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Effect of calcination temperature on intercalation

hydrotalcite with rust inhibitors
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Education, Qingdao 266520, China; 3. China Railway Design Corporation, Tianjin 300300, China)

Abstract; In this paper, the effects of calcined temperature on intercalation hydrotalcite with NO, and Vitamin B3
(VB3) as rust inhibitors are studied. The intercalation loading rate of rust inhibitor is analyzed by organic elements
and UV visible spectrophotometry, the protective performance of the rust inhibitor intercalated hydrotalcite on the
steel bar is analyzed by OPC and EIS tests, and the intercalation mechanism is analyzed by SEM and XRD. The
conclusion is as follows: the effect of roasting temperature on the loading rate of rust inhibitor increases first and
then decreases. For NO, , the optimum temperature is 500 °C, and the content of N element is 1. 63%. For VB3,
the optimum temperature is 450 °C, and the loading rate is 21.3 wt. %. When the temperature is too low, the
surface energy of hydrotalcite is not fully excited, and when the temperature is too high, the layered structure of
hydrotalcite is destroyed, and the rust inhibitor is difficult to intercalate. In addition, the interlayer spacing of
hydrotalcite increases in different degrees after intercalation of rust inhibitor, and the hydrotalcite intercalated with
VB3 is more evenly dispersed than that of NO, .
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S A RERER) 5 55 %

BUEIER G A m B, N H AR B B —E % A,
TR R, 2 5 A 2 T B Ak B IR AT RN IR
BlAVRR, 7E B 2 B 2 25 BTk B O 0 B4 4K 75 K 1
ut, B AL 0 X R R — AN TR AL BH AR X, T
i A B A e T S ) DX 3 A TG B R I B AR DX, A
T 8 — A A BH A% 71N BH A% 00 20 %, 7= A 10 T ol F,
L3 NN T ok B T B AR, kR A Ak Y
FERAG IR 2~6 %, TR %E L X 455 1l 7 o B
A BR i 7= AR S A 1. 48 Kk i TR Bt
ProR G, REE L RIPZ L AETFR, R aE
A, IR 2 MRS R.

KT AEE FEHEAEFERE FNHEER, £k
IREE 0 IR B ), 2 & 134T T 2 W AT
Hep, il HAG T DE, S5, B
RMRR IS, ZRAMNNTZkE. BiE%
SRR FITE G E LSRR AR K EAE. 5
RELHRAEAEZTNE, T HHEX BN,
EEMBRT T KRR, EERRTHEN, 2R
XSG AR W DA B 2 - W B B 25 4 T 12 80 B
T TR S BT REN S, Cao™ Fl Xu AN
KB Bk Bk £ 7 LDH-NO, A1 LDH-NO, ,
FE & BUPIRP B 2 13 2 K T 0 4 BE TR B AT R B
&R, Hoh LDH-NO, BH 4% %% 58 & h B IiF.
Yang, Xu, Cao, Zuo %" #f5¢# R M L UL IE %
25 T A Fh 2 0 A LI 2 K8 A, TR X SE 5T
e, BROKE ARG R e L BT AT 0 RN 4
O RN SR R, Ay B BB B ) i e R 3R
T, BEITERMRY . MERLEREE R 170 T, K
T AR J2 8] B 2 T AR TP BRI B 5 4 4%
TEE 450~600 “CHE, 7K A bt o i 5 3L )2 8]
BH 5 1 25 K 2 B bR JE s %6 72 4 (CLDHs ), fHUK
A PR J2 ) 25 4 H I R BRI, X — 4Rt
Shy H G ERBEL A BH 2 - 4R 8t T s Ta) 5 LR BT R
Riber 4 (CLDHs ) 38 i 2 1 2 36 K 25 4 0 12 34
{10 A A A 152 B 5 v R BB 55 B o5 - 3 W I L
TEEA E B BT R A bk s R Y BE AT, DLk E)
PR B AR VR L e A, AR S TR e A R ik
F A2 K A BT L R S IR B R [ 0 A 5
XANgE A, HRREIBEIE o 0 f iR 25 3t s K
3X R AR AN ) 25 2 1Y B - 3 )2 N K
J2 1) B3 B R R OR A R ). B Al & F RS ) 5K
AL S OLE . A s R B 7 4y 7 DL oK
i P RS T T R A

