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PR . FEAUBA R M SR A, R AR
T ALK mSiO, RS I E AR RS . A
BRI 25 S0k A BR R AL TN 2 FLEE KL CMP Bl
L R B b R A A A

1 XI§

1.1 mSiO, fEkHT & & FRAE

HA IR FLIE mSiO, BRI & 772 5 e &
AET] WL T SCHRI11]. ] B & P RN AR I B AR
RN 28 K100 @) 178 e Jk = H 3 Ak 45
(CTAB, 0.8 g)« JC/K L0 )M IK(0.9 g), 1E%H i
NHERE 30 mine FHRRIAE, BEPEME T 30°C K
W IR R, P R 2 S ) A A
TN EH IERER LHR(1.2 9 R K LEEGO o) RS
WU o IR I R IR B 2 0 200 r/min 548
e [N 2 hJE, BT TEO R, KBE &
RELES I, BT TR T R 28 550 CHkR
4ho BEIAHIREEIGRGE, S5 %

FIF 7 [ Zeiss 24 7] 7= SUPRASS 37 K 414 L
BE(FESEM) ML A it ) 4 4R 2 B - HAX JEOL
O] 7 JTEM2100 Z5% 5 rE BT (TEM) WL SERE i P 3 1 £L
TEEER; FEM PN XRD % H H A 53 2 & 5=
D/max—2500/PC B X Aol 3O3R A FF i 1) 520U
B/ T B 25 35 2k 9 | Micromeritics 23 5] 7% ASAP
2010C BALAR A dE, H Barrett-Joyner-Halenda
(BIH) R Y - 545 H AL o0 A1 25080

1.2 AFM 71 #i £k B E

Kb bR 54 (1 mSiO, WK A i oK &
W, R AR EE S AR (2000 r/min) ) 77 7EK mSiO,
Tl R 73 BUAE A A A (2038 T 4 6 0 536 7K Adh 2 D142
P, AT E &M . LAEL# Dimention V #5ifi
P2 E DI A % Multimode Nanoscope 74 J5i 1 /)
BB ARG, B ARM #4504 NSG-10(#&
Pl NT-MDT Aw]), #FARaE. 55 H ST
Jv A SR R BEAT A HE DA E IR 1 B R
(Spring constant). A% (Resonance frequency)
B 1K ¥ (Deflection  sensitivity) 45 2 5 ; 1 K H
force-volume A Ic sf M MIAT wh 1¥) g i 2, 4140
h 2 pm/s (1Hz)e FREEAEILEBIF N E R, 5T
AR E 725302 25 "CHT 40%.

FH] NanoScope Analysis 1.4 ZZ0HAFX B AT

S B AT AL, 4345 Hertzain S 42 fid s 7
Sneddon S F2 i ABE 0 40045 S i P s 4 58 P A
o UAESIITHS W 1 iyl Hr, gihz
42 H FESEM #ffi e (W&l 3 Fion), TREF3aE 2400
P17 (Thermal Tune method)illiE . 4l NT-MDT
oy Al BT AL A0 o diE . NSG-10 ZY HREF 5 HE - £ ok
18920, ASZEG e K 18°, (LA A 414 N
EHERR D mSiO, ERAE IR AFA L (v), S AT L
HR L 25 H 00 T A L AR A i s A R v A L 1 A
(0.17~0.2)M 7™, 5 A S 06 K4 A0 FH K 0 A SR i o
v AN 0.2,

R PAEESERIR(E) AT S
Table 1 Parameters of fitting calculation for elastic modulus

(E) of single crystal Si

Spring Tip radius/ Tip half Sample
constant/ . .
(N-mfl) nm angle/(°) Poisson’s ratio

11.4Y 107 18% 0.2

1) Determined by thermal tune method; 2) Determined by
FESEM observation; 3) Supplied by NT-MDT.

2 GRS’

2.1 ZEHIRAE

ZBRE LBk CTAB BENUS T3 mSio, £ 1
FESEM 1 TEM M 5 1 s . 4% FESEM 4 (L
B 1)) AT, A b JORE A R B P 3R A0 1) 9
P, W R HIRIS, BRI mSio, WOk 1 kAR A
(316£11) nm. =1 TEM G 1(b))FF b P 38 1 i
HURTBF LT W, A LFLESEA TR M Bk R4
LIRS

