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#i%iu VA B FARAR A A, i B P Ak = B U (ME) 4= H,PO, BB 4] & & LA B4 5 & i fe 3 AL
89 Z R AEAERR & (MP), B MP 2 3 B AR5 Z RA R AR 35 (MPP), 51812 T MP 4R ML L
%J ME 5 H,PO, 9¥ a2 b 10 1.05 K BT Rl 24 2.0 h R B E A 95°C. ME 5 % & FRKa9h R e b A
3:97 ; MPP #9 AEA T L4 H  RIRARIE A 300°C, #RR BT 4 4.0 h, @i 3k MP F= MPP 4% 4 e AxAF i 47
FTIR % #7. NMR 547 Fe TG 5#7, 46 R &, L H 4 8 MP F= MPP, 4 ;st MP 4 &, K F 5% B a9iR E ik
5 306.67°C; MPP # %k & 5% B 6938 4 360.33°C, 3 K # 38 JE 4 432.33°C, T00°C R #9 75 % 5 A 23.06% , 4k
LR TAEA ARG T IH R L F S, ik MPP 5B & H) (MPP 5 s 5 7 69 B sk 4 3 1 7) & IR R [V 50 7 Jm
F| PP ¥, S ISR FLMR AR T o4 h 18% B, 7T{E PP ¢4 FAMKPEAR X 3] V-0 2,
KR : = RAEARER 3 ZRAVERBRIR 35 6% BIKE TR A R
FES$ES: TQ314.248  CHFFRIAEL: A XE4S:1001-3539(2018)03-0122-06

Synthesis of Melamine Polyphosphate and Properties of Flame 'Retardant Polypropylene
Zhong Zhigiang": > *, Hu Zhi"“?*?,-Mei Qing" **
(1. Chonggqing Copolyforce Engineering Plastics Co., Ltd., Chongqing 401332, China ;
2. Chongging Engineering Technology Research Center of High Performance Engineering Plastics, Chongqing 400037, China ;
3. China Coal Technology and Engineering Group Chongqing Research Institute, Chongqing 400037, China)

Abstract : Taking deionized water as solvent, melamine phosphate (MP) with high purity, high whiteness and high thermal
stability was synthesized by reaction of melamine (ME) and H;PO,. Melamine polyphosphate (MPP) was synthesized through ther-
mal polymerization from MP. The best synthesis process of MP is :the ratio of the amount of substance of ME and H;PO,is 1 : 1.05,
the reaction time is 2.0 h, the reaction temperature is 95°C, the ratio of the amount of substance of ME and deionized water is 3 : 97.
The best synthesis process of MPP is : the thermal polymerization temperature is 300°C , the holding time is 4.0 h. The thermal beha-
viors and structure were characterized and studied by FTIR, TG and NMR analysis respectively. The results show that MP and MPP
are successfully synthesized, the synthesized MP shows high purity and the temperature of 5% thermal lost weight is 306.67°C . For
MPP, the the temperature of 5% heat lost weight is 360.33°C, the maximum thermal decomposition temperature is 432.33°C and the
char residual rate at 700°C is 23.06%, both MP and MPP have better thermal stability than the standard sample. The addition of intu-
mescent flame retardant that mixed by MPP and carbon-forming agent (3 : 7) improved the flame retardancy of PP. When the mass
fraction of the intumescent flame retardant is 18%, the flame retardancy of PP can reach V-0 level.

Keywords : melamine phosphate ; melamine polyphosphate ; synthesis ; intumescent flame retardant ; polypropylene
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Plastics Application, 2018 ,46(3):122-127.
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RGN 2 BBEIREL (D% G W T A7 B I 1
BRI DRI Al T2 A i B Sciik
[4-8] RH “PiAL" & MPP, 25— A i =%
FREWERR R (MP) R v, SN 0 A S o It 5 0 3k
JEAIF ], 25 G A i R b kAR Ry e, fifi s
N ICE AR B S AT B R N 22 P A A =
REMHEREL (MP), (2C,N,H,) - H,PO, 1l C,N,H, -
2H,PO, SFY T IR G, I A F IR G531
MPP (W54 HERR S EIAMAZE = A 22 50K .

