AT ) A IR 28 2 (Dyg=KA/Bcost, FH:rh Dy
R U i T E L 1] Y b ORE ST, K=0.89 2 Sche-
rrer & 0, B4 (003) & T AT 5 06 ) 06 58 ) T
NO;-ZnAl LDHs [ & 1 [8] 85 A1 & kL R <F 4390 ok
d(p3)=0.8888 nm Fll Dy;=0.2448 nm,,

(003)

(009)

Intensity

NO,-ZnAl| LDHs (d,;, = 0.8888 nm)
(110)

PW,,0,,-ZnAl LDHs (dg = 1:1090 nm)

10 20 30 40 50 60 70 80
20/(°)
2 NO,-ZnAl LDHs # PW,,0,,-ZnAl LDHs f#) XRD [&lji%

Fig.2 XRD patterns of NO;-ZnAl LDHs and PW},0,,-ZnAl LDHs

Al 4T, PW,,04-ZnAl LDHs [ (003). (006) £l
(009) #i T 114 457 E A7 5 Vg 347 [ 1K 3 B2 7 1 B 31, 3X
J2 J2 25K Hh 51 [PW 12040 1> HUR NOy~ 5 302 ]
PRI K B4E R, W, PW,,0,-ZnAl LDHs fiY (110)
s TELT AT 5 0 P 6 8 R R A W W R, U I ek PR IS
PW,,0,0-ZnAl LDHs 1% J22 # 25 14 F1 41 i oK & 2E el
AR, 3% 2 & NO3-ZnAl LDHs il PW,,0,,-ZnAl LDHs
i XRD fi7 1 S ¥ . W WL, PW,,0,,-ZnAl LDHs 4%
i T T 5 0 1 L R) DO A A B0 R, BHLATT
SR U U Y AR T, e SR R AR R RS , VB &
[PW 12040 2 B 5, 287K W A 110 45 & 5 AR
R AT T RRAR o P T [PW 1204017 A JZ ) 1 )2 A
FA, i 285 B2 3T, DT 5 BRORH < 4 JE - 11 4 1]
BRI/, PW1,049-ZnAl LDHs 1 2d(110) {EA BTN,
(oo TH W] B i 3 K . € 1 PW,,0,0-ZnAl LDHs
i (003) 177 5 W %t 137 20=7.96°4b , AR 45 A Fir 4% 25 =X
FA AR X 2 8N d=1.109 nm.,

% 2 NO,-ZnAl LDHsFIPW,,0,,-ZnAl LDHs HJ XRD #7851 5%k
Table 2 XRD parameters of NO;-ZnAl LDHs
and PW,0,4y-ZnAl LDHs
Crystal NOy-ZnATLDHs PW,,0,,-ZnAl LDHs

face 99/ d/nm 20/(°) d/nm
(003)  9.94 0.8888 7.96 1.1090
(006)  19.92 0.4452 18.24 0.4858
(009)  33.76 0.2651 33.36 0.2682
(110)  60.30 0.1533 60.40 0.1531
a/mm  0.3066 0.3061

¢/nm  2.6660 3.3270

Notes: d—Interplanar distance; /—Angle of deviation; a=2d(;;¢)
C:3d(003).

2.1.2 NO;-ZnAl LDHs 1 PW,,0,,-ZnAl LDHs [ JC
A

%% 3 &7 NO4-ZnAl LDHs Fl PW,,0,4,-ZnAl LDHs
HICER T 45 R . AT LA, NO;-ZnAl LDHs Fl
PW,0,0-ZnAlLDHs Ff2#253010 Zng 76 Alg 24(OH),
(NO3)g.24 - 0.59H,0F1 Zng73Alg.27(0H),(PW 12040)0.037
(NO3)g.16:0.58H,0
2.1.3 NO,;-ZnAl LDHs Fl PW},0,,-ZnAl LDHs [ Ff
i14%]