mSiO, FF b 75 /N A1 0 Pl H I Sk 1 XA 40T
SHECLE 2(a)), VLIRS AEAE A T WL . 1
20=2.5° Bt 3w Akt B PR A B ATT S U U O T RN T A
MG BT (L00Y TN, (H 4k 7N 77 45 K4 19 (110) F1(200)
SR THAS S, R WTERE S A LG (G AR
FAXHEAG . mSiO, FF i I 0 B — it P 2530 2 (. )
2b)E T IV B 2k H AT H2 B R R0, R A
FLAA b B TR (g W B — 0 B ARFAIE o E S5 AR AT s g3
F P (P/Py=0.2~0.4) {7 A2 BN B AN BER IS, RUIFE
dt R R L R — . BB 2(0)H T 4,
mSiO, £ i I FLIE T o A4, 139404800 2.5 nm.
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B 1 mSiO, # i) FESEM Hl TEM 1§
Fig. 1 FESEM (a) and TEM (b) images of mSiO, samples

22 HHMZEETESHEERE

AFM J 2 J5U a8 10 3 W AL B 7535, BLACR
SR B R A0 T SR i P A R PR R DL SR
[13—15, 21]. 7E2NEEK M J1(Surface force) I HL T,
Hertzain FZfilif5 7 F1 Sneddon 4% fil#E 704 5 1154
AFM EFR 5 R I AN TEAR o« 75 S 2% 8 3R 1 )
iF, I3 5 75 224 H Derjaguin-Muller-Toporov(DMT)
F Johnson-Kendall-Roberts(JKR)AE Y S i LL 4347 F42L
B . — T, DMT #893E H 17Vl 22 (Small tip
radius). KB (Low adhesion) ) 5256 4515 JKR BEA!
M) 3% B T K %1 4R (Large tip radius) . 5 Kl Bt (high
adhesion) FMEAE E (Low stiffness) A it «

i H] Hertzain Hfl AL I 1X AFM £FRTEAR
HIRTE, BN B (F) 5 Hs SRR (6) 2 8] f1 26 & an=X(1)
ProR:

Fzg-E*~§3/2~R”2 (1)
b ROEHRIIR AR EXNSRprEfie, st
Q)P7R:

VE =(1-v)/E+(1-v})/E, ()

e E A v 50 A A i K 5 AT s L
E R v W73 5 0 BT IR s B R RA b . A S0 1%
FIHRER by B iAo, E, 2974 185 GPa™, S K Tk
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Fig. 2
desorption isotherms(b) and corroding pore size distribution

Low-angle XRD pattern(a), nitrogen adsorption—
curve(c) of samples

FES B ERTE Eo Ik, 30Q2) )T is ikt (3).
1VE ~(1-v*)/E ©)

L] Sneddon A IR MIEL B AT ITEAR A
HEE, BRI F 5 0. EXBLK a (BHREIHE )2 IR
2

F=2.E .8 tana 4)
T
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3 NSG-10 ZU¥%H4H4R(1 FESEM 14
Fig. 3 FESEM images of NSG-10 tip

HEINN, WEHE SRR th 240 e 52
M EEAfR U S A i SRR N YN R — AT
SR BRIX — AN DR W 52w, A SCHE 5 R
FESEM X FT HIRET BT 0 HEAT ML (LI 3), LA
JE HH NSG-10 BEREF AT IR I 422400 10 nm, 1y
BAH ) KPR A 2% {H(6~10 nm)FEA— .

TEMEAT 3 IR 2 /T, B SR e i =X ) Tie
VA mSiO, TR A IR R T EATH 4, B8 R385
JESFN) HLEL 73 BOVE LR IR S AT 5, AR A4 T
ML AFM BB 4 TR .

5 TN IR S ) Force-displacement
Mk, B S aTUUEMHE Y, L Approach 4k
5 Retract & %A 5E A E S, RIFEHAUERE R
ESRE S A A TORG BN . IRATRIEFE GG R, B
LR H DAL B RN ()15 5L T 5 Hertzain A2 1 Sneddon

500 nm

4 HJEFRT mSiO, WUk ¥ 4 AFM JE51
Fig. 4 2D-AFM image of mSiO, particles deposited on

substrate
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Fig. 5 Typical force—cantilever Z-position curves obtained

on mSiO, particles

BTG F T SR S R s v s oAk, AT
HHOR PR B K DR T A T 12l 40
BT KT BANE JJARGRT )y, B, fER S G
Hrrh 38y 20 7 A0 ) FURG T 520 o