SEH R R BT KA ) 38 R Al
= IR RN B ;G 1 v 2B e B R
FE PR = REEBEIR L (MP), & IR 515 3
MPP. 7 8% Rk B BRI EC 7 T, il ad A i MPP &
P B 2% 57 (MPP SR B e te ok 32 7) il 46 T
2 I 7R BELAR 700 5 1 R Al 25 BELJR 390 % - 3R
P (PP) ikl A5 BHIR PP AL, 38 i (d 7 AR 21
HMETE (FTIR) 20 M7 VK (TG) 43 #T FAZ g e %
(NMR) 504, #F 5% A 1 MP F1 MPP (1 RE , 3K H:
HHRZE T TR E R
1 KIeERsy
1.1 EZZRH

PP : K7926, Hf it s il 702 w5

H,PO, : R0 50H 85%, Tolkdh, K EZE Ak
T A BR AT

= IE M (ME) « A4l DU )1 4 5 €51k T
A BR AT

MP #5RFE |, MPP BRkE: Tl g, DU ARG 401k T
WG BE 5

LA : 1010, 168, Fi H-7 B AL TABRAF;

JR A P B K Al
1.2 EZMNERXE

ALK HL: QYYS—20A I, 5 P Fy T /K kb BH %
A RAF

R A HL: SHR-10A B, 7K 5 Hk 17 B2 G H LA
]

MU FEH% I HL: TE-35 B4, VT IR BRI Ak T2 4
HBRAF]

AL : SZ-90 AY, AR ARAEHUIA FRA 7 5

B ah R B HL . ZBC1000 B, HRIH =

ARHMEINAG BR A A 5
M1 BEI B AL CMT—4204 &1, %I 51 = &
ARSI B A 5

e FLRBRAN : CZF-2 B, B 5t VL7 e M e A

FRAF]

A LB RX3 Y, 5 B5E Tl o By A R A
Fl;

TG 43 #11: TGA /DSC1 / 1600LF, i -1 4 45
) — FeRIZ ]

FTIR 1% : Nicolet iS50 %I, FE 2k K i /R BHEE (
) AR

NMR 1% : 600 DD2, 3 [ EEB A7 o
1.3 XAEH &

BT AP 2K (1336.5 ¢) IMAE] Y H
B, 76 95 °C T RREed #EIF A ME (94.50 g),
TSI A LA 2 0 /s 2J30E I HyPO, (90.79 g), i
AR PRI AR 95°C, TN 58 U5 FFSdit
FERBE 2.5 h, ARG AR I 2, P ok gk
BN 95°C R HET 5 eJm My iS5 2] 1 G R AR MP FE
fho PR MP.25 R BE D 7 — s PRI B RN R
[] T B RB R K 1581 MPP A i

S35 B il MPPE L FT MPP A5 A 5 B )
2 i (MPP A B MPP A3 b S5 e 5] 119 5 2 L oy
3 7)Y BHAR AL, o PP AT A R K 7R R
JOR R Fie IR — 7 T LU IR AT ), 76 200 CHAE AR B T 28
BURATHF IR AL R, SRFT % 34 300 r/min. KT
FERERHE 85°C R T4 3 h i ZETESAIEIE Jy 200°C .
VBRI 60 MPa T v Y8 sSAn v URE , AR L fif
.

1.4 PEAEMIGX R 45 AT

e FTIRBEEBEHE GB /T 24082008 T3k, £ 4%
Bk 3.2 mm ;

PSR4 GB /T 1040-2006 52, 7 e
>4 50 mm/min ;

B pi i Y GB /T 1043-2008 i ;

TG 581 : R AT, UFHREEE N 10°C /
min, J& VLA 30 ~ 750 CIAE ;

FTIR 4347 : 135 7E A 500 ~ 4000 ecm™, 433
M4 em

*'P NMR 5041 PURARK VR
2 GHR5ITE
2.1 MPP #4 %,

(1) MP 4 1o

H B = e 25 3R W, ME 5 H,PO, 194
JoT () 2 22 O B g AR, HLAE R 1.05 0 1 &
S BN ME o #2574 Bl 4 (2C,N;H)
-H;PO,, H,PO, i # & 5 8™ A4 &l 7= ¥ C;N;H, -
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2H,PO, ™, (HAESLE R R B, HyPO, ik 4 i
A LU A T /K A9 ME 584 K0, 53 MR A i i
H,PO, 5¢ 4=V fif T RE, v LA i 4ih 8 e 4 B85 s
B MP FIRE, 35 50 7= i MP RO 2R . TEYRHD Eb
iff o B it L, 38 e Y S IR R RO B[R] . MEE
5B K IR A B2 HOR B MP RE S G
R ERERIN T 1,

