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(SR SRR 22, SN AR D RERRHE 7 9280 %, SHBH - 550001)

HE . KA KRG E X SRR R RIER R84 B R = k¥ 4,4 — BARSR BN (OBSH) 46
Z BN Z B (MMT) & 18], 4 % OBSH,/MMT H& 4087, @4 5 vt & #4098 k38 (FTIR) 4 & & (TG). X
HE&A4TH (XRD), 124 & F B 4AL (SEM) 5 75 ik 3t /= de #E AT FAL IR K T R R4 E 7 ik xb A4 285 % OBSH 45 &
T 0 MBEDE MMT B e #rn, FREREN, =4 A5 4 T OBSH ¥R b6 & £ MMT ¥, L4 & %
B b ¥ v A LB 0936 B AR B MMT T 5., KRk 2 £ 09 L4 %87 F OBSH &8 ® %, 4 12.2%, ik
BB R 2, Bl R BB AG kR 7, A 10.7%, BB 5T A4 A I R — AL ka6 B ik 0 A T 5% & MMT

o ) 25 A8 4F MMT TAFER K5,

KR 4,4° — BARIERBNY; 2L B AR BH
XEHE: 1001-3539(2016)07-0118-05
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Preparation Method of 4, 4°—Oxydibenzenesulfonyl Hydrazide /Montmorillonite

Composite Foaming Agent

Yin Xiaogang, Wang Ye, Gong Wei, Chen Zhuo

(School of Chemistry and Materials Science, Guizhou Normal University,

Key Laboratory of Functional Materials Chemistry of Guizhou Province, Guiyang 550001, China)

Abstract : Composite foaming agent were prepared by aqueous solution intercalation method, colloidal modification method

and supercritical carbon dioxide intercalation'method to insert 4,4’ —oxydibenzenesulfonyl hydrazide (OBSH) into Na-montmoril-
lonite (MMT). The products were characterized by FTIR, TG, X-ray diffraction and SEM. Under all three conditions, OBSH suc-
cessful intercalation to MMT and significantly affect the morphology of MMT. OBSH content of aqueous intercalation is 12.2%,

followed by colloid modification method, in the case of supercritical carbon dioxide intercalation, the OBSH content is 10.7%. The

supercritical carbon dioxide intercalation MMT structure is more conductive to improving the reunion, so MMT become fluffy and

more disorderly.

Keywords : 4,4’ —oxydibenzenesulfonyl hydrazide ; montmorillonite ; composite foaming agent

4,4 — FACBUOR B B8 MF (OBSH) & ¥ 5% A
Ry bR R AR, 43 TR A 150 ~ 160 °C, &SN
125 mL/g. OBSH HA &S & K. 79 i
TR TeECYE, Tz N TR W E T
A & MR R A BRSO I A Bk (AC
) ) R i 3R T R R e (2 ) 1)
OBSH % 5 Wl s S ik 43, i MR & kA=
VRIS, DRI 2 2 Y e SR A SR b e oy
. FEMHH OBSH 1R &M, 25 5 th 3L Jm B & 16
i, BB i LR i LRGSR
WL AR AN 5] 7= o T R A )

it (MMT) J2 ph A 420 Y T 44 R 42/ T 1R
RE 2 0 1 BIERIREE R AL 01, B Tk
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L5 SRR R R 2540 , BRI 7 & v p LRS-
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YUK AR o 2Rk B R T A T el 1 7
il #7535 OBSH/MMT & & KW FIHHER T 24
TRE R B R S HE 2 RCR I, KR A&
W FH T PR E AR ThiE A T &, 45 2R 3R W i 9K
A R RIS I 1 PR E AR i 45 e RE . H
AR YE T MMT T3 28K Ak R AL B P Sl 43
BRI R, BT AR BB, SR T Tl AR
H.

