Fo3k Al

BT XFFHROA RFF O

Vol. 53 No. 4

2014 4 7 H Journal of Xiamen University (Natural Science) Jul. 2014
doi;10.6043/j.issn.0438-0479.2014.04.016
HX ;e A BX 75 = > =3
BREAEMERMLFAEEFAERNHAR
BB B H AR AREE L RERLE EERER O ELGALS

UEL IR e T e R4 B AR g 1] 361005)

FEEE X LL T SR Ik R B A 2 7l TR R 2 IR B (1 9 e A (1) 25 5 ek £0 SO 3 T H-NIMIR SR Jie P IR 9 0 38 % A
5 L T2 ) T 1 A 2 SRR LR S A RV, LA B0 TR IR A RO 1 2 15 30 A SR TR B SR B B P(SHD 5 1 5 Tk 72 3%
B EE PCSH), [ AL SV ER A R 4F 10306 PR 75 i 5 0 LA o2 5E £ R A JEURH ) 25 15 2 1Y 2R e 24 R B PCSHD [ 4k 50 77 7635 1
T RER IR 2 A A G 58 2006 Gl 1 £ AR 635 H-NMR SRAEWE P BT /5 H R P A 48 A6 52 8 T AT R BOHO M R R

B AL B R A R B 7 12

I SRR R - G TR SR 5 SR T TR SR 5 T D P A S TR R 5 9 1 7

FESES 0631 XHEARERS: A

H Hr K 2 R AR 43+ ot & 5 1t i 7 35 480 R
0 TR T AR o 1A B 1) 24 b il LA 7 T S A 0
e L IR T ST A Ok B BT 2R 1 U T DR A 4 [
5L FE IR T JLF A 5 3 AR R & A R0, 1% PR
2 (B AEBUR A2 50 04 T Ko Ak B Ts Tk &
Gy W 3F GE W By 5 B AR R A SR A I R B AT DL AE
—20~0 CHIIE B T Pl Bk (5 min & 34
P RE o [ T 5z Ry AR PR DR b R A A IR Y & B
VR 35 G AR A %0 5 05 T A AR KA 3, S HoAth 26 41
B B 1 4 350 0 3k B A Y. T A S 1Ak 7 B A SR
PESE B AT 3G ) 35 SR IR 5 D3 A i B S [ Ak R A 8
(4T G 2%, T o A 3% B AR A7l

FE] 9 Al B SR B R B 36 L H R Y
ml L oy SRk R R SR R 2R 2 2. el T SR T R R L A
PRI TUA R B A R R 7 A B NS 4 T Tl
A7 i i R TR 78 2R A M T R £ R B A R TN IR AR
Sk B R R 2 G DO P E AT IR AR RN AR A 5 A i A R
T R A B AT E AR P L OB A BR A
Al nl 58 4 B Ak 10 7= 5. 2 b 38 g AR R A
o, DAL R A IR RE M A AR (3 T 208/ 0) 5 U
T 1 R TR AL (A1 2 8 h i &5 S P R SRR B 3K 5
Z 6/t RN T A B AL B (8] 75 16 h DL b {5 DL#R 5
TR Ay TR 1 5 T 750 5 A T o 7 I AR AR 32 ) S 1
AL B B, Gy & HE 06 M T B Y Tl R DA Ae] o B A Sy i

We#s B HE:2013-10-01
* BIE1EH : yszou@xmu.edu.cn

TEHE . 0438-0479(2014)04-0525-06

Tk A 5 ) 5 TG 25 R I ) T A R 28 5 A L R
i 8 508 T 552 20 2R R IR O P T R 0 e o A AR R Y
Az i 77 M0 R G T I DR AT S R R I A
AT 209 52 T S A % TR I 4 1 7 A 1y D I B
o7 Xof 75 3k B AIE 5 [ P A 3 4 R DL AT T AR SO i 41 Ak
JeiE (FT-IR) ' H-NMR H1EE i i (] /0 1 R AR 3 Fb
SRR B I PR A7 A OF B T 3 0k U W S R 2 TR R
PCSH) 35 P4 7T B A BIL B R fff phe 64 7 1%

1 HRIBY

o
gk

1.1 JEREF
2,4, 6-= (H i3 1 30 28 )y (DMP-30) . | I i1

WS T A FRZS A s R Ek A R Bl P(SH) ;. H AR ZR

O 7R R DU RS 3 2 R R P (SHD, . 2 % I s 3 3 T

2 P(SHD 5 Db T JRHA BR A A s 20 AW g (E-

5D, H Ak LB 432 .

1.2 F=RRI1E

1.2.1 F=RHE &

Tl 1 R 1 6 SR A T T b 790 2 o AR s )
A 36 L P(SH) s . P(SH), #1 P(SH), 43 %I Fl
DMP-30 #% it Lt 15 1R & Fe il 5 4 1 OF T8 BT 42 21 (1)
BB AR INA DMP-30 2 #5740k hn 2 F8 5045 8D .
1.2.2 4I5VRAE

FH41 4856 354Y Nicolet Avatar 360 X 82 5 = i 3
117 RAE A FT-IR R 5 5 G B Bl sF [ 1) 25 4k 2o 72
ELOR IR SRR AN« 4 B — B I () B o 2 A I

’
5}



* 526 - JE TR CAARBE RO

2014 4F

W KBr 8 i b, #8471 FT-IR A,
1.2.3 'H-NMR R1E

F % w6 3k #: AL Bruker 400, G AR = & W ke
(CDCLy) g5 ) DU B 3 i e (TMS) Sy N b 4 23R it it
AT H-NMR AF.
R FX B 7 0K

K GB/T 12007. 7—1989") iy 5 3= I 38 %8 e
B[]

