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Synthesis of silica mesoporous molecular sieve MCM-41

ZHANG Bo, ZHOU Chunhui, LU Hanfeng, SHEN lian, GE Zhonghua
(College of Chemical Engineering, Zhejiang Uiversity Of Technology: Hangzhou 310032, China)

Abstract ; In the basic conditions, the synthesis of mesoporous molecular sieve MCM-41 has been ac-
complished successfully in a hydrothermal system using sodium silicate as silicate and surfactant C16Hzs3
(CH3)sNBr as structural template - The technique of X —Ray Diffraction was used to identify the effect
of the synthesis conditions (pH) the composition of gel (Surfactant/ Si02» H:0// Si02) and conditions
treating gel (aging time, crystallizing time, calcined temperature Jon the crystal structure of MCM-41.
The results show that the synthesis conditions of mesoporous molecular sieve MCM-4lare pH10. 5~
12.5, swfactant/Si0z 0.05—0.7, Hz0/Si0240~200, preferably longer aging time was better. 24-
hours crystallizing time . calcined temperature 540~740 T,
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1.1 MCM-41 AL FImhI & M

FoN b = R AL 8% (CuoHieBiN) 23 A7 40, 7K 3558 O Tl 7 i (Si0z 2696 ~284, Naz0
8.3%0), MHET Bt — 7 He A JEORH I R R & LRI AL JE S NN R R 48 7E — 2 LB
TEAE 2R R, A B E R Y S TR 2 MCM-AL A FL 3 TR . 2RO AE T N2
SRR L h SS9 kERe S h, 158 MCM-41 L4531 .
1.2 MCM41 HFL 5> FiHRY XRD RAE

F I Rigaku 74 7] D/Maxre X SFEEATHMY . Cu #, Ko 575, BT 40 KV, 4B 120 mA,

2 GRS

2.1 pH &% MCM-41 715 F i HarI S50

W 2 HE 4 E DK pH B& BSR4 i 4t —dtk MCM-41 4
LT, BT T XRD 20T, 455 L 1 fisg 1,

*x1 A[E pH{ETEK MCMAL /3L 5 FiFHY

X ST A ATER" =4
No- pH 26<dm)/(o) dioo/nm ao/nm E r
11 9.5 / / / —
124 10.5 2.00 44.18 51
134 11.5 2.20 40.16 46
14# 12.5 2.18 40.53 47 ’
10# 13.5 / / /

B 1 ZF pH FA&mE)

Ve 1) & A5 i . H20/Si02=70;Swf /Si0:=0. 2; S L BT[] 9 60 hs
. 1) B g H20/Si0 Surf/Si0 fr LI 1]y 60 b & MCM-41 &5 XRD B

AL 100 °C s REBEIR S 510 °C  RrLert 1% No 1 b Air
5 h: TR 3 b,
M LRI L AT LAE . 2 pH=10.5 11,5 12.5 i, #Efh A 20 o8 2°4b e A5 — AR S AY AT 5
e , 53¢ 55 kAT A9 MCM-41 H 73 -t XRD 3AH —2¢°), B 7E I PH 78 B P9 ] & Bt MCM-
AL AL F i, 24 pH=9.5 B, BE 5L 7E 20 K M X 3% B S8 A9 A7 S 04, st 5 14 T Je vk & B
MCM-4L AL T, 24 pH=13.5 I, S A0 5 IOV 28 Fh %A [ IR P A7 7E e 560k T th R RE &
B MCM-4L AL 73T
— RN K B FE VAW T A e R T B A0 B BS T HoSi0f  Fl HeSiOs » —# RESMINBR M & i 1 v
WL H EE,

oo H o H o H
H251104 HsSi04 H4S10+4 HSS4104
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FERPESRR RIS (3) 5 (2) Z [ a] SEA TR IR N A B RE R Rk, b Rk X ]t —25 5 (2)
VERAEB =R K USRI E LR
H3Si04 T HiSi0:= (HO)38i —0—Si(OH)3 TOH

