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Preparation of metal-organic framework materials MOF-5 via
microwave assisted method
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Abstract: With zinc nitrate hexahydrate and terephthalic acid as raw materials, N, N-dimethyl formamide ( DMF')
as solvent,the metal organic skeleton MOF-5 crystals are prepared by microwave assisted synthesis method. The surface
morphology , crystalline structure and thermal stability of the MOF-5 crystals have been characterized by X-ray diffraction
(XRD) , Fourier transform infrared spectroscopy ( FT-IR), thermal gravity (TG) and scanning electron microscope
(SEM). The results show that the best synthesis conditions are;130°C of reaction temperature,60 minutes of reaction
time and 100 W of microwave radiation power. The obtained MOF-5 crystal is a regular cubic structure with uniform
crystal grain size. The size is about 20 —40 pm. Increasing or reducing reaction temperature is unfavorable to the process
of crystal synthesis. When the reaction time is too short, the yield of the crystals is too low. Through prolonging the
reaction time results in slightly effect on the structure and performance but leads to an increase the yield of crystals.
Microwave radiation power has a great influence on surface morphology, structure and properties of the MOF-5 crystals.

Key words: microwave assisted synthesis; metal organic frameworks; MOF-5

ERAPLE R (MOFs) MR 5 3 AL B AR AL il 5 MOF =5 dhfAs.

PR R AR F AR 2 —  R—Fh S A A BT
FA LI AR I 3 4 B B 2 T ) R 0 22
AE LR SR, S —Fh AL P LA R . R A
HLELE MOF -5 Sl 4 /4> Zn®  Fl 1 A OF IR
(O TEHLEEIA [ 20,01, 5 1,442 — H iR — HI S L)
AN =2 E ST AIRVAL e 2 0 b = S

FUAT, P40 32 R T R A 4 s A L
BARE MOF =5 1A%, 5 HoAH B, el b B A B
HAT VLR U0 I e, R BAL 5807 1+
2B F R L4 2 — R R T S A
Tt PRBE A AR i, 0P BRBE £5 /0N, AT LBl 55 30
Sl RO RBUE RS Y L HE, BRI TR A
J& MOF -5 SRR BT RIEIE AR 2, £ 3R

1 KwHES

1.1 E#H

ANKEHEEE(Zn(NOy) -6H,0) i, Kt
R RAL AR T AR 7 s R R (H,BDC) , 73
Hraf, K e R A TR P A= s N, N - |
L (DME ) (PN R S 005, 20 M4, 7 45 54A 73
T, KRR R A A
1.2 SRIe{YER

TR B A A, XH-MC -1 B, Jb mURE RS Bl
KA PR A A 5 BT K AF, CP213 B, BBl Y
or (T8 ) A IR F) 2R 5 Hoas TR AR, DZF -6020
T b P Sl A RS R A XA A

75 A #A ;2016 - 09 - 06

EETE : 105 SRR TR A5 H (20121030) 5 11044 [81 [ 81 242 A SR BT BT H (2012 - 107) 5 10 P5 48 T a2 AR BER 3 BT D)
PEEE T BB (1970 ) o, Wil 308, BB T7 10 2 23 TR RN ZALAERHI & 1 o bk B H B2 5 B R i 5, T IRIBE RN 1shjT825 @

163. com,



- 138 - A, AL T

TD-3700 AY, PHAR i@ A BHE A IR A w] AR 775 0406
T4, TENSOR27 %, BRUKRE 2% ] 4 7= ; 1§l B 1
i, KYKY3800 7, At 5t Bt B A & A B
TR R A E ST, HCT -3 AU Jb 5t e AR
AR AR A PSR, GVS —10L B I
5 R AT FR A F A ™ 5 B0 AL, TGL-16C Y, I ifg
GEREAER
1.3 MOF-5 R{Epsl&
1.3.1 mEAegasE

AN TR 30 S R BE A B pHL G578 AR
Z3XF AT A BT A S R e R )
() HEA JF I - A2l & A 42 )8 B F i S &
YIS A WL B R IR Be A 4 Re i T m) v, HLg )
I TCALRE T I LR TR PR LA , ik 00 & A 35 LA 5
QG B R = WA 23 15 i T 0 o s DU 2 B
P AR F IR , TT LOR A AL B R R EC AR 2
Ak s @75 5 WHEZRFLIR RSB, T il AT B8
MBI Z AL B, B, 3l 5 s B ML
KIEH, FEAFE V- -2 -0k i% i (NMP) (N, N -
— WL H @i (DMF) (N, N-—Z F:H it i (DEF) |
ZCHE(TEA) % EHETMIEILFRT) DMF,
1.3.2 MOF-5 &ikutg4 5

Zn(NO,) -6H,0 5 H,BDC 14 1 i & 1) Lt
4:3 AR R A HE R 20 1, 3G e L3 iy
W H BN T A A LR .