3 4 HyPW,,040xH,0. NOz;-ZnAl LDHs I
PW,,0,o-ZnAl LDHs [#J FTIR & % . ] UL, NO,-
ZnAl LDHs #l PW,,0,-ZnAl LDHs ¥ B 25 K i A1
B 41 A1 4 AE W% 0 1%, {H PW,,040-ZnAl LDHs 7£
1386 cm™ 4b 5 J& T NO4 14 FRAF Hi= 2 s B 38 ek 553 o
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3% 3 NO;-ZnAl LDHs #1 PW,,0,,-ZnAl LDHs HITTE D &R
Table 3 Elemental analysis results of NO3-ZnAl LDHs and PW,,04,-ZnAl LDHs

Sample Zn/wt% Al/wt% W/wt% Chemical formula
NO;-ZnAl LDHs 5.57 42.80 - Zng.76Al0.24(OH),(NO3)g 24 - 0.59H,0
PW,,0,4,-ZnAl LDHs 3.47 22.50 37.13 Zng.73Alo.27(0H),(PW12040)0,037(NO3)g 16 -0.58H,0
¢k . % 4°Jy IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-
PA) fll PW,,0,-ZnAl-TFRs/(EP-PA) & & ¥ B 1Y TG
/\ PW 0, xH, ¥ . 7 WL, NO;-ZnAl LDHs fll PW;,0,0-ZnAl

NO,-ZnAl LDHs

3450
PW,,0,,-ZnAl LDHs
1031 /\
910" 600
824

4000 3500 3000 2500 2000 1500 1000 500
Wavenumber/cm™!

Transmittance

3 H;PW,,0,xH,0. NO;-ZnAl LDHs Fl
PW,,0,,-ZnAl LDHs [ FTIR [

Fig.3 FTIR spectra of HyPW,,0,-xH,0, NO3-ZnAl LDHs
and PW,,0,4)-ZnAl LDHs

AN, 5 HyPW,,0,0xH,0 XFELAT LUK I, PW,0,0-
ZnAl LDHs 7 1 392~1 461 cm™' &b 77 75 P— O £ (1)
i 45 45 Zh W Y 04, 1 042 e 2L H B T PO, Y I
SRR gERENE . [FRE, 1031, 910, 824, 545cm™
Ak 53 530 H JE T [PW12040]* H W—O Fl W—0 —W
MRFIEAR B . 45 BT, [PW120401° B K T Bk
£ NO;-ZnAl LDHs.,
2.1.4 NO,-ZnAl LDHs Fl PW,,0,,-ZnAl LDHs ) {i
pUSIZ)]

P4 4 & NO4-ZnAl LDHs Fll PW;,0,4- ZnAl LDHs
1 SEM 1% . i &l 4(a) 7] WL, NOs-ZnAl LDHs /)
TSN WA By B2 AR S5, R )R IS S R
A 1K . NO,;-ZnAl LDHs 45 )2 i ¥ —, 3 &
WA, *W NOs-ZnAl LDHs B A7 52 0 BEAH (4 14
AIPE R L PE . BB 4(b) AT WL, PW1,040-ZnAl
LDHs /N F URiAR R RIBURL - 34 R0 AR 58 5 24
4 100~200 nm, FEARSFHCIER BTk, H R ER A
ERWIRAK, 45 RIE B2, 5 PW,0,-
ZnAl LDHs (1) XRD 4 745 5 —5,
2.2 ZnAl-IFRs/(EP-PA) B iaE 14

[ 5 Jy IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA)
Il PW,,0,0-ZnAl-IFRs/(EP-PA) & & #1 Kl 1 TG fh

