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Determination of 6 synthetic antioxidants in edible vegetable oil
by high performance liquid chromatography

HAN Huanmei, YAN Rongjun, ZHANG Aixia, ZHENG Xinhua, CHEN Xi, HE Guihua
(Jinan Bureau of Entry—Exit Inspection and Quarantine, Jinan 250014, China)

Abstract A method for the determination of propyl gallate(PG), tertiary butylhydroquinone(TBHQ), butylated
hyd-roxylanisole(BHA), butylated hyd-roxytoluene(BHT), gallic acid and sorbic acid in edible vegetable oil by high
performance liquid chromatography was established. The samples were dissolved in n-hexane, then extracted with saturated
n-hexane acetonitrile, oscillated, ultrasound for 25 minutes, centrifuged, acetonitrile layer was taken, through 0.45 pm
filter membrane after constant volume. The mobile phase was 0.4% acetic acid aqueous solution — acetonitrile, flow rate
was 0.8 mL/min, gradient elution, detection wavelength was 280 nm, and the detection was carried out by high performance
liquid chromatography. The mass concentration of six synthetic antioxidants in the range of 0.1-10 w g/mL showed good
linear relationships with the peak area, the correlation coefficients were more than 0.999, and the detection limits were
1.0-2.5 mg /kg. The recoveries of the samples were 79.6%—108.9%, and the relative standard deviations of the results were
2.03%—5.77%(n=6). The method is simple and it can simultaneously detect six synthetic antioxidants. It is suitable for the
determination of synthetic antioxidants in various edible vegetable oils.
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o] B WA . K E S
PURALR BE i, 20 A R 1 SR R S
AR 22 [ G012 T A8 A0 500 0 150 FH 34 ™ 4 1Y
PR, B A b A AR B S R AR . GB
2760-2014 & ah Z e EZbRE &8I H
B ) HELE T & AP0 6 B a iR A AL
O PR : TBHQ 4 0.2 g/ kg, BHA 5 0.2 g/ kg,
BHT /0.2 g/kg, PG /0.1 g/kg, 1AL M 1.0 g
/kg, BEE TN 0 g/ kg, il DB H im0 5 ke
PrimhgE 6 G bt s A B A B FEE R

G2 R A RS 7 3k B e,
TBHQ, BHA, BHT, PG Z&HT &AL 1k 75k %2
PN e T E T oy I . A |51
TBHQ, BHA, BHT, PG, % & & , LI AL 7] A4S
B 7 v AR ILARAE , 322K TBHQ, BHA, BHT
H1 PG i I8 ¥ 1, 0 15 12 - A0 L A T Al 7K 3 1 o
kT B e A AR T T 6 R Ak,
SEFENT T — AP SRR A RO TR
VR BR T 5, 35 H T 2R A i v & il A
SR AE
1 SEIES
1.1 EEZELHIEKA

TR 5,3 A% Agilent1260 series %!, it /5 FLD
F1 DAD #aill g5 , 55 Z e RHL A Al

A3 M K- X205BDU H4, J& R 0.1 mg, i -
HEREE) — FeR 20w

4fi7K % : Milli-Q Academic %Y, 3¢ [ %5 Fi# /N ] ;

PR % IKA-KS130 B!, 78[5 30 )

NG - ke, Bl THARABR A A

UK : 43 A ali, it [ 25 48 Ak 243850 A PR

PG XFHR S« 4 H 99%, CAS 5 121-79-9, |
T E 25 R AL 2E R AT PRA R

TBHQ Frifiifl : 41K 99.6%, CAS 54 1948—
33-0, &% Dr.Ehrenstorfer GmbH 2\ ] ;

BHA Friffh: 4l 4 99.0%, CAS 54 25013—
165, f = Dr.Ehrenstorfer GmbH 2\ ] ;

BHT F5 #fE it 40 B 4 99.2%, CAS 5l 128
37-0, 75 E Dr.Ehrenstorfer GmbH 2\ #] ;

BB R 0 IR 4B 99.2%, CAS 5
149-91-7, -1 FE 25 £ A Ak 22300 AT FRA B
I ALFR R AE S - 1000 mg /ML, CAS 54 110—

5

&l

44-1, i E 25 B AR A BRA 7 5
fCHETh AEAE IR KRG L/, T
SEEG /K i Milli-Q #B4liK R4 4 .

