% *n) {& % DOI: 10.6023/cjoc201309026 ﬁﬁ?‘ﬁ%*ﬁ

Chinese Journal of Organic Chemistry

NOTE

WER A SR E RSB Aa K BB E E SRR S AR I RERT 5%
WwEE AmE’  BEAMAC  HRFEC

( FIETHRICX A A g 200032)
CRBFREE OEE SRR i 200072)
PR LEAENACESPT B 200032)

HXE

RWE DI A B NGRS K H I BRBis-GMA) M AR, BN = & % — 2L N4 TR G (TEDMA ) Fl FH 2
WG CERHEMA) 4 By 5, DAARR AU JELIORE, I SR U 3R 6 20 4 T WA 52 5 i Rt 4
;K457 A O Bis-GMA 5 TEDMA [IAZIAL RS 9ok A EE R A, Ah45577 B oA Bis-GMA 5 HEMA (K]
ACWEILIRY) G AR A GG, FHIX P FORE 45 R0 2T 40T 5 P ARORG &, R0 T i B8 55 MU 55 % 3K 5 ok
SE 300 0 BT YIRS &5 58 55 11 5 ).

R XU A BV IR N IA IR A K H R, SAANR, JCHLIDRL BYUIRG S 0R A

Synthesis and Properties of Bis-GMA-Based Composite Resin

Qian, Wenhao* Xu, Peicheng™* Su, Jiansheng” Lu, Guolin ¢ Huang, Xiaoyu®
(“ Department of Stomatology, Shanghai Xuhui District Dental Center, Shanghai 200032)
(® Department of Prosthodontics, College of Stomatology, Tongji University, Shanghai 200072)
(“ Shanghai Institute of Organic Chemistry, Chinese Academy of Sciences, Shanghai 200032)

Abstract Two composite resin bonders were prepared via in-situ polymerization and blending method using Bis-GMA as
resin matrix and nano-SiO, as inorganic filler. Composite resin bonder A was composed of crosslinked copolymer of
Bis-GMA/TEDMA and nano-SiO,, and composite resin bonder B contained crosslinked copolymer of Bis-GMA/HEMA and
nano-SiO,. Both composite resins were employed as luting agent to bond fiber posts into root canals and the effects of

temperature fatigue and mechanical fatigue on their shear bonding strength were studied.
Keywords bis-GMA; composite resin; inorganic filler; shear bond strength
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A, AL Bis-GMA A0 IR 5L 5T, 4 LLTCH LI
Bl Gl I R AT A IR K7 % T PR A R
Z71, ARV 73T K P RIRG 45 TR T A AR £ SRR (AR
g5 ph T R AL E PR AR A LA RN I s ) S S R 45
(TR 2L BT LA, BRI T LR 57 R I
PR AR 45 770 B DR 4 58R BE (5, A% AN ] B
17T HRAL, DO IR AL 3R 2%

1 ZR51HE
1.1 Bis-GMA ESHHAEE MK

BATE e Bis-GMA 4375 = 4 IR N4
%5 (TEDMA)FI H JE NI TR ¥4 L BB (HEMA) HEAT 1 i
FETCMILER (Scheme 1), T P47 IR 1 [ 4015 21
THRAARINE AR B, I A IR RGS (B 1A, 1T
LLFE # Bis-GMA Fl TEDMA 54 Jo 7 A= (A B iR 1E
I, W g (9 6.85)F1 h (5 6.69) 4 poly(Bis-GMA) 73 H 2
SRR, W £ (0 4.06)4bIIEXT N T poly(Bis-
GMA) I PTEDMA " 5 i 3 AHIE 1) 0 FF 2L A, 6
3.52~3.72 WU e A1 d 1] Uk HoE S48 ARIE 1) B B A
(FIRFIEVE,  1.85 AL [P ¢ X T poly(Bis-GMA)E 4+
PRZRIR ) S N2 B 6 AN R MRFIE S, U a (0 0.55)F0
I b (6 0.92) 4 58 F AL A TR IR H 1) LS IR R AR U, 13
HILL Bis-GMA i3 i B 4A . TEDMA b B¢ B A #5 T
CHEENERRME A, M A ILAME BB 2A4)H,
A LA F poly(Bis-GMA) T 5 3A5 5 (3510 cm '), 2K
PR 4 4R B (1513, 1457ecm™ YAl C—H 25 i
S (831 em )%, B H XN T poly(Bis-GMA)
poly(TEDMA)H (1) I JE 162870 em ™). IV JE14(2936
em ) FRIELIE(1724 em 2%, BB T L Bis-GMA
IR A (G R [RIRE, MRIE BRI G P (]
1B) A LLE 3 Bis-GMA fil HEMA R4 )5 7 A I AH M
(R HEIGE, 16 1 (0 6.85)F1 h (0 6.68) 4 poly(Bis-GMA )7
SRR AWML, 5 4.05 AIE b XN T
poly(Bis-GMA)HI PHEMA H 55 i EEAHEE ¥ F L B&T
3.51 &b e XF N T PHEMA H -1 F2 L AH I i IV 6 F
SURFIEVE, 6 3.71 AbF UG £ 0] U5 0k e B 5 AR [k
SURFFIEIE, 1§ a (00.57)F1b (6 0.93) A 58 FH L T4 45 R i
T RS IRV, BEFTLL Bis-GMA 58 A4
HEMA R ARG T — HIE BRI G B. AR Il
B ML M % E(E 3A) T, AT LLE B FE3E16(3397 cm ™ )
BAK, Bl PHEMA 5N, Si9MNEE B XU
P3RS (1513, 1457 cm YA C—H 25 ¥R 5)14(832
em D&, B XN T poly(Bis-GMA) A PHEMA H ()31
L2936 cm '), BRILIE(1724 om )&%, dE—2E W]
T LA Bis-GMA AR B 14 AR
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Bl 1 M/ A (A)F B (B) WA E(CDCL)
Figure 1 'H NMR spectra of resins A (A) and B (B) in CDCl;
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B2 BilE A QMK S0, EEHE A (B)IZLAME K
Figure 2 FT-IR spectra of resin A (A) and composite resin A
with nano-SiO, (B)