3 T FIH Hertzain #8F1 Sneddon FIUHLL 5 1H5
ARV R BRI AT St IR SR B B, 4R
1 NanoScope Analysis 7 Ft 4146 Force-displacement
2k AL B Force-separation HHZE(WLEE 6). MK 6
LA R TR A SR A . KRB, fig
R CL AT R i TR R B A5 R . AR SR
W) = 20 R e A B 0 1] 6 PRI retract 26 2EAT
WAL 7), PR R g 2 s, ASLgrh 4
DX 6~8 AMUERFE ST T, JERDEIT 10
SZA BT MEIAT TG /T IR R R T, R
2 g T HA B KRG (Goodness-of-Fit) (1] 5 41

63\
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3.0
25¢
201
L5F Fitting for £ calculation
1.0}
0.5}

Force/uN

=05
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Separation/nm
6 mSiO, THEK force—separation Hh&k

Fig. 6 Force—separation curves obtained on mSiO, particles

4
s\ ..
Max force fit boundary
g
21 Min force fit boundary

0o/ 50 100 150 200
Fitting curve Separation/nm
7 SRPERCE TS 2 (Hertzain #52Y)
Fig. 7 Calculated fitting curves for elastic model (Hertzain

model)

MIAT SCRRIGE TS U, H TR T 2 fLARE S
FEBT ST AL R T 1, S8 T LA RE
PUERFFEAS S I B HLAROE . 5 2RI, Pk
PRI 52 W88 5 1% DAL S AR T BB 11 1 o - 2L

R2 FEAISRIERE T AR
Table 2 Calculated elastic moduli (£) data of mSiO, particles

SRR M SRR ) LSS, FLAR R,
L AL i (19 5 (5% 8 0 Ao TR (1) 5 M ) S S %
SRR . B, SEE ROV AL E K S
% WILLIFORD 2520l F127 Mk, #5620 54
T g 45 4R (Sponge-like) TG /37 /L A Fek I () 5 244
1.09 um) LA % 155 IR (Honeycomb-like) £ 7 41 L i Jik
(JBF£EZ7 0.92 um). 15 LL AFM-Hysitron Picoindenter 24
MR-, BAbaHE Berkowitz 4 NIAT I & H v
JES Ry e PR A B 40 33l g 3.24 11 3.48 GPa, ik T L FLAR
A fe B ) 3P AR (26,5 GPa)e CHEMIN Z524100) 7|
K IR I T7i5, M 2 450 CHBREE N fLEAL
TE (LA CTAB 1 Pluronic PE6800 fk Bt L Z8 1y 4y ik
BOMISAPERTE A 16~18.5 GPa. NIU 25228251 k.
T XHRA FU R B2 FLAAA R (LU HPVA AR
FAVERT R 52, R IBEE PR N 450 CHEm 2
500, 600 F1 700 °C, Ffuh AR WK 5.46
GPa K% 6.25. 12.49 F1 15.37 GPa. JAUFFRESA
SRS — 2D Ay MR IR (2 450 CHBRS)I7LLS
Rkt FLSp P AT B R TR T O R A e A, &5
AL AL RIUFI 3 2 2 FLIE B R SRR A T
279, 11.4. 1.3 M1 8.2 GPa, #hPEAE SRFLIER
SRR A ARE FE R KT B IR . RN
M, RALE A G 2 AU IR A R R e sk
AR AR I L B S R AR ALY, A FLE )
R RS MR SR VB A A, R TR IR AL
WA AR e T

A 201D) F127 1 CTAB ATk, 7Rk I/
IK(W/OYME Z il i [ e A i 1T R 7E(1.40+0.20)
mm 2L SiO, BRIEMIRL(Z 650 CHke, H AL
1224 2~14 nm), F K IREAD @ HAFE G sk
Bt 9.19 GPa. {EASERSAT T, FIH Hertzain $
fil A7 F1 Sneddon FEAMALTL BT vH A5 H mSiO, kA,
W2 550 CHRE) M HMER R TIM E 50 5.30
1 16.50 GPa(WiF 2 fid). 54 Lidkishig b al 4,

Hertzain model

Sneddon model

R E*/GPa E/GPa E /GPa R E*/GPa E/GPa E /GPa
0.9916 5.59 537 0.9865 17.78 17.06
0.9932 5.43 5.22 0.9916 17.09 16.40
0.9938 5.15 4.95 5.30 0.9922 15.52 14.90 16.50
0.9960 5.59 5.37 0.9956 17.06 16.38
0.9970 5.83 5.60 0.9956 18.49 17.76
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ARSI ST A FLAE A AR SR SR PR I e (8 A S
HR R DG T FL AR AL R PR AR B T 22 Sl AN K
ROMEIS ZR27RIHI & T SEM K i 3 P4 11 Bl B 437
FEAEMRRT- G, R G NI e Sk SR T X oK 41
Si0, Bk (Stober VL%, £ 1000 CHBAE 36 h) 57 Ik
AR, LT RE S AR B R ) 2 A 5 i %
Jil It Hertzain ARG TH A HRE S ) SR R 24 0
76 GPa, W] % T AL IrF A fL SiO, TR ¥y 345
IR