K AN [R) il £ 77 v il % OBSH/MMT & & &
W], BT 20K OBSH ¥ T A i b i 1 A
JoT ) A% S/ A LA J2 21 MMIT )2 (8], A 5T 1)
WHAfRE ) AR THUR X & A R AR 2S8R A
WM, FET U, R HBFST =R B 45 07 X
A R WA Z SR AR, A B T2 f# OBSH &
HWHIZE MMT H G -8t o, W HEE AL
T 8 B AL — e Yy S e SR
1 XIERST
1.1 E£ZRAMA

OBSH : T g, V178 e yT. B4 3 Bl 35 45 BR 28
Al

T H LA (DMSO) : 43 #i 4, KT Eisk
SR BR A

U SRR : 43 B 4l T BEE A2t AT BR
Nl

SRR el IR

BFE MMT - 434l B T30 BRA A/ o
1.2 ZEZHEENE

i ST AR e 2T AP TE (FTIR) X 1S5 24, &[]
Thermofisher 227 ;

PICE (TG) 430 L : Q10 1Y, £ TA /A F];

X SRS (XRD) {X: DX-2700 %Y, - iAE4 5%
eIV EZEN T YNEE

Y kA 5 B 5 (FESEM) : Quanta
FEG250 Y, 3 [E FEI /AW ;

I A SRR S N 48 - GSH-10 B, jali gl BH
T BRI

HL M KF- - AR1140 8, 35 [F OHAUS /A 5

SRS IR W I B FERS - DF-1 B, [ IR 524X
R R AR A

F PG XU - 101 Y, KRR g A R
Al

B OHL: TG-16 AU, 4371 F I B =AU
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1.3 OBSH/MMT &4 & #7694 &

(1) IR Z T

PRI 0.25 g (A4 MMT 28T 4 g B8 F
K, T E MMT F53 B K, #R RAE S0°CHY 5%
P RIZFE 30 min, SRSFREX 0.40 g 1Y OBSH
BT 6 ¢ DMSO HIERLE YW, 3K OBSH
WA F] LR MMT 4 & 1,50 °C 214 F i 214
PEFE 24 ho KD E5 R A, R R AT E O,
DMSO ., MU S AR IR PE , 1 A4 )2 2 MMT Hr)
OBSH B 2. FE& T 60°C T T4 24 h, il £ 15 5|
OBSH /MMT & & &5,

(2) AR b e

FREUT g MBI 3E MMT Jin A %] 20 mL 4 2€ 4%
K, H#ak KAk 24 h 5 S mL 472 (1 mol /L)
AT IR AL, B R 1k 4 h A MMT ¥ = pH=3 ~ 5 )5,
SPHET 20 mL ZEE K, FEIA 10 mL DMSO, i
7% 159 2 MMT i /4. FRIL 0.8 g [ OBSH ¥ fift T
10 'mL 1) DMSO H* A58 IH W, IHRAZ 8o
AF MMT AT, 78 50°C 244 F , RIZUE+E 24 he
FGEAE AR R AT G, 7R DMSO L TS fE
AR IR TR U, s A 475 J2 3 U S A6 Hh i OBSH BR
2 KR T 60°CTF T4 24 h, il %15 %] OBSH /
MMT & & &7,

(3) I A — AR 2 5

FREL 21 g B98N FE MMT,9 g i OBSH Jil A £
ARG AR S 2 B S N AR . TR SN
UM 50°C K 1 20 MPa % 3% 4 100 t/min,
fifi CO, IKBIRIG AR, Bt 2 h G4 R . FF
JN 28 e iR IR YR A0 2 50°C LATF ik B 7~
firo B SRV T DMSO i T 2R e B A AT 2
| MMT 111 OBSH B Zs. PR S T IU st
VSR PRI YK, 5 BA LERE S ) DMSO B 25
RS T 60°CTH T4 24 h, il #5753 OBSH /
MMT &5 & 7]

1.4 HgEm

(1) FTIR =i,

FREL—5E # 1 OBSH/ MMT & 4 & il F) 5 A
TWFER h, FEAN AR & 100 135 04 BAL B0 [#44, IR &
BIS) ot s G bR BF RS . T R R A s s Lk
P R AL T R B R, R T O FTIR A gk
7 FTIR H #5750 ~ 4000 em™, 433
R4 em FRUEL 32, /A7 FTIR. fieJa X¥ERER
FTIR #7403, 1585 A & 551 FTIR,
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(2) TG 1 DTG #H4iF .