FARSEIR AR R AT - 1B 40 mL FilsG4E 4A
Sy FiBRIK (/) DME i AR R, 7545 90 FREL
2.9450 g Zn(NO, ), -6H,0 F10. 806 0 g H,BDC %
T DMF o, IR i PEde i b 2 — 8 2R, Z
S P S B T il B S AN N, B R S A
TR o i RN SeEe OB Bl , B T2 3 rh AR %

AR RS B S AR T DMEF shist 3 1K,

E371BE3IH

TP sl S0 U8 3 WK, JeJa # iR 7E 80°C Hzs
THRAAN TR 4 h BUR B ER AT
1.4 MR

Am R R MW 4 5, A4 03358 (SEM)
WS OB TR AR RIS T T A X3 ZeAig 394X
(XRD) FRAE SRR 25 A5 O, % CuKa S74k (A =
1.540 6A) , ¥E 20 =5 ~40° 75 [ 4 35 HOBOHR 5 AR R
FHTAL(TGA) X dRIARTE 2 U T ATV B 43
BT, THIRFERE Y 25 ~600°C , FHR#E N 10°C/min; 1L
HMCIEACCFTIR) Xof i A 1) Ak 2 254 164 T R AE , 3
S 500 ~4 000 cm ™',

2 #HR5WR

2.1 RMEEX MOF-5 R{RH 20T

A RELEE 735 0 100°C HT 130°C R & Butm A 1Y
SEM E NP 1 frzn. i 1(a) fTRAFE Y d AR/
A, ERZBEAIESA KN, DA T SRR
UM ST B T(h) AT e, dn iR g by —
HIE SRR, R 2RO U S 7 R E5 K, kA
1E20 wm Zify o JEPURA RS SR EE T BDC 1S
B2 J7 XA BN ), FEAR IR 2675 T, BDC F2 223k AT
W RIFCAL , AR A BT 30 32 2 DRI 577 5 18 vy it
ZAFT, BDC J& 28 RIFCAL, S AR B 38 1] T

(a)100°C (b)130°C
F1 TEEET 4K MOF-5 &kt SEM H

(L% 136 )

[3] sRf-is T RN, 45 AR KA BEBOR AR L], h
[ BRI 4 BT 3R 27 g 2412, 2005 ,15(3) 291 - 94.

(4] meseld, IR, =2k d il i A~ 7K Ak BB BIF 58 SR B 7 1)
[J]. TolbskAbHE,1998,18(1) :5 8.

[5] #bh , w , SOMIAE. K PRSURLY I ME R T A DL R A S
TR M. U5 P R PR AL AL, 200001 -9.

[6] T, ARAH, ik A= , 5. = 4EHfif vk AL BA HLE K /BT 93
JE[T] AL TR RE, 201,39 (11) 239 - 41.

(7] R, SIM, 23, . Ao e Al ik b B v B | UK K 1Y
WFFELI]. AKAE A B4, 2008 ,39(3) :59 - 61.

[8] Arjunan B,Karuppan M. Advanced oxidation of phenol ; A compari-
son between Fenton, electro-Fenton , sono-electro-Fenton and photo-

electro-Fenton processes[ J ]. Chemical Engineering Journal 2012,

183:1 -9.

[9] Wilsenach J, Burke L, Radebe Vet al. Anaerobic ammonium oxi-
dation in the old trickling filters at daspoort wastewater treatment
works[ J]. Water SA,2014,40(1) .81 —88.

[10] fa 5 , 22Ok, BBV , 5. =4 i A v A2 07 4% %A HILIE K 1
Vefgmoe[ 1], HAk2:,2002,8(3) 1327 - 332.

[11] FEBEEE SR ET, 2, 4. =2k vl AR A 32 ) U R A A B 7K
[J]. B1ET,2004,24(10) :56 - 59.