LDHs [ AR T IFRs/(EP-PA) & & 4 L #4443
AT R, AW K i BR8N, iR X
5k B SN, ZnAl LDHs (9 il A f#i IFRs/(EP-PA)
AN BHE TR, X FT GE R W R K A A7 R R
5 LDHs 5 IFRs M AH B /EFI{fi EP-PA #2717k . Bl
EHIRERTHE, NOs-ZnAl-IFRs/(EP- PA) 1 PW,,0,0-
ZnAl-IFRs/(EP-PA) & 45 b1 B} (1 B i 3 R ek 22, U
H J& 400°C DL J5 , PW,,0,0-ZnAl-IFRs/(EP-PA) &
A b BB fi 3 ] & AR T IFRs/(EP-PA) Fil NOs-
ZnAl-TFRs/(EP-PA) & & #1 kL, 700°C 1) 5% ¢ B 5
4 6.05%, 15 T NOs-ZnAl-IFRs/(EP-PA) & 4 #1 K
i) 4.42% F TFRs/(EP-PA) & & # BHH) 3.47%. X 7]
fe & T APP. MEL. PER 41 ./ IFRs % J2 & 5
FE T AL, TPk BH A Y EP-PA 7 ST YT
KAERERFEAR , T JCHLY) ZnAl LDHs B0 A AT L4
i IFRs MO PL & AR AL RE 7, T MU [ A9 4 s -
AWEREL R JZ, A RUBHIE T IFRs 76 5 i T 1l 4
PRI 2R 25 5% I LB, 1231
2.3 ZnAl-IFRs/(EP-PA) B A 14 BE

7 5 J& IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA)
Fl PW,,0,0-ZnAl-IFRs/(EP-PA) & & #1 K 14 15 17 52
gk W[4, IFRs/(EP-PA) & &k #lik 3| 200°C
YIS [A] Sk 459.5's, 1 NO,-ZnAl-IFRs/(EP-PA) & &
MOEHA R E] K 618.0's, F{IKF PW,,0,49-ZnAl-IFRs/
(EP-PA) & & ¥ Bl 35 2 200°C Y IF [1] (764.0 5), ik
F] 200°C i} PW,,0,0- ZnAl-IFRs/(EP-PA) & &4 BH
TR R %N, N 0.26°C.s™, KT IFRs/(EP-
PA) & 5 1K} (0.44°C-s™) Fl NO4-ZnAl-TFRs/(EP-PA)
(0.32°C-s™")., [ AL, PW,,0,-ZnAl-IFRs/(EP-PA) &
G M RLE B 300°C B BT B K, 15265, i
= F IFRs/(EP-PA) fll NO5;-ZnAl-IFRs/(EP-PA) & &
R 3k F] 300°C B} PW,,04,-ZnAl-TFRs/(EP-PA)
A MR IR R SR &AL, U 0.20C s,
T IFRs/(EP-PA) E&#48} (0.33°C-s™') HINO;-ZnAl-
IFRs/(EP-PA) & & ¥} (0.32°C-s™),
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Fig.4 SEM images of NO;-ZnAl LDHs(a) and PW;,0,4,- ZnAl LDHs(b)
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Fig.5 TG curves of IFRs/(EP-PA), NOs-ZnAl-IFRs/(EP-PA) and PW,,0,-
ZnAl-IFRs/(EP-PA) composites

[¥] 6 J& IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-PA)
1 PW,,0,49-ZnAl-IFRs/(EP-PA) & 5 4 o} (14 17 itk Tt
£ . T4, PW,,0,0-ZnAl-IFRs/(EP-PA) & &
EBEIY T R T IR i 48— B 7E IFRs/(EP-PA) & & #1

Bl F1 NO;-ZnAl- IFRs/(EP-PA) & &R F 75, 159
76 M A B4R 51 F . PW,,0,0-ZnAl-IFRs/(EP-PA) &
& #1 B}t TFRs/(EP-PA) fll NO3-ZnAI-TFRs/(EP-PA)
HA MR TR AR % S . BLU] NO;-ZnAl LDHs
) in A fig B AIK 52— IFRs/(EP-PA) & & #1 B 5 #4
P£, {H 870s 5, NOs;-ZnAl LDHs %f EP-PA #/% &
B4 I VE P55, 289.6°C 5 NO,-ZnAl- IFRs/(EP-
PA) & & M BE 1% 15 it 3 %8 [ 1 [ IFRs/(EP-PA) &
GRS A TR, X AT REJ& B T NO;-ZnAl LDHs
TEHE M B 43 B A1 PR A RE 4R R s T PW,0y0-
ZnAl LDHs %} [% It EP-PA Y 3 $ % F FH B &,
PW,,04-ZnAl -IFRs/(EP-PA) & 15 #4 ¥l — H It NO,-
ZnAl-IFRs/(EP-PA) & 4 #1 ¥} il IFRs/(EP-PA) & &
MORFEA AR K PERE . UL [PW1,0,0° i )2
o P PW,,0,9-ZnAl LDHs MR E M e, ff
PW,,0,,-ZnAl-IFRs/(EP-PA) & & 1 B 5 1 57 75 16
2.4 ZnAl-IFRs/(EP-PA) &9 BB BX 30 1H 14 &