FHFREL 10 mg i OBSH/ MMT & & % 157 4}
KR, IFRFREF HIRE S TE S0 S5 AR T HR
F A 10°C /min SARH A 60 mL/ min 517F T,
M 25°CHn#AE] 700°C, 155 TG 1 DTG HhiZk.

(3) XRD F1F.

F F XRD Y 1l 5 OBSH/MMT & & & il
By XRD i £k, Cu K, 2 S 2, A
0.154 nm, = E28 40 KV, AT22H 358 30 mA, 4
AN 2°/ min, WA AWK KRBT, K45
TR B XRD 2R, I Bl Jade6.0 HR {402 &2 A %
RN JZ I

(4) SEM AL

i B Y = T i N O W L
B ) I RRE S UEAT 2 ~ 3 RIS 4 b, FEHL R A
25 kV &AM VAT SR X E R SRR e R R R
FEMIE S
2 #R5iHe
2.1 FTIR %547

1 3 OBSH . 4l 3 MMT K A [l i i il 4 )
OBSH /MMT & & A& i 1) FTIR {54,

HFEEMMT
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16%1

1
3631 PRI T sgy
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IKERARIAE 1631 W05

4000 3500 3000 2500 2000 1500 1060 |
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(b)
a—OBSH FIHHESEME 1 ;
b—A[El ik F il #5 OBSH/ MMT & 4 % 15
K1 OBSH.f}J MMT KA Jr il #5019 OBSH/MMT
A RMFI FTIR 1%

o & 1a 7] LA H, 4 3% MMT 7£ 3630 cm™
b B T W MMT J2 18] O—H (1 45 PR s 6. 76
W EL 1643 cm™ Kb N K ) H—O—H 25 il 4i 3h 1%,
1023 cm™ 40 W] S MMT () Si—O A XF i i 4 4%
3l ., OBSH Jii K} 7E I %% 3371 em™,3266 cm™
Ab 43 ) R —NH, B AN XS FR % B A 4 R 310, % 25
1581 em™ &b iy —NH, 9 T P 25l = 3 0% i e,
1484 cm™ 4b0 R N—H A9 25 il 41 55 04 , 1% 2 4% 50
(B4R OBSH FYAFAE M e .

Kl 1b 4 7E AN [\ J7 35 F il #5159 2] ) OBSH /
MMT & & &5 FTIR 3% &, i & 1b 7] LS
TEVE A 3631 em™ b k52 M+ 2 [H] (1) O—H 41
AN I, 1631 em™ Ak T S MMT J2 8] 7K () H—
O—H 11 45 iy 4% 2h W i 0, I %% 1581 em™ &b o
OBSH FHFM U IE—NH, (1955 Pk shi, 1495 om™
b5 OBSH 1t N—H 1925 i Jlk 2l g, 5 e [a] i), 7
1050 cm™ AbHEAS A 5] MMT FRAE W IE Si—O iy
PRahid. IWE A% IAI FTIR FRAFL5 R P aEIEIE
WA [R) il &7 WA T BB 051 OBSH B 4 12 21 4 56
MMT J Z45#)

2.2 TG o #r

OBSH . f3 MMT AW J7 6 R il 45 OBSH /
MMT & & & F TG & DTG K 2 fir.

MK 2a & 2¢ 1] %1, OBSH HY 43 fift i 25 1 [l
J& 157 ~ 187°C,, 41 fif i % e PR (9 EE R 171.6°C.o
OBSH & it i 53t FE 253 =B, S—BrE
J& OBSH i 7= B MKZE S Wt A, 45 R /0 i
TR 171.6°C, Bhad F 2 AE N & i 7 o0 fift 5= R
B R, 5 M BON IR R AR R TR
AR R EIG CRIER R 230°C, iZIE(H
SR RE RS, A — I B R R . B B
OBSH 1158 4> 73 fiff , H T ilUIGIR B2 hy 558°C A2k
MMT 7£ 100 ~ 300 °CJL-F-Jo 2k 5, fir DAFE BL ik R
Rl 2R S LT3k A T2 R OBSH &l

