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Synthesis and characterization of isocyanate-terminated polyurethane prepolymer
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Abstract: The isocyanate-terminated polyurethane prepolymer(PPU) is synthesized by step-growth polymerization using
isophorone disocyanate(TPDI) with polyethylene glycol ( M, = 2000) as the monomers, and dibutyltin dilaurate (DBTDL) is
used as the catalyst. The appropriate reaction conditions are optimized by single factor experiments for the PPU, which are as
follows : the reaction temperature of 70°C , the quantity of catalyst as 0.75% of the materials, and the reaction time of 1.5 hours.
The molecular structures of the monomers and PPU are characterized and analyzed by FT-IR, 'H-NMR, and the thermal
properties of PPU are characterized and analyzed by TGA , which shows the thermal decomposition temperature is 268.2°C .

Key words: polyurethane prepolymer; synthesis; characterization

KA 2 i 25 57 U BR R A 2R 1ok 55 3R 6 25 JU B A
— AN TR RE &S TREY . REBH
PSR 1A 2 2 5 TUBR B R 25 T B 42 i — &8 LU 9 B T
o 8 AT SR P Bk L T 25 S TR i A 22 G B AR
REZ, BLHE A S5, 7T A o ALAR B PR K
TR PR MR 2 8 T R AR BOR 57] oo
PEUR R 48 U o i B R S A
I, SRR TSR AT 23y i S PR T 2 TR A o
FEIE TR A A B P2 BUR A, DA K& ot 2 A 4
RE KR Y S TR S R A R A B PR . \E
FHRY 2R & BR B3R K 2 o NCO 2 &R W3R (K. %
NCO Z i T 3R {4t 45 B9 — MU 7 25 2 - SE BRI R W)
Z IR Rk 2 U BB R B 2 Ul 55) T & D 2K
ar RIEER A E T A H IR R Y £ u
T E R S R R EBR B T, I SRS E R AR
R RE (SO I FE i — R FREEDA N . A BPAR

1 75 H H#9 : 2009 - 07 - 20

48 SR B 75 BT I3 X 50 DUIR R R BB
VAR A0 3R] DA £ o TR ROBL B s R . R NCO
i 2k O TSR A Bt B AR O B B R RUBR R, B A K
T G BB R, By ORI IR IR . B
#F il f4—F—NCO Hf i i 3R & B TR & (PPU) , X
BT R A P SR A AT T AL, RAE T 8
RRREBE TR KR 2> T 4548, BT 58 T BUR IR A9

1 LWL

1.1 EFERKH

i 2 3 AL R AW (HPAE) , B il ; 508 /R R
— BE B Eg (IPDI) . B Z — % 2000( PEG2000, i 7K fif
R, R al IR, — A #EBR — T 345 (DBTDL) .
MERE ., —IE T B4R 2R —H BR B R AR — F & R
(DMSO-dg) , ¥ R o Hr ki

ESTH :EFR H RIS TE (20676075) 5 18 £ 53 470 H (20060708002) 5 b 78 B2 K 2 B 52 48 BB 4
EER N E¥N1(1963 - ), 5, W+, 88 14T, EZNFGE R EAY R AEHEREARDR 58,029 - 86168257, wangxe @ sust . edu.. cno



2009 11 B

ERNF: RARIBREEREEMRENESR SR - 49 -

1.2 ZBRHE

¥ PEG2000 & T3 A Hi#E 48 IR 119 500 mL
= AR o E, R IR A AL S F s B,
BIHMES, 7 105 ~ 110°C . K5 FF 0.08 MPa &4
THEK 2 h, RIFEHZE S0CLUUT, AT BB
W AR o

FEEA R 250 mL Y OB AP A —E |
Bl IPDI 1 PEG2000, il A 2> & DBTDL A 4L,
AR A %5, 76 70°CF B 2 NCO & ik B i
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FEREEER S EHNES R3] R E
WES Wk (4], L0563 (FT-IR) FH B & F14X
8N E] B Avatar 360E.S.P.FTIR % B it 25 3 21 4p
JEREA R AR G AT I 58 o AR 3L 4R &% ('H-NMR)
F B A HL 723§ JEOL AL-300 % 4% 8 2L 4R 1% 1% ; &5
& BT FE Netzsch STA 409 PC/PG Il 52 .
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PEG2000 FJEE/R IR 2.52:1, BEi6 PU L & NCO
BN 5% . PEG2000 76 % 18 T 2 B 2, AU
E—EREA M, IPDI Ed HIEE TakE
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73 —J7TH , B T IPDI B4k 2% T 305 & 15 57 SR BR