R1 TRERMEGTEMN MP HRE=E
ME 5%

Fhdh - ME 5 HiPO, Y RBHR S oo e R/
gy WIEMEZEE /¢ W /h R 1 %
H
MP1 1:1.05 85 2.0 1:99 85.99
MP2 1:1.05 90 2.0 1:99 89.63
MP3 1:1.05 95 2.0 1:99 90.16
MP4 1:1.05 95 3.0 1:99 90.34
MP5 1:1.05 95 2.0 2:98 97.47
MP6 1:1.05 95 2.0 3:97 99.11
MP7 1:1.05 95 2.0 4:96 98.98
MPS8 1:1.05 95 1.0 3:97 87.74
1 MP FEEL =5 =MP FEfh G/ (0.85 x HZPO, A fFi e +

ME [ ),

H 26 1 o MP1RESL ~MP3 BE S I ELE T LR
Y B A AR, BE A B i B 4 3] 95,
MP3 # i 1 77 R 5 2] 90.16% 5 16 5 IR
95 CI, B4 A0 B B I TE] 2] 3.0 W B MP4 B S B975eR
}90.34% , A X F MP3 B i 1 7= % 8490.16%, 7
FAUHE R 0.18%. WA 15 g 1 e A SL g 45 7
FER VIR 2.0 ho XFF MP5HE 5L ~MP7 #£5,
Mt JH T ME 5 28 Tk R 2 kR,
ME 5 X B /KPR 2 LR 3 0 97 1Y MP6
FE S0 A Fe A 775, 99.11% 3 MP8 K i (19 77 3R
h 87.74%, 5 MP6 F£ i 1t |2 N 2% 14 AH L, A Bz
IFIRIRE A 1.0 h, (H ™ 5 FEAK 11.37%. LG5
J R 25X MP A i 7= S sk B, S 45 ME
5 HPO, I 2 Le o 12 1.05 S W B[] R
2.0 h W IR K 95°C . ME 525 85 K ) T 1Y
WZ R 3 0 97 B, MP A ( BI MP6 K5 ) # 7=
FheK (99.11%).

(2) MPP 94 o

X AR A A B MP6 R il it —
PR A TR E NGRS E] T & AR R G RO, 1R EIAS
[F] JI5 7K 2 9 15 7K 7 ) MPP1 ¥ i ~ MPP6 A i, H:
FER ARG Y TR 2,

H 2 2 Al LUE H, XFT MPP1 # i ~MPP3
it , BB PR 5 TR PR R O IR I T 7 165, I /K 1
KRR, VARG S8 —aiem. WFk2h

2018 4F 5 46 4,55 3 #i

*®2 AEABESHEMEFREEE TEK MPP H#RHF=R

FEfhns  RAIRIE /¢ RRETR) /h TR/ %
MPPI 240 1.0 99.66
MPP2 260 2.0 92.40
MPP3 280 4.0 85.53
MPP4 300 2.0 86.05
MPP5 300 3.0 83.76
MPP6 300 4.0 83.65

T : MPP FEFH G772 =MPP F50 T / R MP 95
MPP4 £ il ~ MPP6 ¥ i A il LUE H R GIR
JERRELE 300°C LRI A E] 3.0 h 5, X311
SZM /N, MPP6 FF i 1) Lt 5] (8] L. MPP5 % i 1
Jin 1.0 h, AN Z WK 0.11%, 15 B 7130 B T i 7K 38
B E A IEA N T4, PR N E . TEH R
SEERAEHITEN T, A5 MPP R B R AR
J& 4 300°C, AR IR EFE] A 4.0 h, IEEF, MPP B 5 )
FERTY 83.65%.

2.2 FTIR 2 #r

MP6 FEHFT MP AREER) FTIR 3% A& 1 s,
MP FrFE . MPPARFEAT MPP 5 B FTIR 1% & 40 &
2 iR

4000 3500 3000 2500 2000 1500 1000 500
W/ om™!
Bl 1 MP6 k5 F MP FREERY FTIR 3% &

890
/\/\/\N//\M\pr Fike
! MPPIFE
V Fiih

4(;00 3500 3(;00 25‘00 2060 15‘00 1(;00 5(;0
WAL/ em™
2 MP bff . MPP FRAEFT MPP A5 () FTIR 355 &
ME 1A LLAE H,3156 cm™ F13396 ecm™ Ab
J& N—H AU M4a IR s Isis, 1671 em™ 4bj& C=N
) A 447 % 2h W g 06,959, 1246 cm™ 12682 cm™
b J O—=P—O0—H Y L B W I 155 1050 cm™ Fl
1107 cm™ &b PO,—HIH4 IR sh kIl , 615 cm™
b2 NH, W AR TR IR Sl e . b IR RRAIE W A i 1)
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553CHk [10-11] T )¢ MP 19 FTIR 8% E 53R —3,
H AN MP AAE—25, UL A B MP 5

