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Preparation and application of optical pure tartaric
acid pillared Mg Al layered double hydroxides

JIAO Ferpeng, HUANG Kelong, PENG Xia-hui, ZHAO Xue hui,
YU Jin-gang, NING Feng-rong
(School of Chemistry and Chemical Engineering,
Central South University, Changsha 410083, China)

Abstract: The optical pure tartaric acidpillared hydrotalcites were synthesized by direct reaction of the optical pure
tartaric acid with MgaAL (OH)12C0O3. 4H20 precursor layered double hydroxides( LDHs). The samples prepared
were characterized by XRD, FTIR and DT A. The results show that the initial interlayer carbonate ions can be com-
pletely replaced by the optical pure tartaric acid anion under controlled conditions. The stable optical pure tertaric
asid- pillared-hydrotalcites with supramolecular structure are formed, which was used in the process of chiral extrac-
tion of terbuataline enantiomers. The enantioseletivity can be improved obviously when the optical pure tartaric acid-
LDHs powder was added during the process of extraction, the maximal enantioselective separation factor is 1. 2.
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JZ %% organo-LDHs FIWFSY, 1%k O & K H
T VR MG e N 2 A5 s N ) Wik I 7 0 ek R,
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KA AR, BHNERFE A . BT
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EEAE T — NP RS, Bk XA os
S NI B F A LDH s /RS0 e 4 43 B85 1)
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1.1 LR & Mo i 7k

HFAW AR, WA T, R At ARk
Mgk, K HE Sigma A w]; H AR AT E 5
afi

ZIAN 1, AVATAR360( 36 [F Nicolet 2 7))
AU B AR 2T A6, KBr HF; Z#H(DTA)
ST, R KR AL T 2 Bt I R R
N F R Z BT RS0, FHEER A 10 C/ min,
ARG T EAE; X B2 RATS AR H XRD-
6000 B! X G LT X ( H AH A 7], CuKa H14k,
LA 40 kV, HHA 30 mA) .

REAT AR B AR 23 AT 1 e S R AR S F Y LC-
2010A SHIMADAZU 7= R0 A8 (i A ( H A< 5t
AH]), Kromail Cis B4 150 mm x 4. 6 mm X 5
Um; WMENAHNR 0.8% (V/ V) = LKW, BRI
FpH A 5.9, HHE 10 mmol/ L 1 BIAKIKE; Wi
4 0.8~ 1.0mL/ min; HEFEE A 20 LL; UV Al
WK A 275 nm .

1.2 4E45 LDHs R K5 %
KA A%/ & Ak B9 B V2] 4 Mg AFCOs-LDH s
JEARFI AR . FREX 19. 2 ¢ NaOH fl 21. 2 g /K
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Na:COs A 2 8 77K J1 lc BB v v, X 49.2 ¢
MgSOs * 7TH20 F133.3 g Al(S04)3.1sH20 A%
BT /KB GRS, 4 P o R DA =24 Ak (] s
N8 VB S N 2 P AR A%, AR JE AR B T
mfl 6 h, KYERE pH< 8, E.LILUER Mg AFCO;s
KA PEYE, HA MgsAL(OH)12CO5 * 4H20
RN 2% (FESH)Y .
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DA T o3 HOAS 7, )% 06 2 A0 A TR A %
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V% pH JE7E1E IR E T I — e e, AR5
K¥E L UEE I pH 7~ 8, FJET 70 CHET
48 h 13 2D6 2 20 A R AT LDHs £ . 6%
AWARER DWARM - AR, Wi iestk
ANE, 48 DA R A LW A BR AT 4% LDHs
N FURBEEEARTR, M X SFERATH « a s et &
ERMRIEF LB ER |

1.4 DE2EaiW A R AL LDHs A T F MR

FIRF, B 20mL & 0. 1 g/ L #5 A Al bk ot ke 44
11 0. 15 mol/ L. NaxHPO4/ H3POs S W (pH 18
1% 7) 5 20 mL & 0.5 mol/L L~ A & C g
(DHT) K17 AU ¥ 75 08 5o I8 M4 o DY 2 01 4t
(NaBPhs) 1B &, A — € 865 4l A R A 4
LDH s ¥y R PO FE, 1 985k 22 MR . T 98
BT 60 mL e, BIZIIRG, frAHEE
EJE, BUKAHH SR g o b, B VLA A
WBERH 200K AR, BN A IR Z T 5 P AH
RFRBI AR, o R BRAARE BRI 4 B a8 S AT R Xt
B AR T AH P B 0 R B L (ks k)

2 ZiR5iTR

2.1 e AATRFERE LDHs ¥4 4

Kl 1T A Mg AFLDH s F1i6 27 40 7 7 1 A
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Fig.1 XRD patterns of Mg-AF LDHs(a)
and optical pure tartaric acidc LDHs(b)

KZ W pH IR DM L-W 1/ LDHs § 44 ) PE
IREE 20 BSOS 7 I T) 5 4 AR 0% . [ i D-
A L-WARR/ LDHs RIAARIBE /RN 20 1, L=
WLl o B 7, W2 RE I pH SO IR FE R R
N T EAT T PRI ST, R BRIL AR S5 R 11 X S 28
TS W E 1(b) P . S8R KH, Al AR 1)
BB 7 Al #E— B AT TN RTR G Z 8] BlbE A 85
X D-F - WA R Kdd E AR, H HNOs % pH
h 5 A, RN ARRZETRME, ER COF BT
PLCO, BB R, NEFRHAR; B KR
I X B T4 E AN F, NAE S N IR AR FEAE 140
~ 150 Czla); MBI HIAE 3 h Ao 45 B A) 56 Bl
B RE .