12 MBI HELEH
{3 . Waters XTerra RP—C, £ [250 mm x 4.6

mm,5 pm, KREFIRHE (Bl ) ABRAF T s

H: A HZHE, B A HO( S IRFH0N 0.4% B 7K

LR ) 5 BAEEVERGRR P W4 1 5 iifE: 0.8 mL/min ;

FEIR - 40°C ; KoK 280 nm 5 FEREIARL . 10 wL,

F1 BEEBER

At ] / R %
min A B
0 50 50
5 50 50
6 80 20
10 90 10
15 90 10
16 60 40
25 60 40

1.3 ik A BLE

PG FRIEFATR: 1000 pg/mL,FREL 10.1 mg PG
PRUESh T 10 mL AR, A GE & S G i, 1
INCNERRB BhRe, $851;

TBHQ Fr#EER : 1000 g/ mL,FREL 10.0 mg
TBHQ #ifdh T 10 mL i, A CNEMiRE 2
PRgk , H551 5

BHA Fr#fEE i : 1000 g/ mL, FRHL 10.1 mg
BHA #r#E 5 F 10 mL 28 &, IAGE & g 7
fif, B M RE ARk 4855

BHT #5 #fE 5 % : 1000 g/ mL, FRHL 10.1 mg
BHT Frifidh T 10 mL 2, INAGE i £V R
PN B RRER 250 5

WA TR MERR: 1000 wg/mL, FRE 10.2
mg TR IR AL T 10 mL A A, i
P+ 7K (9 1) A, TN LG R R AR $250 5

WAL R AR HEIR W - 1000 g/ mL, 7% HUE & 1
B AR S T AR, RIS

FINRATRE TAERR: K60 BGE &1 Bk
6 FARIER I T 10 mL 25 I, FH £ G R B 24
2, 5], WU R BE R 430 R 0.1,0.2,0.5, 1,2,
5,10 wg/mL B RIS IRE TR
1.4 HEJuaras

Fa % FRELZ 2.000 g B4, ITA 10 mL 1E C b
Vi, SRJ5 10 mL AR IE O ke i B AR, R,
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AR 25 min, B0 GG B E 10 mL, 1 0.45
pom YA, REI
1.5 A& eyEs

SrIRE10 wL (1 RINEAARAE TARRW, 7E
1.2 088 TAESAME F AT E , LA 6 Fi A shi A A7
4 o e Ve B SR R A , e T B N A A , bR
HETAEMZ
2 GHBREITE
2.1 #mlor kAl
211 wHAERKE

SEE A YIS AR, 5% GB /T 21927
2008 CE S HRUT FEXTR I E SRR
e ) F1 GB / T5009.29-2003 (£ 5t il AL e & H
PR I 2 ) HFORH L ARG I 7 3, W0 A8 e G L
Ve sh A R BB LA, K | ZBRK IR 2R A% /K
VSN R i s AR T 7K

ST K+ i K + HEE 2
FRA KR + WL | LK + TG K + 2 5
T3 Sh ARG 52 S5 SR B 5 . 25 SRR, LRIK T
W+ W BEAE SRy it s AR IRE , TC I8 B R R B R A 2,
BACG Y BRI, 15 RO A T
i, AR AL &Y 5 &, Do e b e
B —E B RXE; K + B K + LI 20 sh A
WA LA IR L FREK TR + B B R it s Al
iF, LI BLER AR B4 NI 29 6.5 min, BEET T IR A {4 B3
BFEl/NTF 2.5 min, 1] BHT (9458 B A KT 15 min,
XU R B K S VR AR PR S R, 5CRT LA o2 2 TR
BRI — WA S VE L 6 Mk &4 B i
. ZEAFH I, e T SRR + R -
VEHE 1% LTKIEI + SIEVE R i sh AR, 1642
BIXTFR, H 6 Fhib APy n Ok B B RIS A , ik i+
iR F1 PG ()44 B3 B 18] {4, 1T BHA A1 BHT A9 {4 4
RS s BEREK + ZNEVE N i sh AR, 18 2R 450
HXFR, W& R PG AR DS, 298 4~5
min, {HILZLE . TBHQ . BHA . BHT (145 84 fisf [v] 101 ffs
Ko G5 G LR PIFR R S A B, i 2854 0.4% &
FRKET + CHEVE T s