[12] ZRf, SRR, PEox DN =2 i A ri i A AR /K AR 3 o ) i
LI B 516,2004(6) :63 - 66.

[13] fEAl, R, #8757, 45, UCRIR BN Ak 2 BR K Th & R it
FE[J]. BIFMET.,2015(4) :602 - 604.

[14] B55 W IMEL , BT, 55 b A 20RE L fb 25 SO i A B AU RS
JKEIFFELT]. Tk 4b3E,2015(5) :27 -30. W



2017 3 B

MOF -5 i & /) b5 . XRD 3% & W & 2 i
AR TR B R R BT A B MOF =5 1 1Y
XRD jEENE 3 Urn. HE 2 MK 3 o LLAE W, 7F
100°C Fl1 130°C A B A i A SR ALE AT S 06 1) o 0 o7
FAAAR], H A5 hRME XRD 335 ] A RRIEATT S 007 5 ¢
S0, LA LY 2 AR TE MOF =5 ik, B3 if
ATLAE H,100°C A1 130°C R f & 8 MOF =5 & {4
(1) XRD 5 [EI7E 260 = 13. 7°AbReAF I (1) 3 A — 2
5, HH 100°C T A B A R FE 1AL 1 R AE U 58 3 LE
355, VA b T A 25 A RS 52 3% X S R 1 )
RIE S — 3%, th T S A Bak , R BETE UOMLEE 1 7
PRGEHE . T 130°C F FIr & J Y b A4 1) XRD 3% 12 1)
bR R A — B

9.6°

13.7°

6.7 l| 15.4°

standard

5 10 15 20 25
20/(°)

K2 MOF-5 &5k XRD 3%

A\ A 1
A Lo 2

5 10 15 20 25
26/(°)

1—100°C ;2—130°C
B3 FRERBLIRET Fré  MOF =5 & ki
XRD 3% K

2.2 EHIhEIT MOF-5 BRI #0n

AR RSP B G i MOF =5 @ {4y SEM [5]
wmE 4 i

Hi1El 4 ATLAE Y FR AT 2 258 100 W1 600 W
Bf, MOF =5 S {4 K Z2 550 B0 1) 57 07 (AR 25 4, Jk:
RIS 5 2 5 S D 2858 51 900 Wi, Ir & A
(1) MOF =5 {y (AT Z5 AN 8 KL, H UKL RO AN
B3 o P < I AT IS I - @ R T Y R 7 N
MOF =5 i fA AR A= R F5 1

ANEVEE S D3 T B G i MOF =5 Sh A1y XRD %
R 5 Frs. B S AT LLE W, 565 DR A
100 W 1600 W I, & 19 MOF =5 G {& (%) XRD i
&) 55 o i [ A — 3%, 75 20 = 6.7 9.6 .13, 7° Fil

RRES MR BN SEHSSEENBLTR MOF -5 BIFIZ 139 -

4 R4S E T 6 M MOF -5 & ity SEM [

15, 4°(0 3 i 0 B 1 AR AR AT S e, EL AT 73 40
GRS TIFRIEF] 900 W, SRR XRD 3% & Bl 57
WS RERE R S AN o SR BEE AR A TR
S, T T AR R, A A REIE U
ANoe g, FEMI A B R A S A K. T3NE R,
LRSI A T SO W I A S AL B IR D b
PRE A KT B e, ZEBUR A AR ST DR, THE
R, A REW I S A R T B 25

Wﬁ:

3
RSP VIR WSO B R S

5 10 15 20 25
26/(°)

1—100 W;2—600 W;3—900 W
S TR HFET Ak MOF-5 &k
XRD 3% &
2.3 RMEEXT MOF -5 SR 20

ANTR] 52N B[] B R MOF =5 i {& /) XRD %
EanE 6 fis .