AL A FEIF I AR () 55 e T B %o BEL 4% 70 4 2 7K 1
(g0, 38 A HLIC 3o BT RITER Sh-u] L5y 6k 4y

BRI FE K o it B %k A [) BHL 4% 7500 00 4 12 3R, LA
SEM F1 XRD 253 B % 43 W38 T B 43 BT A [R) 6 %
TR F A S 2P, @i OPC, EIS M,
SYMT T BELES R )2 /K O B 5 I B AP PR RE K
BB Tl AN AP B A T — i A AR A 5 P e S

1 EMBEX®TE

1.1 a5 NSE

ARSCHT K A0 A AL 5% B DUAR R R A
A AR ) Mg-Al-CO, BIKH A, =3k Mg,
Al (OH)13(COy) + 4H,O. Fr M TREER 4N . 44
B3 SRk 2R 5035 Ay ] 24 42 P Ak 2 0] A BR 2
i) 43 AT 4.

2 MEFBFEEKEBEAHNERRRIE

2.1 NO,-LDH H& &

AT TSR i NO,-LDH #9645 75 7 5% B
Ribe-ik i, ¥ LDH i T Sap b, R EE
S35 °C/min, 43l AEFHR R 400, 500, 600, 700
CIEREHE 180 min, RIGEHEZME, SRR KK
WA, B CLDH. Bt 1 g CLDH fiiAZF] 200 ml iy
0.5 mol/LEAE IR AN, E=IR T THMM
R BHERE 12 h i g A8 4k B4, IS IR
R FKFE e P AR U8 Uk 5 B T HEH b 80 °C
HEF 8 h, BRI R ENAS NO,-LDH.

2.2 VB3-LDH HI& R

¥ LDH & T 5 by, FHEE RN 5 C/
min, 43 H7EFHIRE 450, 500, 550 °C 5 Hks 180
min, RGRHEZMR, HEERKE O, B
CLDH. #RJ5HELH] 200 mL ¥ B4 0. 3 mol/L VB3
F10. 3 mol/L. NaOH JB&#, I 2 ¢ CLDH )i
B, EBFER SRR AR I 3 mol/L NaOH
P IR AW pH EARETE 11 47,
RIGIBAA 20 min, FRAFEWCEE. 1850 TR
T, BEAE 15 h SR, M A& KT K S RE
DU PR =, RIEFE 60 CF FHLLESR
VB3-LDH.

2.3 BUTESH

i AT HLIE E 43 A4l € NO,-LDH # C #I N
TLEME R, FMiHEKE A RERTREIRAR AR,

SR H 48 A0-0T UL 43 6 6 BE 1 (UV-vis) X VB3-
LDH t VB3 i) f 2 R A7 K. % VB3 i i3]
WA A, IR R R A R E (2 ~
20 mg/mL), SRJGTE 200 ~ 400 nm @ [ AN Wik
VB3 WG B MRS A [F R EE VB3 7E 215 nm 4k
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W B AR IR B I 56 R, R PR LA R A b i
M2 e, AT VB3-LDH Hi) VB3 524 8K,
KM EL R T WO AT . B 0.5 g VB3-LDH iR
JiE) 100 mL (9 1 mol/L Mk MW, HEA-0T
DLA3 JE0EETHIN E AE 215 nm ARG EEAE, XF R
ruedh 2, 19%] VB3 ik B, #Em 5 VB3-LDH
VB3 MR, Bl () ETITE, 5
LE=(Myys/Myy; 1pn ) X 100% (1)

K. My, At LDH o 67 2 i 48 4 3 B3 1Y it & ;
Mys 1o 3= VB3-LDH [ i .
2.4 BHEEXR

ARSI TAEEARMAE S 1 em X 1 em X
1 emfy Q235 fREN IR, R HE ) A 5 5% —
Ay % B% T, % 8% WK K 200, 400, 800,
1200, 1500, 2 000 HERPZEBATITEEALTE, B
BRMEDERETCRIR. BRFLERC A Ca(OH),,
VRN 3.5 % Nacl SRIRME ClI-. M BWAE 2. 8. 24,
72, 120, 168, 216 h BHiX OPC il EIS.
2.5 EBFEK