CAAGTE R TCHLEDRL, A I T BRI SR S ). 4
R I3K P ok 45 70U AT AR 5 £ BT IR 45, AT
5 AL 5 ot 33K P Al AR Sl 445 70Kl 45 T 0 T 4 i () Y
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Figure 3 FT-IR spectra of resin B (A) and composite resin B
with nano-SiO, (B)
1E Bruker AM-400 L 5¢k. ZL4M 1% (FTIR): Nicolet
AVATAR-360, WAARE S FLH BRI [ AARE b
FHRAL  Fris, P eoamigE 8 32 IR, a#HeEh
4.0 cm™ . JgE4EHL(Mini L.E.D. N B ROGHELHL, Fekr
D107, VEE), fEFRMENL(WDW-10,7T AR RE T
B2 D), 2 A ES LA S T AR A Il e 4 A7 PR A
), AR D)L PR G B8 G A B 2 ), B
(A3503C, CIE Dentalfarm srl, i KA)), J7 8856 HL
(EHF-LM/LV &%), HA BEA a5 HEAT
S5 BB S P R DR KR S5 K THTAR () 6 flke, AR 77 LA
0.5 mm/min [RHE ) jek 7 4, B B0RG S5 S IR).

F L N R F2 L BR(HEMA, Sigma-Aldrich, 97%)id
ol PE A B A R A . = 4 WE R JE N TR IR
(TEDMA, Bil$z T, 95%)alfisi itk S84k 854 5 Al . 341
K H(BPO, iSO AT R A ], CR)id I 5L
Di - TRl e 2 05, A THREMH. NN-—3R 4
FEXTH 2K (DHET, B X8, 98%), 4k A fkE4o~
160 nm, FHEIAE VAP FAEHE R A A, @05 Ei
AL TH AR, AR), HEE( FIFIRMAL T —) 7, AR),
ToK S BRI DAL T —] 7, AR), ZEMH/K H A H.
Bis-GMA 4% i SCHik 7 v & k.

R 1 BIUPRL S 5RE (MPa) RIS R 325 25 0 BT
Table 1 Shear bond strength (MPa) and one-way ANOVA

B4

AR A4l
fz  MFG* TFG’ CG° MFG/CG TFG/CG MFG/TFG

MFG  TFG CG  MFG/CG TFG/CG MFG/TFG

16.08 18.85 22.87

3942 4477 45.07

i < < > < > <
MR 1/3 $263 +149 +3.50 P<<0.01 P<<0.05 P>0.05 $311 4353 4371 P<<0.05 P>0.05 P<0.05
14.08 14.56 15.02 2348 2470 24.82
>0. >0. >0. >0. >0. >0.
W 173 402y 4218 ta33 PZ005 P>0.05  P>0.05 069 1243 ta7g FZ005 P>005 P>005
11.67 11.86 11.75 19.59 19.27 19.55
X >0. >0. >0. >0. >0. >0.
R 1/3 4045 4149 t303 PT005 P>0.05  P>0.05 4304 4313 430y FT005 P>005 P>005
agp 1394 1529 1588 - - 27.50 29.58 29.82 o o -
- +293 £3.77 +4.72 +931 *+11.7 *11.8
“ MFG(HUIE % 35 2, mechanical fatigue group); * TEG(ili B 55 2, temperature fatigue group); ¢ CG(Wf HiZH, control group).
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SEREIR BRI i N B AR AR YIF 30 B, AR
#HE: TCEEIR, KRR, THRESEA—I, KELN
(22£1) mm. EverStick #f-4E#i(StickTech, %%=%), Z350
PREGM 2], ).
3.2 WIREHMETIHE K
3.2.1 HEAEAEZER] A

