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Pilot scale research of electronic grade high-purity gallic acid
ZHANG Wei, ZHU Jian-guo, XU Jing-yi
(' Guizhou Research Institute of Chemical Industry, Guiyang 550002, China)

Abstract: An analysis is made to find out the impurities contained in industrial gallic acid and their existing forms on the
basis of a small trial process,and the mechanism of separation and purification process is put forward . Strong acid ion-exchange
resins and EDTA-chelated resin are adopted to get rid of the trace metal ions contained in gallic acid. Combined with the re-
crystallization method , high-purity gallic acid suiatable for the microelectronics industry’ s use is prepared by a pilot-scale . The

results show that the mass content of each metal iron(Na,K,Fe,Cu,Pb, Al, Cr,Zn,Mn and Ni) contained in the sample product

EooBESH
2009 5 B

is not more than 0.1 mg/ kg. The purity of gallic acid is over 99.5% and the overall yield is 75% .
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1 SBEMaNTENE

1.1 ERFRPEREFENER

LATLAS 7 BB LA JEURH AR 7 B B T IR R A
MUK R BRUK A R BT . KTV — &
TR KM PS8 B R R S — RS

T TTA = i 72, IR BE A B SO A& = 7 A
YIRHE MR B M & B ARE,  BRESLT
ORI RS I R NI R S e
FRET —EENEBRE T, RRMELHETER.
Ry EERE FREHMAT, BEFRA4ER
BEIAE 98.5% ~99.0% (W 1),

1 IIRRFRISEETFTEERTRAESN

BEFR SRETFEE/mg kg™
R K mee
LiBE/ % Na K Al Zn Cr Ni Mn Cu Pb
WS TA FRAE (BRE:) 98.5 36.5 2.11 0.37 0.35 0.21 0.18 0.07 0.15 0.12
LML (BB 99.0 2.30 12.80 0.76 0.76 0.33 0.16 0.02 0.09 0.08

1.2 HEMAgLTENE

BETFRSTFTMEZTEEERA, B AR
BT AR B R R, R M &R E TR
% BEEHM (IS AL B T35 ) BOR
WEEBEFREETERMALEY. HBRXMK (1),
(2):

[ (OH),C4H,CO0™ ], M*+ (1)
:T:QEP M ﬁﬁ)ﬁ%?;n = k9k= 19293
{L[0(OH),C4H,CO0H], } ¥ (2)

KPP LAREGEBEF,n=4,6,k=n/2

EFEAEF LN, XEERE FRAERS, Y
AHEBETFRSFERAERESS HREG B
B X G REE TR UEBIHNSGEY L EZ
JREREFRS T B, EERR P ImA LR EE
HERNEFXRME ITRERE FEE3E
FAR MR B, RN (3).(4):

[ (OH),C¢H,C00~ ], M** + nR - SO,H—>
n(OH);C¢H,COOH + [R - SO5 ], M** (3)
{L[ 0(OH,C¢H,CO0H) , 1*~ + nR - NH(CH,CHNH) ,H —>

n(OH),C¢H,COOH + [ nR - NH(CH,CHNH),~ JL** (4)

GETERBETHIMERBEETSERE T
H* BT EHmEE  BERAAT,

2 XEEH

2.1 FEHRRMBFEE

TR E TR, 8 XL TARAR R
AN R K 2l KRFLIRER B g (D72) \EDTA
RIZ SR (D401) , B FF R2AL T s 4k (R PH &
£F 10 MQ) ; PE603 J& F IR G B AX, 35 B # i 24
F];100 LEIEIEZE 10 cm x 200 cm 3 % B A,
RPN THA RA Ao

2.2 HiRHEIE

BETREAGASRIRERREK, BFEEU—K
BV FE. IAREFRE THRK, BT
B MR, RAES AN T ERAKRE TR, F A
KA 2 HARR S FRRMAEREREA, BRE
HfWME&EEF. TZWE: TUREFR> MK
R G R I AR (B R %8 B Ok &
TR ) — N A ff > K AL IR R BU B i — EDTA R %
G HERE ¥ H 45 & — T 8 — & R (BEWBGR B AT T
F)>-EES TR -EAERE TR,

(DR AR BAL . 43 51H D72 &A1 D401 A B
%8000 mL Hl 5% 8 (mED%, TRHR)M 5%
NaOH B (R 24340, T R W& AL 3 3 K, 8
BRAL R Z [ 5 B BE R BR A 588 F K MR %, Bk
FR O BN IR R AR 2 15, 5 — R AL B R A
25 5% LR RGN Na BUFE R H B, 13
FRBEE P,

(2) g B e Ak R AT He TR B o K B AL 3 B B
iR oy = -y R VA o =1 A D St (S o
SWFAE S5 A R A W B, % A 3 4 i & S 38
W B, WIBMEERIHERN 1/2~2/3 M E, %
e 3k JiF 38 H ¥ I 7E 200 ~ 400 mL/min,