SR A AR T 7 000 R BEL 75 70 3 )2 2K i R B
HIBFIRCR. BT Ak 2 AR ol A B SE AR v 1 52
FRASEAE PR 4 000 A B T AR, SR = Wtkik R
BT, o 2 b AR A H R WAk, 0 Akt
MR, WA SR BE L FLIE W, TAEHAR h £
Tk 1 em® 1) Q235 BREY. X4 TAEHUARAE BRI IR
bRl 1 1= g = Wi o 3 SE  VEvad i i R
2.6 XRD 4#7

R H X I AT Y Bruker D8 Advance SRl
NO,-LDH f1 VB3-LDH, & & %4 40 kV #l
200 mA, 7£ Cu K S F #1700, HEE R
2°/min, FHHTEE K 5~70°.
2.7 RFBESH(SEM)

SR S TM3000, HLHE 15 kV SR %€
NO,-LDH Fl VB3-LDH 4 4iE & 55 i 45 44, NO,-
LDH F1 VB3-LDH-VB3 ¥ 7K il 45 £ 4755 4 A0 L.

3 XBWERESHH

3.1 BERREXNEEFBEKEA (An-LDH) K
BEL 5 7 £ 3 2 1Y %2 i

3.1.1 NO,-LDH

fili R e S B v T £ 9 NO,-LDH, fE RS 5
JEE Sk 400, 500, 600, 700 “CH} N JG2 8 &4 Wik
F]0.99% . 1.63% . 1.54%F1 0.84%. Hh N T
RIS A 500 C R RE M K IE ARy R A R
NO,-LDH, X/l T LDH By fa e, 4555

ML BETE 450~600 CIy, 2] COT K&/ iR HR
BB, TEMET BRI ETEE N, B RKE A
B JZ AR 45 44 22 2 i R AEL OF A BN B30, A
M ks e K i 47 (CLDH).  CLDH 7E LS AR £
P 2l NO, SBTE RZ RS 1), KB 73K
PHLEE R ROCR. %5 R B 5O i 600 C i,
K AAFRIN 28 A2 TR 4y e, IEHUH ) NO, 2R
Lo M S AL, R BCRA P REAR SRR R
BEARZETE N, K 00 )2 ) 45 4 B o8 A B IR,
RERBHERRGE ST, T2 R EE A kY.

%1 TEBEBEN NO,-LDH ) CLEM N TEEE

Tab.1 Contents of element C andN of NO,-LDH at

different roasting temperatures

. R be i B/ °C
L

400 500 600 700
C/% 1. 96 1.9 1. 79 1. 82
N/ % 0.99 1. 63 1. 54 0. 84
C/N 1. 98 1.17 1. 16 2.17

3.1.2 VB3-LDH

FI 5 Ah-0] L4360 BE 1IN AR VB3 i 54k
W B A it 2 (I 1), R s o it 200 1 244 5% e Ui
Bk 450 CIF, W VB3 B9k 10. 65 mg/ml,
HEAH VB3 M HREE R 21.3%, YRR ERE A
500 ‘CHy, Wt VB3 WK E R 3. 63 mg/ml, it
HAAWE VB3 MR A 7.3%, BRI N
550 CHY, VEWH VB3 Bk E S 2. 15 mg/ml, VB3
M AEE R 4.3%. HMBX 4R EEE, Sk
FEI S, ATREXT LDH 3 p— e P2 EE A ] ifs
W, WRAESSEE VB3 3EN K A )2 8] 5k R M.