%% 6 J& IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-PA)
F1 PW,,040-ZnAl-IFRs/(EP-PA) & & #F KL 09 #E P 1=
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% 4 IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA) 1 PW,,0,,-ZnAl-IFRs/(EP-PA) £ &+ #1H TG #iE
Table 4 TG data of IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA) and PW,,0,4-ZnAl-IFRs/(EP-PA) composites

Sample Tso/ C Tsoe,/ C Too9/ C Riaa/(%-C™) Residue at 700°C /%
IFRs/(EP-PA) 104.9 329.1 4102 0.71 3.47
NO;-ZnAl-1FRs/(EP-PA) 86.1 328.3 415.7 0.69 4.42
PW,,0,,-ZnAl-IFRs/(EP-PA) 95.1 330.1 4262 0.66 6.05

Notes: T5q, Ts509 T7o,—Temperature corresponding to 5%, 50% and 70% of degradation mass, respectively; R,,.;—Maximum degradation

rate.

% 5 IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-PA) 1 PW,,0,,-ZnAl-IFRs/(EP-PA) € & # A& BLHER
Table 5 Back temperature test results of IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA) and PW,,0,,-ZnAl-IFRs/(EP-PA) composites

Fire resistance time/s

Sample Vaooe/('C-s7") Vagoe/('C-s™")
Laooc I300°C

IFRs/(EP-PA) 459.5 942.5 0.44 0.33

NO;-ZnAl-IFRs/(EP-PA) 618.0 916.0 0.32 0.32

PW,,0,,-ZnAl-IFRs/(EP-PA) 764.0 1526.0 0.26 0.20

Notes: Vo0 c—Back temperature rising rate at 200°C; V3o, c—Back temperature rising rate at 300C.
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6 IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA) fll PW,,0,0-ZnAl-
IFRs/(EP-PA) & & AP RHNE IR THE M2k
Fig. 6 Experimental curves of back temperature of IFRs/(EP-PA), NO;-
ZnAl-IFRs/(EP-PA) and PW;,0,o-ZnAl-IFRs/(EP-PA) composites

SIS HE . RTAT, TFRs/(EP-PA) & A M ORHT sk
a4y 154.0 s, NOz-ZnAl-IERs/(EP-PA) Fil PW,,0,,-

ZnAl-IFRs/(EP-PA) AR s BRI 53518 227.0s
1 281.0s, i B PW,,0,-ZnAl-IFRs/(EP-PA) & &
MO KBTI 08, 5 IR SR A R — 2
M 68 A A1, 5 IFRs/(EP-PA) & & #1 KLY
PREGHE R I (H (PHRR) AL, NO3;-ZnAl-IFRs/(EP-
PA) fll PW,,0,0-ZnAl -IFRs/(EP-PA) & & #t £l 1Y
PHRR 43 %I & 317.5 kW-m™ F1 136.3 kW-m™2, 43l
FE&T 18.2% 1 64.9%; H PW,,0,-ZnAl-IFRs/(EP-
PA) & & B RHI K #3458 % (FGI)(R) PHRR 5 %
K W AR I5F 18] (tppme) 1Y HEAED) 1Y 4 0.34 KW-(s-m?)?,
4 TFRs/(EP-PA) & & #1 #l 14.5%, & NOz;-ZnAl-
IFRs/(EP-PA) & & #1 BHAY 23%. FGI K, Rk
F) 475 PHRR T F B [RDER T, D) AE I PR R K
I, FGI# /) ) PW,,0,0-ZnAl-IFRs/(EP-PA) &
G ABH R A AR K A SRR ) . AH L
IFRs/(EP-PA) & & #1 #l , NO,;-ZnAl-IFRs/(EP-PA)
1 PW,,0,4-ZnAl- IFRs/(EP-PA) & & 1 B} i - 1 4
FEJ % (MHRR) W N REHA 2, 43 %124 IFRs/(EP-