SR IBORE B I, LAY/ 43 A B [, B8 8 43 5 4K
R T A RS A G Y DR R TR e 2
BB A 0.8 mL / min.
2.1.2 ®AHEK

TiL SHAFFIRS 2 U R P8 22 5, SR R A K

5391 210,251,280,460 nm 9GS, 6 MG AT
SRR HERE A RO T T DLIET 1

PG

TBHQ

BHT

BHA

BRTF]

ERNA

e S

I I I I
240 320 400 480 560 640

KPR / nm
1 6 R AR S s
B 1 AT, 6 il BT 48 A6 R 1Y Amax 45
HlF], PG : Amax=298 nm ; TBHQ : Amax=210 nm ;
BHA :/Amax=216 nm ; BHT : Amax=210 nm ; % &
TI% . Jmax=298 nm ; L ZL % : Amax=251 nm. {H
TBHQ W63 E /s HAE 260~320 nm 22 [A]4 5654
Wi , i BHT AE 260~300 nm 22 [8) 4 52 5 i
W&, 53¢ G > W2 g 0 37 & TBHQ 1 BHT #9455 1E Wz 1
U Z2 A (R BPRGI BE S 45 Th 5 W 1 e MR A 8
K, B R S BAn b S Wi R SR (B HoE v
B R I LU R L, 255 5 08, B4R 280 nm
YER 6 BivE T B AR RIS RS, 4%
TEATE RIS B WETEXTFR AL, T AT R
22 RBFEMKAL
22,1 #EF R
MRHEAR O SR AL & A B B S5 K4 1 BT 437
454 GB/'T 21927-2008 (£ i FHUBUT FEX R 1 119
ME B0 357 ) h TBHQ B4 HUT 6, JF
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R i B ol 58 S5 e S ) e e Pt
222 RIEEHA

6 5 BT A8 Ak R 35 S B MR G 35 R Ak
Yy, Hod 4 FOMRREYEY R, 2 FOROK R T, 2
TBU W IV 1R 45 It S AR 3 — B R TR 4351
T I - KON — KB O — ZFRK
WS OG5 DL R M P2 BT 6 i st
AT [EDCRSCR

T4 G S M I E] g 15 min, YRR TR L
WA, MEBRAREL 2 g WARFEAS, A 10 mL 1E C 4%
WA, RIS 10 mL HHBE — 7K (9 ¢ 1) I IREE 75 A2 L
2, B IFHEBOR, BRI EE 7K (9: 1)
WEZS 2 10 mL, of 3B, BALK, TBHQ, BHA,
BHT ) [F1 50K K 60.4% ~71.3%, PG, LI AL R Fli%
BT IR IR Ky 75.7%~80.9% 5 YEFH 2 — 7k
(9 : 1) IEWAE MHRBGA SRR, TBHQ, BHA, BHT /Y
IR 66.7%~75.6%, PG, ILIALER FIT% £ T W2 Y
[T h 78.2% ~84.1% 5 BEFH 4N — Z1RK (9: 1)
VEWAE AR BRI , TBHQ, BHA, BHT F [lIfiiR
H 56.1%~68.6%, PG 1114 HR B F IR 1Y [ i R
H 76.9%~87.3% ; i FH L NG VE M FEBUE IR, 6 Ff
B BT A AL B B R 71.2% ~80.6%., 45 R K
B, 3R B0 ) R 2 K B 2 TR K SR K R A, A
| F b iR G g T 9 TBHQ, BHA, BHT, 1fij X}
G.ILAR BT 3 Fi kA sZmA K, it
S IECBEM NG IR 12 5 (IRFHLBNR IR, i
WEJEAT 2, AT AR B ANE e 206, SR 5 T3 8
R EEEBOMAR T 6 Fh G AR, TR
82.4% ~90.6% , 1% J7 115 S KB 3 /D T HREBUK
B, HaBE e T AR, A T EE R R IGHCR , T
FFRIOL IR, B 28 B O F A R ANE S B £
B -
223 7 HE

T Y IEINEE R A, A HUR E A 2 10 mL, 21§
S, MR, S5, IR AE 79.4% ~89.9%
ZIE), A B T R, B BT E] 4300k 5,10,
15,20,25,30,35,40 min [}, 6 Fib-&4 B9 ks Dk
AP ILIE 2, & 2 AL AN B A e el
WCRAEAN RIS [A] BEA 25 25 5, VAT 7, Bl
B[R] A RE K, 6 FPAb G 0 0 IRIISC3R T i, 2488 75 ek i)
IKF 25 min J5, FICRAR AN B 5, PRt 2