0.035
/-
0.030 =  Experiment date .//’:
n Ftting line e
S ~
=0.025 =
Q //
g =
£ 0.020F e
2 / y=0.011x+0.011
< > R=0.988
0.015 | e
,»///
-
00]0 1 1 1 1 1 1 1 1 1 1 ]
0 2 4 6 8 10 12 14 16 18 20 22

Concentration/(mg + ml™)

1 VB3 B2 5h 5t 0% Bt 45 A 2%
Fig. 1 UV-vis absorption standard curve of VB3

3.2 REEREX AnLDHs EEEUER LI AR
e B 1 BE O 2T
3.2. 1 JRs e AL IR
FE AL 2= 00K, SE T I A6 R R
B R, JF A IE, &85
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¥ RERFHEMD %55 %

BER MK, UFFBAL/NT 400 mV B, £RCE&
KA T REPETE 90 %0 DL L. 2 W T TAE
B AR 6 AR 0L LI T T 38 N S TR RS e il B ) AR Y
NO,-LDH #RELFLIE 1 IR 10— % B 1) )5 I 45 19
Frpg i, W 2(a) Pl LIRS, 25 HH TAE
HRRI R R AN, ERESh)E, A
2H T4 B AR B JF i B A7 B 2T 400 mV, H¥f4E
A, XRHIZA TAERARERN 8 h G REc &
B AR RRLFL I W 4B N AS 6] s e i B ) R Y
NO,-LDH ) TAE Ak, %A 7E 8 h i) fR+¢
AR FF 3% B 07, 7 168 h J5 FF B W A7 IR SR 1
400 mVELE, 3XFHH 400~700 °C ()55 5 5 2 ) il
1) NO,-LDH ¥ 884 I 1 965 22 B9 F77 25 b 1) 3ok

HE 2(b) T LLE Y, BERIFLIER P B NG R
A 450 C i) VB3-LDH i) TAF B AR IF 2%
AR IE, TEIR 216 h J5 ik 4R JF i Ha A2 4K SR 78
400 mV DLk, XU VB3 38 %, TEIRE
BRI E T 25 1 VB3-LDH BE 89 775 2 K 2% i) £
. Wi 500 CHI 550 CTEIR UL ] IEF] 216 h I,
FE i BB 2 A AR AR A TE, H I 8% e A6 O N AE
400 mV 2245, RWEHREC &K A T sl

or —— %
—=—400 C
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g
= -300
=
L
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Fig. 2 AC impedance spectra of carbon steel at

different soaking times:
3.2.2 A BHPLIE
3 45 T AR B AR 12 AN [E] 8 B B9 Nyquist

B, bl 3(a) T LUE Y, 4 TAF AR AR AL
WO T AR R b din B2 il 5 9 NO,-LDH # R 4L]
LR R 2 h )&, FFER I BL Warburgu FL¥T,
X35 W 1M R e 4 3% TG 64 B AR JBEOA SR BN , W
B JE W I B DN A7 4 THT B L LI
A By BB AT R . & 3(b) X TARH
Wil 8 h ), Warburgu BHHTHBL, #RH0% Hi#Y
BEACRE IR
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B3 #iNiZiR/EH NO,-LDH Nyquist
Fig. 3 Carbon steel soaking: NO,-LDH Nyquist diagram

3(c) TAE W AR 7E AL L FL I W P =90 24 h
Ja, BEFLE I BN 500 CHI 600 “C K552 5 il i
1) NO,-LDH #) TAE A% Warburgu FHATIH %, 1t
B, XPIRPEE S B NO, BB RN P 2] 7 R
RN A R, BB, B R CLOAS gk
LDH Wz, e Cl A T REd 3] 7
AP AT EIVE . 4B 400 °CHI 700 °C k%52 )5
B NO,-LDH ) T A B Ak DL & 25 A 20 0 T AR s
W, Warburgu BHPUHKARFATE, 156 BH G I I oA ke 3]
B B BN OR3P 3(d) B W IR AE IR I 72
h JG, ¥ 400 CHl 600 “C k%55 1) NO,-
LDH ) TAE AR PTINE K, X T RS R iR
BERY BB, FEIX PN RS BT R i & 1) NO,-LDH
A5y B E AR R gk | NO, , TR IR
—BI g, XERAME NO, ) LDH FE/K H
SERCEM, EER A CU &SRR, FFBBE K
B OH-, & 7MW PH (E, 4K 7 i ik
M LUE 1, B 3(HTER I 168 h 54
A 500 CREBEIE % NO,-LDH fB ik, %
PUMES = A AR PR IHAR K, 600 ‘CHI 400 CREHE
Ja il i) NO,-LDH 9 38 30 1 48k 1 55 19 22 2L
S, UEBH 500 C AR BET BE I ) NO,-LDH BH%
MOREIE, 400 CFl 600 °C AR5 B BE F I i 19
NO.-LDH 58 %% 84 7 e 2] KA .