454 1% 2a |8l 2d 1 OBSH (1) TG 15 & &L
7 DTG K, E 2d HaRaE i 2 A kil b & i
TR 43 R U PR, AR B A 3 59 (%) R e, A
AR TG EIFP R 54 A W50 75 120 i
AR EE 6, IR Y R N 2K EER B 2 A R i
Fh Y OBSH #fi )2 . LU IR A — AL kA )2 1%
il #4521 & A AR R ], AR 2d 1) DTG El g
W E 2 A Kk A )2 59 OBSH 7E 110 ~ 265°C
Z 0] AN TR 08 3 fide 256 5 A 43 i, B B Ay )
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100 FHFEMMT
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(d)
a—OBSH Fl#lJk MMT #Y TG [#l;
b—AFJ5 T 454 OBSH/MMT &4 &5 TG &
¢—OBSH &3l DTG [l ;

d—A[FJrE: Nl 45 H) OBSH/ MMT & 4 & i#iF#Y DTG [
%2 OBSH.fi%: MMT. OBSH/MMT & & &A1 TG M DTG [
[ SMIRAL TR . T A D A 15 B 5 2
) TG &, 25 B IR EAE 110 ~ 265 °C Z 8] A 4k B K,
RN A R AR T REE & A o AR AR
() OBSH & £, i] LAEWT 1 525 & 5% vh OBSH &

=4 10.7%.

ARl 4575 B85 OBSH / MMT & & & 17
H OBSH B & s AR F], SR K W 216, E 8 %
WA OBSH M & it i K, R 12.2% ; I-ARAL kP
K2, OBSH W& ik 11.4% ; RAMIG AR A
Pl Bt 2 1 2% 19 52 6 & w50 b OBSH 19 & i i
R 10.7%. BIRRTAE A A5 T OBSH 1Y% &t
FEE—E R H S A2 AN K. AR R 25
J5 BB A R 1 v OBSH & [ 19 5% wi J5t A1
AIRE R : — sl M G HL/Nr T BENS A 2 2
MMT JZ 8], anH R ik PSS . OBSH J& T4
J5, fEWS 5 MMT JZ 0] i—OH & Az 555 1) 4 & 1
8 B N—H—OH S, AT/ M4 257 B4 )2
) MMT 28], SRA/KIE RG220, 75208 MMT
PN — 2 5t 1 K el H 58 43 KAk, AR ik, 33t
A5 MMT JZ[8] &8 K &= 1 —OH LA, B9 3 K
£ DMSO ¥ i OBSH & T AH BEAE R . il ik
JRARAL PR v e i £ OBSH / MMT &4 & I,
T EAHA FIK R MMT BEfTR L. Bk IR e
HEK MMT (1)) B 5E (B {175 MMT J2[H—OH & &
W T A5 )2 2E A E] MMT JZ2 8] ) OBSH #
ISR 2 A BB RIS bR R B
LTI Vs itk 1 1 DA B SR B TR
Xt 2R A R RS . RIS RIS
AR IR AR R R RE S AR R A R
OBSH 5 MMT MAH BAFEH, AT # OBSH 4fi)
% MMT JZ 8], {5 MMT 215 OBSH % ¥4 H.AE
FHEY—OH &5 B, M7 52 B0 R ey 2 ol 4%
BB A KW T OBSH & R A T 59 4 P Fh
Dk U R = RO A A Kt OBSH
T A 2ZE AN, R A I A A AR R LA
ffPE U AR TR 5 T A By B AR AR
DL TCEE IO H LA, e —Fh g i S A I
IR FHER I A — S AR 2 A i 4 = A R R —
PR TR 5 /N AR i

MK 2d GeEFE R ANl 25 7 2o OBSH
12 2 MMT 2 [R5 BE 5 1 15 OBSH/ MMT & &
R FELE 2¢ Hhal OBSH % Ui 3 4 43 A i B 1 Rl
PR, UK T OBSH (94t i S B, [R] i,
4fi OBSH # & A & a7 1 () OBSH f5e PR 45 fiff i %6
Y EE N 172°C 78 4 210,220°C iAo A3 A LB A Af
it OBSH i 23] MMT 25, & 75— E ¥
FE MMT [ R 2454, 415 1 MMT #LEE T
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K%, HEf%  OBSH 42 fit 22 e = % FR =3 [], AT
{1545 277 OBSH A4 43 fift il 5 3 T 4T A i 42
2.3 XRD 4#1