BEAR, BT RO B 5 22 v RESK 1 TS i A
RS . EHOTERFI I A0 BF R BB IRE!
BRI SAE REG LR A AR R A LA,
SCER[21]H B AN i 18 T S 206 AFM Jg it
R/ 9N K S IR B AW 5 RIUREFF: il 580 P A e 0 2 (1 5%
Wi o FLAR ST S AL S5 A0 A FL Si0, Tk I R 1 11
SCMEE AN I, SRR DT R TR TR R

FER BT 7 2 P Be il 2 J7 1, 9K R IREEAR
J2 0 5 Ve RS AR AR s 44 P A R R 25 ) 2
STt ki TR 735, AR 8 T P P DU e K 5 ) 22
BRI, FLE DLIRAF PRI SR X ) 0t
e EHE - AFM J) BRI IAALE T 0] SEIAE DI 2 2
RSHRE AT HERG B A, 022 Tl T AN JSURLAT: i 1)l
o ARZAAET,  RIE LR HERf IR En B — 17 7% 4 1
N AR A T (R A AR T A B AT S S0 2
Wi, UEAMETEATA12% [EATRIVIAR . R TEHH A,
iR ST RE . T4k, LA SEM/TEM A Si46F
G, FHZRE S IEET )% D62, 2R
SR REIEAT SR ARSI R ST R )
AN TH . TR B RO DI B A i T
FES RN, BRI S BT AR e AR S T % b
R AR BT A7 R SEM/TEM ()4
Ko e, DR ARNREMEL “ gitg—rERe” A
PRARMOEA RN AR RAG, ETHRENR
PEMRR B ARG AR R RHE O RS B 002247 R 5
i R AR AR

3 Zhig

1) EEWRIGINESAE T, LA S heds = R
A ZFIE PR, R H O3 Stober il 4% T 5145
B FLAEALTE(mSIO,) sk .

2) FESEM %5 B W]: mSiO, Ff il k4R (316
11) nm, /N XRD 43 H1F1 TEM W82 @R ke S A7 A
TSR AL, i S0 B A FLALAR R

~FAIAE 2.5 nm.

3) ML BT EREHE FIAE SRS mSiO, fask b prid
KM AFM Jj—(i 8 M2k, &5-G s kAl R a5 vk 5
THRES RSB, R Hertzain #2 A AN
Sneddon HEAMIIAL S AT UF E AT HH RSP 2 S E AR S 4
4314 5.30 A1 16.50 GPa, S5AFLAALREREBRS R
PR G SR IE (I ASAH
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Preparation of submicrometer mesoporous silica microspheres and
fitting calculation for elastic moduli

CHEN Yang', CHEN Ai-lian®, QIN Jia-wei', LI Ze-feng'

(1. School of Materials Science and Engineering, Changzhou University, Changzhou 213164, China;
2. School of Mechanical Engineering, Changzhou University, Changzhou 213164, China)

Abstract: The submicrometer mesoporous silica (mSiO,) microspheres were synthesized using cetyltrimethylammonium
bromide as surface active agent under room temperature. The structural characteristics of the obtained samples were
characterized by low-angle X-ray diffraction, field emission scanning electron microscopy, transmission electron
microscopy and nitrogen adsorption-desorption methods. The results show that the particle size of mSiO, microspheres
with worm-like and radial channels is (316+11) nm, and the pore diameter of mesochannels is 2.5 nm. The elastic
responses of mSiO, microspheres deposited on a rigid substrate were evaluated by using an atomic force microscope. The
compressive elastic modulus of individual microsphere was fitted and calculated by analyzing the AFM
force-displacement curves on the basis of the Hertzain and Sneddon contact models. The results show that the average
elastic moduli are 5.30 (Hertzain model) and 16.50 GPa (Sneddon model), which are comparable with the reported elastic
moduli for mesoporous silica film materials (3—16 GPa).

Key words: mesoporous silica microsphere; radial channel; surface active agent; compressive elastic modulus
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