Monnier' 45 A A R A VW FF R RERR SR 25 T (3~7 ANREJR T) 5 2 05 YE 77 BH B9 7 e s AR B
VERIA BRTE R, MCM-A1 A FL45H . I RETE pH 7E 10.5~12.5 S [l P . 33X Fir 55 2 (0 1k R 46 P 5 4%
%, AT A MCM-41 /A2 T 124 pH=13.5 i, i T OH— By iAW b 0y ik Rk 32
LA RAIERAELE IrDABHMETE B MCM-4L A FL53 i, 24 pH="9. 5 B, I Hh A i BR 6 57 3%
i LK ) Z R . S EBITTE B P N TCETERS . pH= 11,5 F1 12.5 BHRESL AN daolBIEEAT ao Hb
pH=10.5 B ALY dioo[FEAN a0 K, X ATHE 5N [A pH (EIEWE R EERRIR S T R/NA K,
2.2 REFEHEFR/SiO2(Surf-/Si0) ¥ MCM-41 7L 4 F T B HaR 220

[E] 2 HE 4 BUOAS A 9 26 T 3% #4700 /Si02. B (0.05,0.1,0. 2,
0.7 1.0)EAT 6 B BT 7=l XRD RAE 4T, 25 R WKl 2 fngk 2,

*2 AEFREEEF/SiO(Surf-/Si02) T

AR MCVHI B XRD SR < -
No-  Suf./Si0s  204,)/" dioo/nm ao/rm §
224 0.05 2.14 41.29 48 /L_‘ 97
15% 0.1 2.02 43.74 51 '/\_\‘02
124 0.2 2.00 144.18 51 ! 01 __oo0s
204 0.7 1.94 45.54 53 ¢ 2 4 6 3
30# 1.0 / / / 2
VE 1) & MU Ho0/Si0:=T0: pH=10. 53  fK i [ Jy 60 h: AL 3 B2 R Suf /Si0: T4
JE 2 100 °C s Rl B2 540 C 5k BeitE] 2 No 1 h, Air 5 hs 14k A H MCM-41 # XRD
F {1 3h,

M 2 R 2 AT LA ) Swf - /SiOz HCBISERE 0.05~~0.07 7 20 )y 2° 7845 A3 — Rt i, 5
SCHRRE B MCM-41 /314> -9 XRD 38 18— 2 S8 B I 908 Bl P 34 7T 4 it MCM-4L £ 7143
TR T HLIR AT R Swf - /SiO2 HUBI RGN, duoo AT STIEHR RSN, WEFERT PR, R ITEERIE—
BEHR I HARO KR, B Rl K Emi K e ek AR T 22, 7KK ok L4 b i K
P2 SR S e — RS T AR Sk Pk A [T [l VMR U A, D 2R B i /NRE BRI &2 . TE IR ISR
VIR P I A R T TG PR BB A AT, MCM-4L A L4307 gl 2 LA ok 4 3 T 3% 42 7 e oy &%
M S 10— TR 75 W A AR TR U, R T 5 A1 50 3 94 D) 9 v 2 T 96 7 e
AN R AR I 2 A FIF MCM-4L AL TR AL, (BRI & (Swf - /Si0= 1) i+
TV PR e o R K SR TG P 70 RS o 2 [) 25 B R A [ RERRER T AL R AN R 5 3R TR VG P 70
WA HI BN WA SHIE AL MCM-AL A LA T, 5540, 3 0] G B Swf - /Si02 HK. #ER Y dioo
A o BAHHG K, X AT BE R Hy T~ 2RI TG 70 R G » 1 3 T V7 P 7R e o Py 2t 38 (S5 e o
e R TEVE PR 73 L {50 R SR A B0 G AT 3 1
2.3 H0/Si0: 3 MCMH41 A 3L4F AR 2200

B 5 HUE A5 TR Ho0/Si0z & B H ATk MCM-41 A7 -0 » 3 HotEAT XRD 230477 » 25 58 L&
3k 3,