& 3 2 OBSH/MMT & A % i#i55 XRD &l

d=1.8437 nm
d=1.4313 nm

il P S AT ) ey

s 6 7 8 9 10 11 12
20/ (°)
3 OBSH/MMT & & K51 XRD [l

APER AR MMT JZEEE R 1.2980 nm. M
& 3 ) OBSH/MMT & & & #1519 XRD & 1] LLF|
W = Fh 5 ¥ ¥ E A8 K OBSH #fi )2 2] 4 3 MMT JZ
], 5 4 MMT — 2 9 )2 N 25 [ (] s 9 553 )2 () R i
BRI EAE R 1, 8K MMT ()2 1808, Horp LU I
T AAR 2 AT 2 A 5 A AR JZ (R
1.2980 nm 4 K% 1.4313 nm, % e A fh ko ik
fdi 45 MMT JZ 8] 38 K 2 1.8323 nm, $RH )2 %
#1715 MMT J2 (B BE3S ACd5 o B 0, 38 5] 1.843 7 nm,
A3 HTAS [ 1 45 5 ¥ % MMIT J2 1) BB 28 10155 0 1) 5%
M), G D A1 oA+ 7KV VAR )2 1 RS AR ol e v T
¥ MMT ¥ g oK, il MMT 7240 7K1k, 3K T
MMT ()2 [B] I, 17 8 I A — S A i 2 75 A
SRR DRIk P A v )2 ) R A I A
AR A T A B
2.4 SEM o #7

B MMT ., OBSH/MMT & & & IS5
ElanE 4 s

i

(b)

a—HFE MMT 5 b— bk
/KW R s d—IG IR R
4 fH%E MMT ., OBSH/MMT & & & H 5 e85

BAEE MMT 2L S 85 AR HERR A A1 SRR 454, 25
S0 MMT 765G W0pRE b 9 23858, BRI MMT 78
MR R P A d4a BTN, B5E MMT 2
PR T AL ) ARG H . i@ ] 4b~ (8] 4d BB E
SR AR 7 228 OBSH #fi)2 2] MMT JZ2 0] , 1551

(7 i B E—E R E E IR UM 1 bR PABRES A
Sy AT H R R ] g J& OBSH 3 13 4 )2 14 12 21 44 2k
MMT K2 K25, GRS IS K MMT 1Y) 8], i
55 MMT JZ 8] H far 19 40 BLAE FH 7, 358 MMIT 19)2
ARG, BEEH B RA R, WK 4b~ & 4d BEE
A ii, B 4d PRy MMT B3 B E AL, H 245
R B g W 5, HLR M 8] 4b, T 1] 4 o MMT BYZERS
FLRE AR Q0 18] 4b [ 4d TP i MMT FY R iR i

B 5 (A B SR T & 4a AR A4 L MMT. & 4d

H MMT 3B i, 3 A D R 7 LB I 5 — 4

FBR R B2 A T3 A, SRR B — SR A B 2 ) Rk i

K BEAS 15 MMT R 2[RI 45 5 ) 32 B, A

I T HEFRA  BUE MMT 25487215 5iAs G

7 1, [ 4b o MMT A5 8Os SR8 T 4e 195

PRI T BB Sy >R FH I A4 Ak ek PV il 48 52 6 USRI N,

B R TR X AN EE MMT HE47 R Ak, 1M e 4k 0 A Bl

T MMT 4K 2 AR 180, BT L] 4b Hh MMT

WL S AL IA] dc I MMT 25403 Ry . BT, L

i Iim S — S B2 251 %5 OBSH/ MMT & 4 &

HHIEAF] T MMT 4589728 153% 0 T .

3 #ig

(1) SR KB WA J2 02 A ek v I 2
AR AR A 2L X RE U8 i) il 45 OBSH /MMT &
B RUH

(2) K WA 2 1 415 2 1) OBSH / MMT &
G A OBSH # it R,y 12.2%, AR Aot
BEIRZ, 0 11.4%., ilm S — A 2 AR,
10.7%.

(3) i Im A AR A 2 L RE A8 10 2 MMT
VHSRARZEAE , fff MMT S5 -8 15380 0P . eiAtb
BUHTE I KR 2 s AN X

S % X Wk
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