% 6 IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-PA) 1 PW,,0,,-ZnAl-IFRs/(EP-PA) € & # M EH LR HE
Table 6 Cone calorimetry test data of IFRs/(EP-PA), NO3-ZnAl-IFRs/(EP-PA) and PW,,0,,-ZnAl-IFRs/(EP-PA) composites

P — PHRR/ MHRR/ THR/ MEHC/ TSP/ FGI/

P (kW-m™) (kW-m™) (MJ-m™3) (MJ-kg™) (m*m™) (kW-(s-m?)™)
IFRs/(EP-PA) 154.0 388.3 140.8 60.6 20.3 4.7 2.35
NO,-ZnAl-IFRs/(EP-PA)  227.0 317.5 1185 39.4 20.2 2.9 1.48
PW;,040-ZnAl- 281.0 136.3 62.3 28.2 14.5 2.1 0.34

IFRs/(EP-PA)

Notes: TTI—Ignition time; PHRR—Peak of heat release rate; MHRR—Mean heat release rate; THR—Total heat release; MEHC—Mean
effective heat of combustion; TSP—Total smoke produce; FGI—Fire growth index.



$2132-

EEMRER

PA) & & # Bl ) 84.2% Fl 44.2%; PW,,0,,-ZnAl-
IFRs/(EP-PA) & & A B - 24 Uk B % (MEHC)
9 145 MJ'kg™, H £ IFRs/(EP-PA) & & ¥ K} i)
71.7%, PW,,04-ZnAl-IFRs/(EP-PA) & & #f Kl 1Y
MEHC #% /)y, 16 Bl PW,,0,4-ZnAl-IFRs/(EP-PA) &
G MRE G A B HE R TR BEIHFE R O, 2D, W] fiE
P fige o B 7 AR A TR PE SR K s b, A T RE
SRR AN S8 4, B0 SR T AN B
NO3-ZnAl-1FRs/(EP-PA) 1 PW,,0,,-ZnAl-IFRs/(EP-
PA) E 5B BRI (THR) 43520 39.4MJ-m™
i1 28.2 MJ-m™2, A IFRs/(EP-PA) & & #1 KL 1) 65.0%
1 46.5% .

{7 4 IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA)
Al PW1,0,49-ZnAl-TFRs/(EP-PA) B A MR PR ik
M (HRR) £k, %1 8 Jy IFRs/(EP-PA). NO,-ZnAl-
IERs/(EP-PA) Hl PW,,04,-ZnAl-IFRs/(EP-PA) & &
BB THR 2, PTLLEIL, PW,0,40-ZnAl-IFRs/
(EP-PA) & & #1 ¥} B9 HRR Fl THR i1 £ 117 T NO,-
ZnAl-IFRs/(EP-PA) F1 IFRs/(EP-PA) & & #1 ¥} it £k
#F J7, H HRR{E 1 THR {6 W & /b o 3569
PW,,0,0-ZnAl-IFRs/(EP-PA) & & # ¥}t NOs-ZnAl-
IFRs/(EP- PA) H1 IFRs/(EP-PA) & & M ¥} ¥ 68 A 2L
HiL A A B B, PW,,0,4,-ZnAl-IFRs/(EP-PA)
524 MR BRI ORI T NOs-ZnAl-IFRs/(EP-PA)
SA4ME, LT IFRs/(EP-PA) & & # k.