FFB] A7 25 min,
100 |

B / %

g lb 1‘5 2‘0 2‘5 3‘0 3‘5 4‘0
¢/ min
KA THR; 0—PG; e—IIAYHR
o—TBHQ; +—BHA; »—BHT

P 2 NIRRT B 6 b i AU AR A s [l i3
23 &iER

6 R AL A B THEAE i R VBORE (35 1 LI 3.
HI & 3 AL, 6 R A AR 7E 15 min A RIAT 232558
42 R ARBE, RO kIS T AT E i o

¢t/ min
I—REFR; 2—PG ; 3—ILAR;
4—TBHQ ; 5—BHA ; 6—BHT
P36 R ARIBRERE i AR (3 ]

24 KM ABMBR

PR 1.5 Jr s Ibs i TR 4 . PEIRS ke
AR AR JRE TR 45 X B T, i e 2 A {1 o
VR B3 AHE IR L (S /N ) BRSO 2 ) A H
BRI, JBC 10 A7 (5058 LU AR R 05 0 B0 R e PRk
JE o RIEIAZS AR E AR A R R T
FITENR R . 6 T AL LMk T L 2k
PEITRR AR R EOBAG PR W3R 2.

R2 LEEE.LMHAREMAXREREHR

ST T I S S
WETFE  01~10  Y=5.86501X-0.0524 0.99936 1.0
PG 0.1~10  Y=3.6134X+0.25456  0.99978 1.0
IR 0.1~10  Y=6.56224X+0.37313 0.999 10 1.0
TBHQ 0.1~10  Y=2.03482X+0.46302 0.999 06 1.0

BHA 0.1~10
BHT 0.1~10

Y=4.75551X-0.51277 0.99948 1.0
Y=5.86501X-0.0524  0.999 36 2.5
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P 2 AT, 6 FhbT AL 1) B R B 7E 0.1~ 10
wg/mL {5 kg AR RAFI R,
MR ZRECRT 0.999, ikt R4 1.0~2.5 mg / kg.
2.5 HFBEL mARERGR IR

VEPRHBETM AE A Th K S0 3 Fhas RS, 4
BIVERRFRELZT 2.000 g 2 18 153, 5 6 11 —2H, 431
0.2,1.0,2.0 wg/mL (RS PR, $i I8 1.4
AT RE S AT AL B, FE 1.2 A0 T AR ik se
MISE 6 U, e 245 R 02 3. & 3 al 0, B S nds
[T A 79.6% ~ 108.9% , 1 72 45 T A FH X6t A 7
#8 2.03%~5.77%. M%7 kA BIFAR %
FEFEERf B o InbRA b ) i I LI 4

#3 MFEKNSHERERBER (1=6)

——_— i e K
, Wz / ) ) )
Bedh (Jug il 'y MR/ RSD/ e/ RSD/ [/ RSD/
% % % % % %
02 829 571 873 332 857  4.03
WETF#] 1.0 957 478 935  3.89 964 3.1
2.0 1009 322 993 430 1000  3.10
02 814 443 87.8  5.17 889 4.0l
PG 1.0 922 317 959 388 967  2.08
2.0 1010 432 994 3.19 985  2.69
02 9.7 452 913 4.00 89.0  3.03
AR 1.0 975 534 996 3.1 982 414
2.0 999 371 973 332 1057 233
02 817 478 815 3.89 864 371
TBHQ 1.0 909 522 933 430 900  3.15
2.0 954 443 978  5.17 939 401
02 22 317 859  3.88 867  4.08
BHA 1.0 97.0  4.02 994 3.19 985  2.99
2.0 1027 352 1013 400 1089  3.03
02 835 514 796 3.1 822 414
BHT 1.0 929 577 873 332 857 2.03
2.0 947 378 915  3.89 964 3.1l
3
2
1
5
4 6 )
1 520 pg / mL
L. JIFR1.0 pg / mL
Ul A JuFR0.2 pg / mL
bR
T T T T T 1
0 5 10 15 20 25

t/ min
I—HE TR 2—PG ; 3—ILELR;
4—TBHQ ; 5—BHA ; 6—BHT
P4 Jbme i B O (%
3 4HiE

SR AL A AT K BRI ) S

() 25, ST T i SOV €0 3 12 0 7 B P AR il b 6
Pl E TR A & B . 207 R TR B DR, BEAT AL
Gl EWRELTER 7R DR iR fapil e

S % Xk
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