2.2 JGAAU A IR H¥ LDHSs 1§ AR 45 F R AE
Bl 1(a) H R £ m R BT O S o B AR
(003). (006). (009)F1 (110) [ FIHRFAEATH . K
REIL GRS, FELR AR, AT IE 2 R0
B, RUIHI% M LDHs AR —, kg — 2L,
AT AE R A PR R, S R, TR
0.76 nm . HI(b) B L] Ja1, b5 il A IR AL
¥ LDH's [RFACAT S W 1n /N EE R 30, = (8] B 4
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KA 1.24 nm. BT LDHs EWEE K 0. 48
nm! " 2] FEYE 25 2 AR R FE AT B0 2% 4 A R A
PG R R ZAKEE A 0. 76 nm, X 56244006 £ 1R
oy F R ORAEAARE, UL Al A RS A2
A RES ERAHE FRE . EHERAER
E

M LDHs FE 2240 A4 B A 3 LDHs 1 X 5
AT EE T LLE Y, 6 A A R A ¥ LDH s
S E ARG PR R AT 5, e T8 mT g
Bt 6 A IR AR LDHs A1 LDHs(003) A7 4}
Vg 5 % v 2R AT S U T 6 N 1) D B 2 18] B A AR 4 )
R R, KRGV AR LDHs WAHZ M
RIF. HIL U CO35 B Mg AFLDHs E 4 Y
i, FHEORZ/ S A RE BT DU & B R AF A
SERI IR A A TR AESE LDHs .

M1 BRI E W, 65 A A TR = 4 el
FEF, 7E 60. 8 [1I( 110) fiT 5 VAL B & A K AEAR 4,
1M ( 110) 7 A B R ER EIR B8 % B,
XUESE T MYa2# 4 A IR & 7B cos HEANE
B, AEERERAE TN, WERGEHEREE

;AL

2.3 LA AR A LDHs 11> T 451

K2 fis i Mg AFLDH s Fl % 2 40038 47 iR 4
# LDHs IZLAM6IE . 76 3 000~ 3500 cm™ ' b LB
B B 2 P R B K ) OH™ B OH ...OH H¥
A el M —OH MM4a RN 1% 7, 751650 cm™!
Ab Al A7 K 1 59 25 b 3% 3h 3 . Kloprogge Al
Frost!"™ %} 2 500~ 4 000 cm™ ' 4/ OH FEAH 47 [X 1k
WA AT T b, N RS R 1) 7E 3
000 cm™ ' /24, JZIEIZKFT CO3 LA CO3T —H.0 #f
XAEH; 2) ££3300em™ ' 224, ZEKK H BFP
B M —OH 1 45 = 30 3% 47 (3 470 em™ ' A2 4G 2
Al—OH ¥shiLH, 3600 cm™ 'LffE Mg —OH B
Al—OH 35¥RENIEH) . 1 377em™ ' ZEA L COT 1)
SRR IREN G, 76 1 040~ 1100 cm™ ' A1 800~ 890
em” A& COF™ THI AT Ah 55 4 ik 3 ik 7y, (R 1
000 cm™ ' FHERENT A M —O PR3 . H2E Al
FAMRFERE LDHs J5( WWE 2(a)), CO3 FIWR L U 34
JJ5, 761655 cm™ "ALHEL O —H ZihiEshig, 7F
1400 em™ "4 HH 3032 TR AR 25— 1) AN 0 R IR L 13 Y
FE 1125 em™ ' A0 IR SE BE )R M0 . FTIR 3% 3
B2 Al A MR AL T LDHs Wi COT , SEBL T
N2 AW AT B A% LDH s #8145 0 136 )2 241.%% .

20054 6 A
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K2 Mg AFLDHs(b) #l
Fe 24l A IR FEHE LDH s(a) FILLAME
Fig.2 FTIR spectra of Mg-AFLDHs(b) and
optical pure tartaric acid -LDH s( a)

2.4 DR ATRAFE LDHs R E o

B 3 iRk MgAFLDH s K 6 2 40 0 A4 e A
 LDHs ) DTAV g2k . W 3(a) ATHH, Mg
AFLDHs 7E 180~ 500 C [a] H B AN BH 2 W%
I, XA CO3 % LDHs 78 #ur i fe b, fEpE
FHZEUKFENR COF™ HIMEER, BRI I
B, FEREHERGE . B 3(b) A J6F#40 A R A
# LDH ¥ DTA ik, 7E 100~ 300 CH IR HAlg
W ETRK IR, 7E 400~ 500 CHIBLAEH BH &
ITBHRE, I 32 BEE A A A TR AR B T A Ak 2
fift . P& 3(b) HHOGT R0 UG PR T B K& 430 C,
T ' 2 S A R o W 43 i B AE 280~ 350 ‘CZ[H],
T W] BT =R 18] A B AR A 3 2 7= i #gs
EMEIRZE I EREREA R KR .. DTA 145
Rl AR 5> T\ LDH s J2MRH], Jt4
A A RARYEZ LDHs JEA R RIR 5 LDHs [ i
BEA, MRE . K& A DI E M . 24k
JERR N G (A DU B Bk TR LAy FIalVE R D
RAEMBEAEH .