)W RE R A . B RS MM IS HEE
T-K BE % , W HE 42 6 7E 200 mL/min, ¥ B HAE N T
BETFRE R IE. K0 pH A, FH 15% HCl #
A VR I ZE 100 ~ 200 mL/min, ARG, HEE
FARUGEEREFEEH
2.3 IEWAEXE

15 kg WE THR.70 kg A /K AT 100 L $#
VLA T I R R, IMBGRLBE R 70 ~ 80°C, FF IR
BTRTEEEMRE, SEBREABY, RERHS
B G RRIRE — R 0~ 10C, 2548 & A Hug b
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Xk, 4GB AW EIOR & IR, f i A gk
VARG R UGE 1T B AR A B 7 3c e g , T 4R
il 7E 200 ~ 400 mL/min, 3@ A5 AL FE 5 BB T
FRVSW, e H 45 5 TR IEHIRE M R ABE TES
PR T, THR IR 4 80 ~ 90°C , T AtIA] 6 ~ 8 h,
BT E B 11.2 kg, B 5%,

3 HRETR

3.1 BFXHBMEMERETFHERME

s i 22 E RS B M ER AL 22 B S T SRR B 55
PRS0 A IR B R A R B R T IR B 2R (W
R 2), HABEARFEIRFFE GB 5309—1985 Rtk

K2 BARRTFERIRAERRESNER

BREFRBESE/ %

ﬁ%%%@%/mg'kg'l

Fe Na K Cu

Al Cr Zn Ni Mn Pb

=99.5 0.10 0.08 0.07 0.02

0.08 0.01 0.06 0.03 0.01 0.01

WFEREZMUELBEFHRE FRIEBEK
U, HTEMEFSREFROMEEIERARNR, K
TE 38 1o A% B B X A i B SR RN D AN TR, A R R A
GRBENRAMHEFE. FERERFAEN 10 FEES
FH,Fe Al Na K 8RR 2, BH B KB F B MR
B EANGRBSRETRERBRENSEEGY. AT
WX Fpfe E B 248 6 4, R A KFL3R R & fl EDTA
RIZ G PG R ER AL B PR 2 & FER /Y Fe.Al.Na.
KEWMESRE . EAWIEREREGER, HY
FROFESAN, AEESHBENEEH S,

RN(CH;CO,Na), + Fe?* —> RN(CH,CO,),Fe + 2Na*

KW EA LR Z B F 5 80 B3 e 3
BER (LB TR B 2 10 435 it 5 e e i 3 B8 72
ks AT SE o 43 F (B A YE FE AR 5 | 0 7R A Ay IR EHE A
T HLR 53 F W) B3 5 W F 38 4 . D72 BT D401
RURS B AERR VA TR X 4 JR B T e BT

D72 B HE

Fe** > AP* > Ba®* > PB** > SP* > Ca?* > Ni?+,
K* > Na* > H* > Li*
D401 Z i
Cu** > AP* > Fé** > N&* > Pb** > Zn** > Cd* = Ca**.
Mg?* \Na*

MR A B T A M AR O T BB XTI B TR
BRHPHEBEE FRAERNEMN N, XEERE
B UREBRE R MAE, NTTABIBRE4
BEFHEN.

3.2 BBNEREEN®D

WETRRE RS R, B m B A H A .
HERNER. AREBEELSR,.Z5FBERETR
MR, B RRE — BN 70 ~ 80°C I H ; 45 & i
E—HHR0~10C, HESH, BEFRESEE
WK BEMRT 0C, TBEEREE FRAMRS
KEKE
3.3 EEWMERNMR

EREFRE MM REHGS R T RE R K

BT REMIE LB, T #AERE T M
A IR T B O G 8 BEAS AR R AR MBS T
BB R B R B A R iR, ER A B
SFRAE PR AN A R R B M o oA
Bl #3400 AR R M R

4 ZiE

I E s TR E TR P BT & 24 i S
EMERIRE T B mafbd BZoLE, RAKKAL
SRER AR EDTA RIEE G WRE SR B AL B 7 ik, B &
TUEEFRYHWMEBESBEE 7. EAELEANT
ZHERABEETFTR(EHEBEETEEN <0.1
mg/kg, WETFIRAE =99.5%); T2 &M . 5MRE
FET70~80C, & BmEERNO~10C, HELLEAR
EHFE, =HEARES(BRETRIRE=T5%) EWE AT
WHRINEETRERS. EXTRERELFZT
M TEAR, I & &M mE™ s EAEEZNE,

Bift: A o AT X P B A 5 R e R A AR
RIFRRAZLMN AT CETHEERAFALRR
B, B B,
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