W 4(a) B, 2 TAE AR 78 AR 4L FL ¥ i A

327 i =1
RANG.

AT A s be i B i 45 (9 VB3-LDH By AUl FLI%E
BOFIRL A8 h JE, TR T A [ B b i ] 4 60
VB3-LDH H48LFL I I 0 TAF B AR 89 25 BT B
BEHEK, KRR Y VB3-LDH H i) VB3 Bl F
TEWRET, FR TR TR AR, WP
iy Cl e 2) 7 LDH w, A3 B9 CL ik
BERRAR, XA 3 kL 2 b I) 38 B2, A IR B A T A% F)
RAP. Ho, BRI R R 2 NAE 450 C R B R
FET il &) VB3-LDH i TAE AR, ZFH0IREA1E
BB N 500 C I 550 °C HYRE B8 I B 5 i i
VB3-LDH #) TAEHRARE K, KRR AT E T
Wil i) VB3-LDH #f i VB3 FAECRE &, 7R
HRERECE 2 B E5 B B 7, R 2] 1B I fR P
YEM. 1 4(e) B TAERARIRID 216 h J5, HIFLEE
BOFBAAE 450 CHYRT B T il % 1) VB3-LDH
B CAF AL AR B DUIHAR R AF A R 42, Bt FE L
M RE BRI ) VB3-LDH iy BB ROR B, H
RER U0 B 77 T B DR AP
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4  T%$WiEi VB3-LDH3 J5 i) Nyquist &
Fig. 4 Carbon steel soaking: VB3-LDHNyquist diagram

3.3 KEEEBEEXN An-LDHs 1R 5 R MR

p=A|

Bl 5 (a) IAS il BE RS B KI5 4 XRD &, H
HE R K A (003), (006), (012), (015),
(018) 1y i 1THI AT 5 W th B T 20 = 11. 64, 23. 46,
34.88., 39.44. 46. 96" %4k, XE5KIEARER
Sea 80, R P 6 B KT A bR
mh, ZUPERCE. [, RE B R AT S 06 T 22 A
g5, MRMATETIE N QB %, XA ZARKIE A K
A YR F EAFAE 2 — . KIS A2 I BH & T
FRAEUEE A (110) AT ST 06, K 43 F BY R AE I Sy (113)
fiituge, WO LA K A 2 RGO PR R
MIFRAE . MR REIR EEIR B 400 Ty, KA HE
ShTE 43. A2°F 64. 18°4b 7= A T 1) A7 S 04, 1k W AH
HTF MgO, 7EMIRE F/KEAHRN AP Wi &
BA T MgO 2y vt % be i B 38 3] 400 °C
B, KA BB BRI MO fiThtig, Jf
AR MgAL O, &l AR 2405 Be i BEiX 3 700 C
i, MgO Hl MgAl O, 2 & A AHAT S G S B B 4
WA, X5 SOk v A A g — B

W 5 B, KibesK i A AE I RN R AN R T
Hl VB3 W B — e a5, K AT B R AE i
HHMB, XBEWEKBEAZBEFHRN THDN
AHRZBH B . X T oK A B S
M, HEENREASE G, B THEE TS
TR T A R AR A VB3, i S B R
TR KR A Z B ER AR A VB3, e E) T
XFER A B PR AP R, B S (b) AL, 5 CO;-
LDH #H Lk, NO,-LDH #) (003) 4 1iF U 45 55 H %
$E, XAEH T NO,-LDH # /N ik RS RS
H CO, W%, 5 —Jim, 5 CO,-LDH # s,
NO,-LDH 4 J2 8] #5 A% 46 b 3 — 27 3E B NO, 1)
A

Intensity

¥ fR(BARRER) EH
_ e~ TT00
— e~ 600 C
[~ ,x_—.&/\__‘__/w
. 4007
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E
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7.33A
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7.77A ’ -
2
Z 600 C
2769 —— M
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| h _/\AM
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M\ —\ I .