M 2 AT LA H AN T MP ke, R A 515
#| i) MPP1 #f 5 ~MPP6 K (i 75 890 em™ kb & 4
— WS, Bt T K i R ARG AR A B
B, XF B MPP ARAE T LA 890 cm™ 24 MP #4
RE A P—O—P A4 IR sh W Ui ; £ MP
AR R, H P—O i ) P—O—P Y55 AR (i
GERE S AR AT 1060 em™ Ak A IETE B G
58 T[] — P AU BT MP eI MY X E 2B MPP1
FE il ~MPP6 #£ 51 ) FTIR 3% &, AN 2 M 004 ) 56k
B A AR TE 45 MPP AR

LR LA A Hr W s s 5 1 T MP FE i I8
ARG NS5 MPP B o
2.3 TG »#7

MP bk . MP6 B 5 . MPP1 B 5 ~ MPP6 #E 5

Fl MPP HREER) TG 3B 8diis] T35 3.,
*3 HREHNASNREH

FED Tosw/  Tsy/ —vs v/ 700°CH}

C Ko C % - C™ BRAK /%
MP #5EE 225.50 279.83  369.17 058 30.55
MP6 FEHT 265.00 306.67 43933 0.49 16.09
MPP1 R&4 75.83  293.17  365.00 0.60 2991
MPP2 &4 13450 33833 361.17 0.47 32.66
MPP3 #£4h 41.00  180.17 4145 0.82 14.14
MPP4 EEff 42.00 339.17 43217 0.58 28.77
MPP5 KEdl 67.83  359.33 42933 0.64 23.02
MPP6 FE&h  134.67 36033 43233 0.57 23.06
MPP #3ff  64.83  362.83  378.00 0.54 22.61

Y T, g IR 0.5% IRHIIRIE, Ty, KAV TR 5% IEHOIRLEE (4]
U SMRIREE ), Ty SR HMIREE, v Rk e TR

H & 3 AT L, MP6 R 25 L MP FRkE s &
Tyso, 1 Ty, H MP6 BESH ) T, M 439.33°C, H MP
FREEV G T 70°C . A MP6 Ff i AT B I (Y S g
PE. MPP1 £ ~MPP6 £ i 1 TG Fudii 21, 2434
A E IS B 300 °C B, 45 B9 MPP F & (MPP4
FE b ~MPP6 #£ 1l ) B L MP bRAE T 5 /Y T, 1
Touxo LB R I, MR AR E KT 300 CHE, =4
i T R A KL SRR e B, T L MPP R & (1 fe
PR GIRE A 300°C. HARTEATEI N 4 h /) MPP6
FEMEAR AR IR ERZ , A AR
0, BT LA 5 S FE IR 2 . AH LE MPP FRAE,
MPP6 #: it A 4 5 1Y T 50, FIAHZE AR Z 0 Ty, 53
W1k 134.67 °C H1 360.33 °C, H T, Jy 432.33°C, It
MPP FrREREG T 54°C, 700 C I AR e R T 5, o
23.06%, B4k FALT MPP AnkE., 26 KE, MERE

B2 300°C PRI ]2 4 h i MPP6 #F i B A
e 5 B BES e MR RN AR, AT 5 T3 FHBEA R A BEL
WRASR
2.4 NMR 41

& 3 S MP #£ 4 . MP BRAE . MPP ££ i Fil MPP
FREERY *'P NMR 1%

~0.034
20 10 0 -10 20
B
(a)
-0.037
7.040
20 10 0 -10 -20
B
(b)
~0.118
~10.974
~23.146
I
20 10 0 -10 -20
5
(©
-10.720
-0.007
~21.668
20 10 0 -10 20
P)
(d)

a—MP6 F it ; b—MP $5ff; c—MPP6 Ff i ; d—MPP FkE
B3 MP6 FEfh . MP FREE . MPP6 B Fll MPP AREEA *'P NMR 4]
H1 &l 3a AT A1, MP6 A 5 AXLEAL 7 0 F8 0 B IT
A — IR ST , T 7 ) PP g BT A ) A S S R PR 58
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2018 4F 5 46 4,55 3 #i

S AR Y BRSNS e . BB 3b AT, MP
FRAEBRAEAL A0S O BT A — MRS Ak, i 7 A2
fit% —7.040 Ab B T — D ERIR B IR £ i 22 ST 0,
I AZR AR 7 OB Al SR R L 3e [ 3d AT,
MPP6 # il MPP ARAEERA 3 S Wficide, 1) 3
TEALZENI RS 0, —10, —20 FFHIT , 31X 5 SCHk [12-14] 2