MIEL 3 Fi 3 AT tHAE— 2 pH(10. 5) He0/Si02 7 40~200 3¢5 i Py 4] & i MCM-41 AL 43
T, (BT L P AEAE— B HoO/Si02 He, 24 Ho0/Si02 g 140 Bh, 4% S dioo W7 5 3 3 5 5
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WEETE HEERARBENS IR DRI S5 AR T TR AU MCM-4L e f, 73 TR 20 5 e e » et T B i SiO2 YR 5
USRI FE T (S0 BT A5ty VR ) e TS AN 5 P R P o A SUXE LA s AN 5 TR I A FL 701 U

k. R AR TE — S Ha0/Si0:217), &7 40 2245,
®3 TE H20/810: TERBH u
MCM-41 ] XRD S5 8"
No- H:0/8i0. 2 e(dm)/o 100/ nm ao/nm i
25 40 2.04 43.31 50 §
124 70 2.00 44.18 51 S 110
234 140 2.10 42.07 49 70
24 % 200 2.06 42.89 50
T L) A S S /Si05=0. 25 pH=10. 55 B LI ] 2 60 b L3R 1 ! L 40-
JE 100 C BRIy 510 CATHEITTE ) N: L, Air 5 hi % A

fEIFE] g 3 h,
2.4 ZBTEXT LR MCMA4L RT3 Fimdb R 22N
XHE G B AT 72500 O h 1 h 3 h 24 h 48 h il & H )
MCM-41 L5y F- I 3EAT XRD 7347, 45 R W3k 4. [ 4,

B3 RE H0/Si0: FA &
#) MCM-41 #5 XRD B

x4 AEZBURETE MCMA41 [
i XRD 47 458R" [
No- aging time 2 edlw/c dioo/nm ao/nm % i 48h
36 0 2.04 43.31 50 g 24h
374 1 1.98 44.62 52 3h
- V\ 1h
124 3 2.00 44.18 51
i 0Oh
384 24 1.98 44.62 52 s T
394 48 1.98 44.62 52 28
TE . D) & 4 F  H20/8i02=70;Surf /Si0:=0. 2;pH=10. 55 Fy{L isf 8] B4 TR LT
60 hs AL 100 C s krbeifl i S 540 °C s By e [a] o No

-41 #
L b A 5 b, MCM-41 & XRD B

M XRD EIHATRAE L B ARG ALRE S (365 ) 78 20 29 2°40 4B —BH A0 A7 56 e, 3 P A
NG EEHT KGR RRTE B MCM-41 A FL3 i, (B2 0T HBEE A0 A ] A ZE 1< 7T 1Y
I MCMAL A FL53F LI B RUEEYE . Ko TR et P2 S50 T B 46 Sk R e AR DL, i
FERAKFHERK TR, 25 5 BLga%s , T DATE“ 45 i iR s A BE T 2 fF R HEsfER/I X
BN R A PR A HES X T UL K T B s S5 M R RRE . B X B /NN
BH SREE S REE R A O, RERREh R I AE A AL F2 vh T e TR 4y AT RAE— 25 E 4,
(7l BsF MCM-41 975 75 /1 FL 5 A6 0 T B A, 75 2 e [ [RLHORF e A6 A AT MCM-4L /AL F i A
FEfEl,

2.5 G@ILETERS MCM-41 A 7L 53 F iR Ha A 220

BHR A B AE 100 CRA 5L 24 h 60 h 144 h 244 b, XHRJEESH MCM-4 71431 i
1T XRD 43#r, #5503k 5 FlE 5,

MOXRD EH R L 24 AR AL 24 B B SR 20 28 2° R A A7 S04 i e i I T XH AR
A4 T AL IR EEAE 60~240 h 7 [a] s, £ Sh7E 20 2 2°4b i A7 5 I 5 5 I 8 I, ELIB TR S AL i
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PR AER ) 24 b B B ) MCM-4L A FL 53 -0 B A e PR TR ot AL 8] A9 3E 4G, MCM-41
AL FIHIA FEPERRAG, TR AT RE R AE K R LAY o R i th, |
FAAERS RIS, AhAUT TIAE G, PTREGE BEMe i B 5 A F B2 (i TT AL
WyTh Z 18134 — 20 RET AN S S8 43 00 R 1] » o B e A 1 SR MAC 408 B i e 7
Yirb e S 2 AR T MCM-4L A AL T A et B it s A =