2.5 OUEANNARRFTFE LDHs 75T AHC P N



5% 15 &5 6 Y]

R, & DA AR Mg ALK AT 25 B * 979 -

(a)

100 200 300 400 500 600
CIA®

I(I)O 260 37)0 4(I)0 S(I)O 6(I)0
6/C
B3 MgAFLDHs(a) &
62 A A MR AR £ LDHs(b) B9 DT A ik
Fig.3 DTA curves of Mg-AFLDHs(a) and
optical pure tartaric acid ~-LDH s( b)

TEFHEZEELE F, AHAESE I D- 1A R
BeER L- 10 F BR IR R b A0 e 4R 23 B8 1) T P B 571,
SETN B AR T B, LB R-F SN B AA
5 D81 L- FHERFEFE B JEX A Z 54, R
S PSRRI 73 8 EEHGR T R A1 S X ik
FHAERER A A HEXT B AR S AW i RE 2
- N AG), BIPIXTBUASE GWLE s /KA RS E 2
=

- M AG)= - AGs— (- AGr) (1)
= RTInks— RTInkr (2)
= RTIn(ks/kr) (3)
= RTIna (4)

— AN AG) K/NERBHT R ATS BT WLAA R 43 55 g
71, #w ERE- A AG)AEFETE, Bl aXT 1, ¥
ATSEHL R RS PRI IAEEL Y B8, — A( AG) UK,
1K B — A2 B BT 43 B0 P 75 A% R Tt )

ASCAE ] 45 I 6 24 S0 A TR AL 3 LDHs &
& LA MR AR DV A IR A1 4% LDHs, W LJr
A, XFFR LDH s JRAER AT 22 57 . £ F AR
I, IMAPIRY) S R R LR AR E
5 BIX PR LDH s 75 B EGHFER o 43 BB BE A4 /)
KI5k, L-DHT 1ENF MR, L5604 RN,
PONIE = ()6 25 20 A R A1 4% LDHs, & F1 a {H#8

Whn, WA LA BRAEHE LDHs IRCHR 0] B 47
T D AMRAE4E LDHs (. XEH T L-WARC
B 5 SRR AR AR AR SEVE L, TV A R P Xt
LR AATE#¥ LDH s J5 2RI B3 B 1 7T RE kA [,
BAMFEBECHER L- WA 4 LDHs A1 L-DHT
EEPENE BRI — e Wt R/EH . [, A
D-DHT BN F M EFEF B, A D1 £ B A 4%
LDHs FIRCR B L7+ L- WA BRAEHE LDHs 11 .
Bl 4 Finl L-0 AR AL LDH s X AR EL
s . K 4 a7, AT L- WA R AL LDH s
FHEAE, #H3X(4) 2] A AG) A- 0.236 kJ/
mol, MM 1.3 g L~ A & #£ 4% LDHs # K5,
A( AG) Hj— 0. 452 kJ/ mol, PiHHZEEUI FT 75 1A% iR
FATCHO kS, PR BR AR 4y B AR FE MG OK . A
JE ) L(D) - AR ML e b B G, AR
TEEEA Ak, RIXPZHEE LDH s 7EAX BT
P IURER T HALFIIER, nTREFE T FrEE#:
FISXT LA S A FERI A2 . BT AEHE LDH s 2
MRS, RIMBK, SHBRKIIRAER, N
PEIE A, HEH RURG BRE B R 2%, 8T 65
WS PR A4 LDH s X T P A5 B sk #2 70 4 4L AL
HIEA fr it — BRI RS, EXAF D
¥ LDH s ZEAEA 77 T I N SO RE T 8T AT 5% .
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11.18
44r 11.16
b [+]
11.14
4.0
4 1.12
3.6 | 1 ) 1.10
0 0.5 1.0 1.5 2.0

Mass/g

Kl 4 L-WAMAE LDHs (e 5 FHEERK LR
Fig. 1 Relationship between mass of
L-tartaric acid pillared hydrotalcites

and chiral extraction
3 4

1) SR FH ReAZ i P R 5 ¥ 1) 4% 485 o B v A S A
B—) Mg AFLDHs, M5 FA#ikA 5 T 2
BARGH 2220 A TR A #% LDH s, FAAYE 2 1]
HA X EER r, e, Rl amaz
BEN LDHs 28] J5 #uda e i m .
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