A—3,

Zx L mid, CREh A R B AR MP6 A i A
MPP6 F£i
2.5 MPP f£ PP F &9 A

F 4 USSR BRI 122 0% B2 i B BELA 9 s
PP AYBHIAYE BB AN PR R A ZE R

R4 FMAEMENSEHEKEEHAFIE PP BRI N F EREIIX S R

BT/ % J1VEREN 2 e ERBEI K4S
J¥ AR B Ik - S 5 i 5 MK SARRE A .
¥ WA mfp wi goage 0 D S o S T JEEINE g
= PP - . B /MPa KR ,% /(K] -mY) UM BTG BAEAbE RS AR oy
MPP6 FEfil - MPP ArkE > a e WRBESE] /s SRBEE] /s INTE] /s A v
1100 23.0 89.1 29.0 ARIEK ENSUN ARIEK 2 NR
2 85 15 20.2 41.7 8.4 1/3/2/2/1 5/8/9/4/6 41 % V-1
30082 18 19.2 36.2 7.9 0/1/0/0/1 3/4/4/3/4 20 fi V-0
4 85 15 203 40.7 8.5 1/2/3/213 8/4/8/5/8 44 7 V-1
50 82 18 18.2 20.5 9.5 0/0/1/1/0 4/3/5/4/4 2 & V-0
2% 4 Bl Fn s gt fE af LUK B, 2 PP kA 3 45ig

RRELIRR , KO & 2 5 e HL H BEA TO 8% o, I AT T
TES R R B 42 7= A o 3 B il B MPP6
1 MPP FAf 2 B s e 751 17 S R B R BELASR 1) ), L
BHIATEBEAHZEAN K . MM 15 1 MPP 54 & ik
BN £ B K B BHARFIRT , PP R LRSS IS
Je WA 2% KA R e i [0 R R AP, AR i A AR
PR IR S AT, (RS S BRRHE TS 1 M R e
] K, SR A S PR IR et Tl 2 F K+
10 s, BEARZE AL Ny V-1 s M2 KA LR 700 38
FI| 18 it B — U s R IS AR 1 8 K HR,
AR SR AR R B R = A T A
TR EIR 2 8 U S BRIREE T IR E A2 I
BT T AL AL AR SR B TR B K R
AR, BRI BH R DGR 2] V-0 2 ™ Ui A il
(1) MPP 55 ¢ 51| HL AT B3 [] BELBR (R 808 , 3k <R
PRUR R 22 18] A BRI E 7= A P BUR R IR )2 e i
ARG MR AL S KN, BHLLE SUORT T BRI A 422 Ml
A KA ERIE AR A 1Y HAAT F AL e R I BELAR
R R T (R Y BEBRAECR AL TE SN 18% BHAR G B mT
RE V-0 g, NFE 4T FEH, Al MPP fil MPP
P A S e 70 17 ) 2 ik 84 BELASR 790 6 BELAA PP g
“MERR I e AR AR ARIR] . B I K TR B AR 1
TIA X BEER PP (87 A i B2 5 Ml AN A, (H 7 284
N 1 QWU i Y 1 1 R s Sl PN SR 1 S
HE LA ) 4 Ao 2R UKL , LRI k- i 240 8 T
PP Hf 5P A 12647 2 1 A B ) BELSR 570 5 PP 22 [R] ()
FHRURG S5 125, 32 105 R N S SR s, 25 5
IR, T REAIG T MR M e R A o i 3 ),

(1) 24 4% il ME 55 H,PO, (194 Ji ) i 2t
1+ 1,05 BEF 1] R 2.0 b S0 i EE K 95°C . ME
HEBTRKNYFEZIL A 3+ 97 i), /] &8
PR ARG E PR MP .

(2) AR MP 2 PR A il 13 MPP, i T2
ARy RRAREE N 300°C, LRIRAT I 4.0 h, itk
fif, MPP K 750 83.65%

(3) A L) MPP6 HE 1) Ty 0, 4 134.67°C, Ty,
4 360.33°C, T, 9 432.33°C, 700 CHFIIER SR F N
23.06%, BA AL T MPP ARk

(4) F MPP6 F: ity 55 5% 51 52 e (MPP -5 A% 57
B EE D 3 2 7) il S IR AR AR ) PP
i ik B BHAZR R0 S HE 23 KR 18% IF, Il PP Y FH
MATEREISE] V-0 2.
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