Kl 9 24 IFRs/(EP-PA). NO;-ZnAl-IFRs/(EP-PA)
ﬂl PW12040-ZnAl-IFRs/(EP-PA) 525 B RE Y 0 R Tk

M (TSP) #h 4k . i 2 6 FIIE 9 AT 41, IFRs/(EP-
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[§] 7 IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA) il PW,,0,-ZnAl-
IFRs/(EP-PA) E AR HGE S (HRR) HiZk
Fig.7 Heatrelease rate(HRR) curves of IFRs/(EP-PA), NO;-ZnAl-
IFRs/(EP-PA) and PW,,0,,-ZnAl-IFRs/(EP-PA) composites
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IFRs/(EP-PA) & ARG AR (THR) #iZk
Fig.8 Total heat release (THR) curves of IFRs/(EP-PA), NO;-ZnAl-
IFRs/(EP-PA) and PW,,0,,-ZnAl-IFRs/(EP-PA) composites

PA) & & FH TSP 2 4.7 m®>m™, il A NO,-ZnAl
LDHs )5, NOz;-ZnAl-IFRs/(EP-PA) & & #1 kL) TSP
B #] 2.9 m>m™2, & IFRs/(EP-PA) & & M k1Y
61.7%; A PW,;,0,40-ZnAlLDHSs Jii, PW;,0,,-ZnAl-
IFRs/(EP-PA) & & #1 Bl B9 TSP T [% #] 2.1 m*>m™2,
%% IFRs/(EP-PA) & & M B /N T 55.3%, % NOs-
ZnAl-IFRs/(EP-PA) & & # B /N T 27.6%. 13 B
NO;-ZnAl LDHs fig A %4 i /> IFRs/(EP-PA) & & #1
Bl SR B, 11 PW,0,0-ZnAl-IFRs/(EP-PA)
524 BRI B TICRE 7148 NO3-ZnAl-TFRs/(EP-PA) &
HARHE— D3 & . B AT AT, NOs-ZnAl LDHs
19 1A BE A5 %4 Hb W% I TFRs/(EP-PA) & & 1 B} iy 4
FE TR M BT 5 PW,0,40-ZnAl LDHs £ 1A i

6.0 L™ IFRs/(EP-PA)
" | = NO,-ZnAl-IFRs/(EP-PA)

|+~ PW,,0,,-ZnAl-IFRs/(EP-PA)

1.5+¢

0 100 200 300 400 500 600
Time/s

[§9 IFRs/(EP-PA). NO-ZnAl-IFRs/(EP-PA) il PW,,0,-ZnAl-
IFRs/(EP-PA) A FHEHIHREICE A (TSP) #hik
Fig.9 Total smoke produce(TSP) curves of IFRs/(EP-PA), NO3-ZnAl-
IFRs/(EP-PA) and PW,,0,4,-ZnAl-IFRs/(EP-PA) composites
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IFRs/(EP-PA) & & 1 1 F0RE J50F K B i itk — 25
FEAL. XnIRefe i T & KEmaE . LaEBKAm
45 i 7K () NOs-ZnAl LDHs 52 #4311
H,0 il CO, RE#E T B O, IF MR I A, FEARER
HEWIR RN ; JHLY NOs-ZnAl LDHs il A
B A R0 = TFRs B PLEALRE T, JF B s R 5
[ Zn-Al- 75 AU IR Fh ik 2, T v 80 Ml R HE B A B
AW BEEAER, Mk . H NOs;-ZnAl LDHs 28
500~600°C 5 ik 43 fift J5 T8 B 2 L R A LE 3R T FR
152 & & B A ALY, nT W BRHR e 2 B b = A A
%, BN E P, PW,0,4-ZnAl LDHs B4
BB AE, L H % NO,-ZnAl LDHs fE i 35 b [ fi%
IFRs/(EP-PA) & & M ¥ i) MEHC, & & W #}4) fift
T H B R R BETHRE Y Oy Bk /b . X AT RE & T
[PW 12040 1E R F A5 7, I 5 3 $2 5 NO,-ZnAl
LDHs () #4 %% 52 PE A BH AR o [PW 120401355 #4 %
IR A A2 LAY HPOg. i 8 2 45 i M 7K 1 1l 7 SR
YE s TEAMERE, BRERIBEE, ik
FE M AR AWK BR AL e Ak, = I A R ZnO
ALO; WO3. W(PO,), S5 fb & W i Fe b TE L A A
TR 1Y 4 T8 W-Zn-Al-75 4800 R 8 [ 25 0% i, 2
1o I Tk R 2 P AR 0, O — 2B U )2 Y
BARE, AR A R AT IR SR D, R B
FEWBEREVER . BB R JZ AR IR 5 0, #4
ARl TR BE R EA T, sk O B 2 AR AR
2.5 ZnAl-IFRs/(EP-PA) B % &M 5