BRI =
%5 TERLEER MCM-41 ®
i XRD 4345 R"
No-  crystalizing Time/h  20a,/"  dwo/mm a0/ nm
3 24 2.06 42.89 50 0
12# 60 2.00 44.18 51
344 144 1.96 45.08 52 @ s Z:]%;]H%{&HQL]‘ET] é’g
35# 240 1.96 45.08 52

MCM-41 & XRD B

T D) A S  He0/Si02= 70;Surf /Si02=0. 2; pH=10. 5; 44 8 B 2y 100
C s Rr BB 2 540 C s REBemt A N2 1 h, Air 5 hs ZALHFE] 3 h,
2.6 FEERREN MCM41 S 7L5FTREEHaRa 22
o 4t B MCM-AL AL 732 i 4337 540 °C (640 °C
740 °C 840 CRRrBebk G HUBAR] . X BT840 RH#ETT XRD 43 | MC

Br. L3 6 FniE 6, [
w6 AEEGREETH MCM41 A
i XRD S 4rER" 2|
. [ 740°C
No-  Calcined Temperature/ T 2 de/ d1oo/nm ao/nm |
124 540 2.00 44.18 51 ] /L\:;’c

334 640 2.24 39.44 46

HIRHRE

34# 740 2.36 37.44 43 28

35# 840 2.62 33.72 39

D) A S  HaO/Si02=70;Surf/Si0:=0. 25 pH=10. 55 S AL A % 60 b5 54 B6 RREEREEET
LB S 100 °C s 45 B2 N2 1 ho Air 5 hs LAy 3h, MCM-41 &5 XRD B

M XRD B ] i, 25 840 "CREBe, B (355 )Y duol 75775 BB A FLESAG T PR EF U0
B MCM-41 A FLAr I SR e VAT . Brbeill B 540~740 °C 7 [a] i, Bl 2 K5 beili B2 A T
ooV R EHG I TR XS R » 56 I A G T 8 5 R P T s i i A R T MCM-4L AL o3 TR TE
. MWEIHFE R & W BRI B & dioFl ao (EHIFH B, XF MCM-41 AFL 5 F i 2 B
TR RS FTRERA W AR . — PP VE R ER A HUBLR G TE A R ASFLER : o5 —F e R T RE
AL RERRER Y R — 5B & TR 75 77 R L Es B T A TR T s Bl B A 1) - MCM-
AL TR S8 MCM4L () e, (R & X TR Ve A A FLIHR . MCM4L 98 774
FEAR, REBerefR (s MCM-41 A FLEE M T BN (R B tho T Be 25 fi vh FL 2 A 4 - TR b B T i B 1)
o FERRRY 20 M E A X RSB, diofl ao [HIAREIK,

3 % i

(B e v 2 MOMAL AL 45 7 B A 2L L A9 A 10,5712, 5, 3
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= pH HRY & B T MCM-AL SR Fr 50T,

(2) BEIIC HL Y S5  AE RTINS PR /Si02 7E 0. 1~0. 7 By 70 Bl P, 19 0 e 45 45 1) 1 T8 A e
YA VR MCM-4L AFL 40 s 15— 2 09 H20/Si02 i - FETE S AR Ho ) 140, FE R HU9) S & i
() MCM-41 4151731 0 4545 fe -

(3) G JE AbFR S5 AU RS R, T4 5y MCM-41 A FLaE R0 M s B4 il — 2 i i AL st ]
mn FURT (R 2 AR A ek MCMA4L Hr gL 43T 0 4 34 s 7 — 2 i e it ] iR 5 5 e 7y (540~ 740
C), FrEkspeib ] {2 MCM-41 A 5L FIRAIE R, RERS eI = MCM-41 AT5TIgRY 20 175
XD, diofll a0 [EIFEAK,

(4) MCM-AL A-FLA> T iR e VR T 78 840 CRERF BRI RHIT RN LA
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