i, T 4 IPDI 7843 I I , N Ik BE 7 AR 5 72 60°C
LB,

i BB KB BE /K B n (IPDI) : n (PEG2000) =
2.52:1,43 B4 50.60.65.70.80.90°C F [ Jif 2 h, I
MERBEFEYWHE—NCO 58,5 HE 2 iM% HE,
BEE IR FE B E FF, IPDI 5 PEG2000 H f2 I # 58 4>,
PU TR 1A Y 43 F o &t 50 R K, DA T {6 990 3% 4k o
—NCO & & T, [F B = B7 1A &R /9 32 18 o 88 ok i8R
i, 7E 70 ~ 90 CZ A 4E+¢ T #5 & . 16 T0°CHHE R
MBRMEELEE 0,1 NCO S B BBEHIBME. M
KRR 70°C HE .
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BN, BHE TOCT B 1.5~2.0 h HE T 4k
FIFHEXT PUBIRKR G A, 45 R WLE 4 Bim.
BEE LT BRI, —NCO S B R EEHEAR
WrBEAR A , I B = B AR i R B E , X U B AL
FIxt FEERER 5 EE R M EFEREE RN X
FESE AR RRF SR, SEAFHER THRE
BB MR 0.75% B ,—NCO & 8 K B A8 728 140 24
Mo GEE LB 0.75% BT BRIERE.
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FEIER 3330 em ' AEALHET 1 ASIRRE (R
S5REBMEEEXNAERT N—H &), H7E 2 268
em ' EHLEBIT 1 A RIE(RRREE—NCO
FRAEUE) ,1 730 em™ ' 22 47 Ab 52 Bk B HP 3k 5L RRAE e Bk
WA A, 1 500 em ™I R B 4B N—H B TE
N IES,1 100 em ™' A A 2B C—0—C fH4E
Pzl AT LTER A H A & 5 B R R B Fl—NCO
Mo %, B IPDI .55 PEG2000 H M2 5 & A4 )
M, XA IPDI 2 A~—NCO % HF &2 o7 15 7k 40 22 85 38
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—CH;;3.51 4b X E 153 PEG2000 H f9—CH,— ;2.5
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1.2 EFERXFEMNE

DU kiR (THF) , 4 4 J& 4 [ 3 TR 0K, % &
FENR 5 ME [, AR AR, R R DE T AR AR & /] 5
IR A b2 dhi s s ATl R A b H B .

Bruker 300 MHz #% i 3L % 1%, U ' J 5k bt A
5 ; Olympus BX51 fi 5% 2 7 5% ; Linkam THMS 600 #&
4 ; Perkin—Elmer DSC-7 Z /R HE M E .

1.3 KNSR

4-(4-THEMA)EZH (1) G HRSH CHE (8],
TR H [ A B R X B R R AR (4) Y B LS BROCER
[9-11],

1.3.1 4-(4-ETEEBER)FEE3)

# 1.214 g(5 mmol)4—(4'-TE B R ) E B (1),
0.712 g(5.2 mmol) AR IE T ke ¥ F 30 mL T ff 57,
A 2.76 g BRER¥F 5 N 3R 12 h, B &), 158 76
100 mL BY7K 5, e U0 TE o U8 T 4215 2 7= W) 4-T5 B -
4Y-ETEEBRAFECQATESH S R4 , HEH
FF—% KB, B NayS-9H,0 2.160 g(9 mmol) ¥ T
30 mL KN Z B (UK / Z BEARFREL 1:1) , fn #h 3
PG IAS] 0.897 g(3 mmol) (2) K Z.BE (60
mL) R, B PE B 3 6 h, B N IR A A 100
mL B AKOK S I T R, CBEES &, 53 4-(4'-
ETEEMBA) R, 7% 8% . IR iE
"H-NMR(CDCl;), 8:7.83(2H,d),7.76(2H,d),6.97
(2H,d),6.73(2H,d) ,4.01(2H,s),4.03(2H,t) ,1.82
(2H,m),1.76(2H,m) ,0.97(3H,m) .

1.3.2 HARELEHE AR

0.269 g(1 mmol) 4-(4'-1E T &I A ) K (3)
50.591 g(1 mmol) T /R AH [& B 5 A %o B 55 28 iR
(4)%F 30 mL oK ZEBEH, N A2 10 mg fEfL 2 HY
S B IR AR , B RN 4 b, e Hat i, 2B
VEEREIR . BAGLALEMEAK 0.61 g, 72 72%,
'"H-NMR(CDCl;), 8:8.52(1H,s),8.02(2H,d),7.94
(2H,d),7.86(2H,d),7.37(2H,d),7.27(2H,d) ,7.01
(2H,d),5.38(1H,t) ,4.65(1H, m) ,4.06(2H, m) ,2.9
(2H,t),2.75(2H,1),2.36 ~ 0.68(50H, broad) .
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2.1 BRUAAWHER

SRBCER(7] A 4- (4 -RE B E)EB (1), R
Ja 5RARIE T R4 T &4 Bk = b, 15 3]
4-THE-4-ETEEBEFRQ), ZEWHFHH
HEFEB AL K M QBRI R P 3R JR R & 2, 15
FA4-(V-ETEEBRA) B (3) , IR R iE
LAY (3) b2 5 IE W . T — B2 5 [ BE 5 JE X)
BEERE W ELYEL B EFEA S R, S
JRHY T R H [ B SR X T L 2R g (4) F 4-(4'-1F
THREMBMA) R Q) ERELMS A B W= H
RN RE T AW (5). ZHIER Btk &
VIR 43 F a5 R IEFR o
2.2 BHRUEVHEAELE

R 22 8 [ BB A b & Y I S A S A IR S
A LB R R AL TR — M ER, KA AILEYK,
PR I 2 B 4 ) B A A1 12 HAR e R4k
B VIR S TE N PR Y8 20 5 R A I R o I AE £ 2O A
A ME Az, TRREH THEYHHAERA
FRHEAGEIRE RS T IH S A8 A A1k,
A # & B B (POM) X H ARtk & 91 (5)
MEZ, Y04 152°C B A FF 46 w1k B 30 5 A
4, B 2 BTE 238.5CTEYI R MY BB BB A, R
LT 54 R ESS H 22 2R K, 2498 B T B 305 °C B, i 2
LR FF 46 1) 45 1) [R) 1 5% 28, [ B A 8 o B 40 o

M2 WBEGETKAEIEREEEHREE N
(Ao # it 42 ,238.5C)

2= 78 H B X (DSC) XF B #7 7= ¥y 3 17 I
RETFHR SR 151°C B I g, REFHEMN
(T#% 54 )

(E#% 50 W)
S % 3k
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