10 /& IFRs/(EP-PA) . NO,-ZnAl-IFRs/(EP-PA)
H1 PW,,0,4-ZnAl-IFRs/(EP-PA) 52 45 #1 B} 4 T i #4
SR AR AW BB BB . W L, TFRs/(EP-PA).
NO,-ZnAl-TFRs/(EP-PA) Il PW,,0,(-ZnAl-IFRs/(EP-

_ (a IFRs/(EI-’-PA)

i

(b) NO,-ZnAI-TFRs/(EP-PA)

PA) & G MOBHR B J5 5% 43 W) 3% 10 58 PR Y BT
{H IFRs/(EP-PA) #ll NO;-ZnAl-IFRs/(EP-PA) & & #1
BRI B el R B B G &S TR, H IFRs/(EP-PA)
BAEMERZWKG, 2055 E,
NO;-ZnAI-IFRs/(EP-PA) & & ¥ ki I ik ok 12 A 5%
S, T PW,,040-ZnAl-IFRs/(EP-PA) & 4 ¥ K}
(8% ¢ 32 J22 WU I figs 451 ) 1 6 A B 2 W o ol 2 B 1
I %% F IFRs/(EP-PA) Fll NO,-ZnAl-IFRs/(EP-PA) &
SR, KR BEERAEAER, BRZEH KR
IFRs/(EP-PA) fil NO,-ZnAl- IFRs/(EP-PA) & 4 ¥ ¥}
) 5 1

/<111 4 IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA)
Hl PW,,0,40-ZnAl-IFRs/(EP-PA) 2 45 #4 K} 4 & i #4
SEEGFR AW SEM B4 . Bl I, IFRs/(EP-PA) &
G ORI B AR R 0 e B B, A AR 22 AR TR 1Y T L
gr, T S b 4 I O, T 32 i R BE )
4555 ; NO5-ZnAl-IFRs/(EP-PA) & 4 b1 Bl i 5% ¢ 2
AT AR, BUE MR, B2 RNV R
R A B S 5 T PW,,0,40-ZnAl-IFRs/(EP-PA)
A MBI R AR R AR AR BN IR L, AR TE
TS ¥h) . BRI, ReR B B0 bR
RELF A H]
2.6 ZnAl-IFRs/(EP-PA) By /12 14 &k

%% 7 5 EP-PA. IFRs/(EP-PA). NO,-ZnAl-IFRs/
(EP-PA) Fll PW,,0,,-ZnAl-IFRs/(EP-PA) & & 1 kL)
JiEVERE . AT, EP-PA (57 o158 JBE 0 4 24 5 i
43514 11.47 MPa F1 42.83 N-mm™', BHERFI A9 m A
FEAIR T EP-PA [ 7 {58 i F1 4 245 & . IFRs/(EP-
PA) & & BERE Y iz it o 2 R4 24 5% I 3¢ EP-PA 73
SN T 29% F27%, X Al GBS B T IFRs 1Y 0

N
(¢) PW,0,,-ZnAI-TFRs/(EP-PA)

%10 IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA) fll PW,,0,0-ZnAl-IFRs/(EP-PA) & A bR fk 1 SE 00 58 e 1 B50h0 18 1

Fig. 10 Digital photographs of residual carbon of IFRs/(EP-PA), NO5-ZnAl-IFRs/(EP-PA) and PW},04,-ZnAl-IFRs/(EP-PA) composites

after cone calorimeter experiment
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Fig. 11 SEM images of residue of IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA) and PW,,0,-ZnAl-IFRs/(EP-PA) composites after cone calorimeter experiment

S T EP-PA (1) 32 I [& {6 & & . NO;-ZnAl-IFRs/
(EP-PA) il PW,,0,,-ZnAl-IFRs/(EP-PA) & & #1 B 1y
Fi7 v 5, 5 R 4 24 58 i %% TFRs/(EP-PA) & & #1 B #l
AW/ o TFRs/(EP-PA) 55 A1} 2L 3255 EP-
PA Y il T 55.7%. i NOs-ZnAl-IFRs/(EP-PA) fll