HH 1] 6 AT L, S B ] Ry 30 min 5 8 i 4R 14
TEfIT 506 5 MOF -5 SR bR ME XRD 5 16145 4 2=
5L B8 T ARUETS B AT S g A1, 7E 26 =8. 3 .10, 1°F
16. 7oA B B B 1T LA /N ATT S, X LA
ISP Biti 7 S5 07 B ] 7 A K B DRSS, LR R, Y
SN B E] 45 min DL_F B df AR B AT S 06 S AR v
TSR TSI B 5 A — B IRAEREZE R -y 22
A 0] v T AE R U A )2 R DTE , —
BEAEBL T, ST A TR R — 2 — 2 HUA 0T b



- 140 - A AL T

HERL, e — 2 1 R AR RS, B — R T R AR K
TERARIE R SE R Z AT, iR IR A2 P40 2
Brbt RE AR o SRR AR RIS, RIE AR
TRoCHE  URLE SRR/ A - AR W] ARk

5 10 15 20 25
20/(°)

1—30 min;2—45 min;3—60 min
6 RS E T MOF-5 & Rty XRD i [
2.4 #iL AKX MOF -5 B{&RIS 00
Al atifb Jr Ak B i 75 2 ) MOF -5 ik i1y
XRD i E il 7 fros .

W
W

5 10 15 20 25
26/(°)

1—P R ;2— 50
{7 R A A FTE MOF -5 & iy
XRD i [

2 S A IS S E PN RS e T o O el ]
MOF =5 @ {& 1 XRD 3 ] 545 1fE MOF =5 S 44 (1%
K58 W), oA HoAth 2 B, o] DL DY R 5 S8 054
ATLMES MOF =5 A afi b ab 31 ) A 0. AL
BZF A m L AL R, —Jr T H e
HH R BA AE SRR SLIE Th IV o — D TSR AT LG TS R
TGRS Gy A8 AR 1) 3 A8 v DA AL
Hh I SR K

ANFaliAb Ty AL F TS MOF =5 & K i F4 i iy
ARG 3 IR 8 FnEk 1 FiR

95} 1
8st 2

100 200 300 400 500 600
T/C

1—4 0 52—
B8 R4y AL Fr 4% 5 B MOF -5
ot T By B A

E371BE3IH

x1 AEHHLFAEF MOF-5 Rk
AES TR

aifp R ERMRIEE T0/°C  SEEMRIRE T/ C
R 389.5 537. 4
Ai 381.3 531. 4

HIP 8 W LA i, MOF =5 &4 2 MR
55 1 B BAE 100 ~250°C 2 Ji], 32 % ¢y it A L 1B
HRk B VR TR o FIOK A SR EE S R 5 5 2 BB
1 380 ~540°C Z [i], Ik H1 T+ i R 1 SR 45 M 19 20 it P
TR o SRR, RE A Y 2l fl b PR O7 2O H AR
TETERIFEI A K

3 #ig

(1) £ 100°CH 130°C Z&1F T, ARG i Bl vk
PRI LAA B MOF =5 g {&  (H AR LL T 35, 130°C 1 &
JH SR SO RE B OREAR 1 ) B I R R B 58 38
FRBESGF o RO SRR 22 5O MU 4 5207 R 4544
RIRER/IME 20 wm 747, XRD RAEZS SR 2/ b of
) MOF -5 ik,

(2) Bl F A 40 100 W A1 600 W I, 75
F18 v A FL A A L) ) 25 T 50 R 58 3 1) e AR 2
FRAT DA EE K E) 900 W I IAF| T MOF -5 A1y
PN A R 1

(3) BRI [A] I 2 45 min LA_EIF, 45 78000 ff 1A
LR HEEOE R

5% Uk

[1] BHieE. 4 @A HLE 4 MOF -5 Ay 4 B H: CO, IKBIE I
BITEREL DL )M AR R B TR A, 2000.

[2] FFmg, #RUE, BUMTER. MOFs BAokHAr 1K X A AL A I B F
FEMERELT ] AL T BURT R, 2013 ,41(8) 24 -6.

(3] R, BFAL L2 WOEORTEAL 2 BN ATBr k[ T].
JPEA R ,2004,11(2) 1121 —126.

(4] TH, DS, PR TE S T IR RS R R [T]. iR
ThiE R ,2007,26(6) . 1141 —1145.

[5] Hafizovic J,Bjgrgen M, Olsbye U, et al. The inconsistency in adsorp-
tion properties and powder XRD data of MOF-5 is rationalized by
framework interpenetration and the presence of organic and inorganic
species in the nanocavities [ J ]. Journal of the American Chemical
Society,2007 ,129(12) :3612 -3620.

[6] Huang L,Wang H,Chen J, et al. Synthesis, morphology control , and
properties of porous metal-organic coordination polymers|[ J]. Micro-

porous and Mesoporous Materials,2003,58(2) :105 -114. H