(CLDH)

10 20 30 40 50 60 70
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Geon o andllRRETN P ioh
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BS5 AEBERENKEARAHBENEN
XRD [ F0 {31 %L % 557 B

Fig. 5 XRD patterns of hydrotalcite calcined at different

temperatures and loaded with rust inhibitor
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B 5 (c)uf %, 7E 450 CHIRIREIRE T, &
i 15 h e, BIRUGHKIBAAE 20=7. 46° 4k 5
fith—AN(003) 0, 38 i A 7 A% 20 3 u] DL 5 6
N R T ) BE A 1. 18 nm. W EKIEAZRNEE
JE(£50. 48 nm'™), WHFEZMIEE A 0. 7 nm(CO;-
LDH %5 0.3 nm), Xi#thH VB3 737 i 2h 4 N\ 5
Kig A2, B ehfl &5 VB3-LDH.  ifif 24 %% 5%
WL 500 °C Fl 550 “CHY, (003) &R T 20=
11.49°%4b, FERAE 20=7. 46°4b B PUAS1E 0%, 550
VB3 Ff AR M i o 4 )2 BEN K A

B 5(d)~ () AAEBE T ARG REIERE T
M ZKIE AW EL. NE BT LIER, B
AR SR ) A EHERL, HI RBLE 2
FraRgE#), X5 H Al SCER B A g — B0
Hop CO,-LDH 28R HHEF A 7, 2P Ay
BINAIETAR. Bk HRE R NO, #6i A Ki
FIZEE, BRI 6 T JC R HEST, RO SR
Ak HE — Uk B T K I8 A 2 8 B & AR Ak
NO,-LDH k243 #4% CO,-LDH B 2], K&
HT NO, Mg FEREENT COT . HE 32
MUK, MHEHBEN KGR R G 2K A2
o) LR 7 3, MR AR 25, 5l K AR Ab
WML 36 % A A b, X4 K% be i B 38 ) 700 °C B,
LDHs #1RHU 2 % A 3R 4r e 4, T8 i MgAL O, Hl
MgO 2 & A B k. % F VB3-LDH, #E 450
CHYREbe it BT & B B, RS0 S K A e
S5FEMGK CO.-LDH ML, XA F e BR 2
) BH & F & AR A i S U2 A I R, AR
fRHE kg5 #4). VB3-LDH W CO,-LDH #l CLDH
WL SRR A, HE R G A8 W 5% 5] & i
NUEIEAR, XAEH T2 G LDH B ¥ i 5
BT

4 Zig

(1) AKE o T 2 oF BEL 85 5 4 )2 7K i A0 3R 1Y
WISRE, T NO,-LDH, #£:i& & 0B ki Bk
500 C, TEMGIR BE T A H 85 be & 5 ik il 45 1) NO,-
LDH ) C/N o ul Uik #) 1.17; %} F VB3-LDH,
Bl A B RS BE i 450 °C, TR EE T R B
R ERSE VB3-LDH B VB3 2Rk 21. 3%.
X A A 2 v A AR A, KT A B 3 T RE R BE 2
BEFE A K, A A TR AR 5 K i A R T 45 A
BOMME, RERRIE RS Sy, RIREX) LDH ik —
ERERE EWA IR, AR AE S £ VB3 BEA K
T8 A0 )2 8] B kg R A

(2) AT 80 757 B 65 Ve RE SR B, % T NO,-LDH
Kt , 500 °C HYREHEIR B B i 1Y 4 )2 K i A ZE B
LI R BT T RE e, 400 CHI 600 °C A K552
T B 1) 4 J2 7K i 0 L RE AE — 5 B T8) S R K 7
AR . XPT VB3-LDH i, 450 °C ki B
B % 3 2 K T A AR B R FL IR W 0 B S P R
wfs

(3) MIWIESE Sk FE, NO,-LDH fil VB3-LDH
8 CO;-LDH K42 35 4y 8L 38 5). Hop NO.-
LDH ) J2 Ia] #5 5 /N, J50RL 540 1) T 76 5 4k 41
VB3-LDH & JFJGReE MR B L Wi SR,
N AR S g ) B e
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