PW,,0,(-ZnAl-IFRs/(EP-PA) & & 4 B} 1 W 24 {1
Bk — K, B4l EP-PA 43 B30 T 80.3% Fl
81.6%. iX 1] BEJE H1 T NO,;-ZnAl LDHs 1 PW,;,0,,-
ZnAl LDHs [ U8 N B 85 1 43 8% 8] () Y5 12 46 0,
i 5 FHE 2RSS N o

&R 7 EP-PA. IFRs/(EP-PA). NO,-ZnAl-IFRs/(EP-PA) 1 PW,,0,,-ZnAl-IFRs/(EP-PA) £ &# #IE1 118k
Table 7 Mechanical properties of EP-PA, IFRs/(EP-PA), NO;-ZnAl-IFRs/(EP-PA) and PW,,0,,-ZnAl-IFRs/(EP-PA)composites

Sample Tensile strength/MPa Tear strength/(N-mm™) Elongation at break/%
EP-PA 11.47 42.83 10.87
IFRs/(EP-PA) 8.12 31.40 16.93
NO;-ZnAl-IFRs/(EP-PA) 7.86 30.23 19.60
PW,,0,4-ZnAl-IFRs/(EP-PA) 8.03 30.62 19.39
S o B 2o o 3t
3 #it PA) & & M R E B AR 3% (MHRR) . 3 F

(1) R ILUOTE L A BT ZnAl il il AR 2R WL
4 )@ A E ALY (NO5-ZnAl LDHs) Fi 9k 4 ; SR 5 %
FH 8 7 £ 4 )2 B8P NOs-ZnAl LDHs, & T
ZnAl B TR AR JZ IR A E: 8 S A ALY (PW1,0,40-ZnAl
LDHs),

(2) A [F] AR AR 5 R, 2 K BE#A 7R (IFRs)/ 25 4 -
R WE MR (EP-PA) & 4 #4415 F 200°C F1 300°C
JT e B (R d i, TR B s AR NOs-ZnAl-
IFRs/(EP-PA) 5418}, 1l PW,,0,9-ZnAl-IFRs/(EP-
PA) & & MR E A S R TR 3%, 35 5] 200°C
H1300°C 5 I 18] 43 1] 2 764.0 s F1 1 526's, it B
PW,,04-ZnAl-IFRs/(EP-PA) & & #1 ¥l % IFRs/(EP-
PA) Fl1 NO,-ZnAlI-IFRs/(EP-PA) & & #1 Btk fE /1
WAk, HEREMA LS

(3) HEIE BB ], PW,,0,4,-ZnAl-IFRs/(EP-

BBk e A (MEHC) . i AR e I, L 85 3y
K 45 %1 (FGI) S NO,;-ZnAl-IFRs/(EP-PA) & 4 ¥ K}
i) 23%, A IFRs/(EP-PA) & & M EHY 14.5%, HAK
il K I & HE (4 BE 1 B9k . PW,0,40-ZnAl-TIFRs/(EP-
PA) &2 A 1} B 40 R O B (TSP) %% TFRs/(EP-PA)
HAMEIE L T 55.3%, %8 NO,-ZnAl-IFRs/(EP-PA)
BEMBIRA T 27.6%. KL, PW,;,04-ZnAl-IFRs/
(EP-PA) B4 K5 NO5-ZnAl-IFRs/(EP-PA) 1 IFRs/
(EP-PA) 5 & M R B RE A A5kt 410 il 44 2 AR <1 e
T XATRESE TIPW 120401 AUIHZ B PW),0,0-
ZnAl LDHs (1) 8% B2 BEAIG, sy #rE#e 0w, 5 EP-
PA PR FEARIR A 515 540, [PW0k P 1E R
AR, 5 IFRs MR FTRRMAUK . PW 50,0
ZnAl-IFRs/(EP-PA) & & # kL 3Z #4 , PW,,049-ZnAl
LDHs JZ [A] i 7K W 4, BRI 7 AR 1 A Uk B
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