HHMNE A fE—ATH2% Schlenk i A, A
Bis-GMA (3.0 mL, 6.8 mmol), TEGMA (1.4 mL, 5.4
mmol)A1 BPO (0.0510 g, 0.21 mmol); £&5H—A T[]
Schlenk i B 47, i A DHET (0.0504 g, 0.26 mmol), Z
(0.64 mL)FI7K(0.5 mL), 73l Z - A -k =k R
S5 FHXCEKE 4 Schlenk il A HY (R A W) # A 3] Schlenk
B, =R 30 min J5, RSB, K
“¥)4.89 g, 77 96%. '"H NMR (400 MHz, CDCl;) o:
6.85, 6.69, 4.06, 3.52-3.72, 1.85, 1.48, 0.92, 0.55; FT-IR
(KBr) v: 3510, 2936, 2869, 1724, 1513, 1457, 1259, 1176,
1108, 1035, 950, 831 cm .

HHVTHEERAREE R A el A4y A
55 1 ¥ Bis-GMA (35 i, Jii /340, TEDMA (15 1),
BPO (0.5 1}), 9K S ALRE00 1)), #BARES); 4
53 2 % DHET (0.5 #), SEE(S 4y), 7K(5 1), SRJEH M
MBI A, 30 min J5, HEHATZLAMIR.
322 MAEH4 A B

E—/ T80 Schlenk JfiL A, 1A Bis-GMA (3.0
mL, 6.8 mmol), HEMA (1.4 mL, 11.5 mmol)f1 BPO
(0.0507 g, 0.21 mmol); 7F 5 —A>T#4M Schlenk Jii B 7,
BN DHET (0.0512 g, 0.26 mol), Z.8%(0.64 mL)A17K(0.5
mL), 430 2% - 78 - R VR =L AR S RSk AR
Schlenk i A "FITE AW A F Schlenk il B 1, =
WPEFE 30 min J5, EILHAT AT, BEREGY 475 ¢,
7% 93%. '"H NMR (400 MHz, CDCl;) J: 6.85, 6.68, 4.05,
3.51, 3.71, 1.42~2.20, 0.93, 0.57; FT-IR (KBr) v: 3397,
2939, 2837, 1724, 1513, 1456, 1245, 1179, 1070, 1033,
832cm .

HHVLHEAERAAEE R B: Sefe iy A
4y 1 % Bis-GMA (35 1), HEMA (15 4}), BPO (0.5 1/}),
PR EHARRE(90 1), HE IG5, 44 2 5 DHET
(0.5 1), LEEGS 1), /K5 0), RIFK ML B A,
30 min &, BEATLLAMIA.
3.3 WIRERL LR R 4 AT EE AT Ak AiE
33.1 Houdl&

K 30 BUPr AR 10 AR A AR BB 2 h
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Je TN ZE 7K L 2 AN R 0 o 3 0K, BT 3
PLEGEvh AR T Lee. K T U R 2 ARBE ALy 3 4,
R4 10 B, K 30 ARKSE R 15 mm, HA2H 1.5 mm (1)
EverStick £F4EAE, 439 32 £ 99 Flow AR R 45 77 21T RN
g5, R AMA A 6 mm KJERILT4EmE. A 41
LEWIE A; B4l SARIRB. lkhgs G, 1At 37
CHI 0.9%5 AL A .
3.3.2  HUMRIE o7 LA S

2 AR 5 AR, Sl F A BE . 7E
FHR EHIE 2350 FEgie, e g — BRI, 4
FRZE T TR DA RIS M SR BRI bt 24
JAREE, TN A BRI B o 1) Jm I s B, B
T e i R AR 7 | N S = S vl P g X 1 R BTN
i, K 30 N (R#rL 1.25 Hz (8%, 165 K
B 135°HE4T 10000 Y RIE R N .
333 RER A

2 RIS P AL BENLIE 5 A4S, 2050
7350 M SE A AZ IE, BT 37 CZEM/KPLRAF 24 h
O, HEHATARIE AL E, W RIS A 5~55 C
AHOKHIEER 10000 K, B4 30 s, 20 s [1)
REPEISIA]. T4 3 41 15 AN ARAE Ky ) B4
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