1.2.4

2 #HR5WiE

2.1 P(SH), WiEMEGRUERKEIE
EER B EE P(SH), Bl o« H LR E T IL
VUBEAE TR ME AL R AEAE TR LIS R, th T oS 2
i T A RO SR AP — AN Bl B SR AR o TR R SR 1Y
RN oA LR 2 N U B AN S kAR R AR R
LA E B EEAL T POSH), A8 506 B8, 5 Fn
B AR 15 790 e A I B . 2 TR R #i TN R B, 2 A
W H, -~ AT B A W P 00 ek 55 L A R Ak
N7 2% 1% 11 ] Bsf 0 98 20 T R Ak R RO A2 1 ) A L
F R A5 R AR 2 ) S ) SR e ) I AE
FH'H-NMR X Figfb =4 P(SH), #47RAE, Kl 1
2 JEEfL =9 P(SH), (19" H-NMR % . 3% a, b,
c N i P(SH), &3 &0 H, 4 k2= 4
Al 6 N 2.0~2.15,P(SH), | 5% 5oAH & iy 7 B 3t
A H, %R AL 2E R {E 0 A 3. 25~3.35.0 fE 4. 15
~4.25 XFREEY IR PCSH), | 5 g K2 A0 % 19 7 B 3
A He bl K 2 v Al Sy DMP-30 (19 1%
RERAF I L 4D o6 1E 4. 18 ~4. 25 ( =& | PURF [is 4k il
cﬁzooccﬁbsaH
HSH,CCOOH,C —Jﬁ—Cl-leOCCHZSH c b

¢ CH,00CCH,SH

[

4.24 422 4.20 4.18 4.16 4.14 4.12 4.10
19 A Jl L

8 6 4 2 0
0

B 1 P(SH), ' H-NMR % &
Fig. 1 'H-NMR spectra of P(SH),

4.40 4.35 4.30 4.25 4.20 4.15 4.10 4.05
0 b

Bl 2 Hn A DMP-30 727 30 d J5 9 P(SH), ' H-NMR i &
Fig. 2 ' H-NMR spectra of P(SH), after
addition of DMP-30 and 30 days’ storage

4.10~4. 18 (— & . MM B m AR 55 o
3.25~3. 35 MRy 1 ARUAH H AT AR AL H L DL L A
2 Wy P(SH), = | DUE R Ak & s AH FL I 1 Ay ok 2>
TR R ER A W £ X R B P(SHD, InA
{2 7] DMP-30 J5 758 30 d BT i 3 5 fift 1m)

# 1 P(SH), AIFAF B E#Y' H-NMR F45
Tab.1 'H-NMR integral ratio of P(SH),

at different storage time

) B 1R |2 Bk
4.18~4. 25( =% [P HE L) 0.75 0.67
4. 10~4. 18(—/ | " g fb) 0.12 0.29

% 2 & P(SH), #1 DMP-30 DI i Ik 15: 11 &
S o AF AN [ B8] 5 R B0 4804 B 17 B 3000 75 %) 458 Jie
B, AT LB L Bl PCSH), A7 il B ] (4 48 K, R
ISR M [ Ak B ) 858 e 1sF 1] 350 B K L 5 S5 7R A7 iR 60 d
Jae AR X & P(SH), KL T iHMRNA
i T B0

F 2 P(SH), AS[FIFF i I TR] fr 268 S B T % L
Tab.2 The comparison of gel time

of P(SH), at different storage time

P(SH), fin A DMP-30 B4 47 jift i [i1] /d #5E JKE 1 8] / min

0 6
5 7
10 12
20 20
60 e

T m (P(SH) D s m (FRE A AS) 2 m (DMP-30) =15:15: 1,
= .



5 43

VB2 M S8« TR TR 1 R £ 50 194 9% A R A R B AT .« 527 -

El 3 A DMP-30 f& #5719 P(SH), AN [A] £ i
i) ) FT-IR 3% & i & 3 0T LA . Bl 2 A7 0 [a)
M IE S 7 F2 565 cm AR A SR HEIE (1 732 cm AR
BiFLIE AT 015 om ' Ab ik 35 04 R BF A8 /N, X R T
P(SH) i | P 5 | ik JE 5 £ B B[R] A DRy s g 70> 5 30
LI T 2R T A R

0d
5d
10d
20d
30d
2;565 1015

2961
1732

1 1 1 1 1 1 1
3500 3000 2500 2000 1500 1000 500

olem™

3 P(SH), ARAEHS T Y FT-IR 1% &
Fig. 3 FT-IR spectra of P(SH), at different storage time
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Study on Activity Persistance of Polyester Polymercaptan Curing Agent

LIAO Yi-bin, YIN Yu,KOU Liang-liang, LIN De-xun.,LIN Cai-feng,
LU Jia,XUE Hui-yun,ZHENG Jin,ZOU You-si”

(College of Chemistry and Chemical Engineering,College of Materials, Xiamen University, Xiamen 361005, China)

Abstract ; The lifetime differences of polyether polymercaptans and two kinds of polyester polymercaptans were compared in this

paper.The lifetime of polymercaptans curing agents was characterized by FT-IR,' H-NMR and gelation time. The results revealed

that polyester polymercaptans P(SH); and polyether polymercaptans P(SH); composed of 3-mercaptopropionic acid showed a long

lifetime when using trialkylamine as accelerator, while polyester polymercaptans P (SH), composed of 2-mercaptopropionic acid

showed a decrease in curing activity and deactivated within two months.Possible mechanism of the decrease in curing activity was

proposed based on the investigation of group changes during the deactivation by FT-IR and ' H-NMR.

Key words: polyester polymercaptans; polyether polymercaptans; pentaerythritolthioglycolic acid ester;lifetime



