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5 pm), FHE A 1.0 mL/min, L 20 mmol/L Z R4k (pH 7.5)H1 B Bk i shARMEAT AR VR, IR A AR A e
PN Z WA LGSR 19 FE S IR EIE R0, ELMSEED 0.5~50.0 pg/mL, MOCREUHTE 0.9998
Db S EMCRTE 92.26%~104.59% 2 18], AHXTFRifE(mZE (relative standard deviations, RSDs)YE 0.45%~1.67%[f];
G BRN 0.07~0.29 mg/kg FIERFR 0.23~0.96 mg/ke, ST FIZARHE, WhRAEER, &0 Z0mkBRyERifE,
HUALBRE ()5, Ar B RORGE, Bl Enfh, REOES, & TUOR T 19 Flg i s im0 i [m] A
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Simultaneous determination of 19 kinds of food additives in beverages by
high performance liquid chromatography

FENG Jun-Fu, ZHU Fei-Ru*, LIANG Guo-Hua, TANG Li-Chang, ZHENG Yan,
YE Rong, ZHENG Yan, HUANG Zi-Xia

(Beihai Public Inspection and Testing Centre, Beihai 536000, China)

ABSTRACT: Objective To establish a method for the simultaneous determination of 19 kinds of common
preservatives, sweeteners and synthetic colorants in beverages by high performance liquid chromatography (HPLC).
Methods HPLC was employed with an ACE Excel 5 C;g column (4.6 mmx250 mm, 5 um) at a flow rate of 1.0
mL/min. Gradient elution was performed using 20 mmol/L ammonium acetate (pH 7.5) and methanol as the mobile
phases, and detection was carried out using a diode array multi-wavelength detector. Results Effective separation of
all 19 kinds of food additives was achieved. The linear range of the method was 0.5-50.0 pg/mL, with correlation
coefficients above 0.9998. The average recovery rates ranged from 92.26% to 104.59%, with relative standard
deviations (RSDs) between 0.45% and 1.67%. The limits of detection were 0.07-0.29 mg/kg, and the limits of
quantitation were 0.23-0.96 mg/kg, both of which were below the national standards and met the detection
requirements. Conclusion This method is simple to operate, requires short pre-treatment time, provides good

separation efficiency, accurate data, and high sensitivity, making it suitable for the simultaneous determination of 19
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kinds of food additives in beverages.
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IRE R K AP Ak, SRS FHORFTRI G iR R 5 R
ARESIRI AT H 45508, XA — @R EFE T
Byt Z RN BRI, (B AR R, XSS i
T FH AT X T 23 ) f R BOPS TE B, WK Sl 2 |
P25 Jgn 15 W AL B A0 1E 30, N B RRIBOR, R
AR AR . ILALER Sk Se R i S IR ] LA 2 B .
O MRed | REIR R E, ELEBERSIT ., X
AR ST, I, Xk R G & A T
WL AN E AR N B,

O W M A 3% 3% (high performance liquid
chromatography, HPLOWE b— R ek (5 &4 HrdiAR, 7%
LR o B ARE . R U K R AP E I, AR RS
SR AGH I S5 dal Jre B 1 S A, I8 M B Ry i R ) Uy
U R4, NS IS HPLC 766 5 T s inss G
Wb R R TF TR AN, WS T — RN HEENR ., #
an, AL 3 £, HPLC & RERS SCIN £ i TP A F R |
LI PR 568 5 JE5 00 kst 2 U0 I, 320 I sl
NS A . TSR, HFI A AR
ARSI Beah, ST XGRS RN RAR 2L | ke
5 HPLC Ay it A ARAT $iaB S 2L F R, A6 bt
PR T R AR TR -G A €00 79 S AR T [ SR 1,
U HPLC VARG AE SR, X L5 VAR TE AT AL 7
B R AG XS G AR NS B — (1 S B o P B 7L R
FUFIG B X 3 SRR AN ) 4 B AL P Rk
Tk, K ARAAT— R BB R IS I © AT HPLC ElAR 7
Bio T IREIARIME AR WRCE, ARRECT T —Fh
HPLC [R]B s okt 19 Fha s s im s i ik

YT, ARBTG5 0 % A CBL A i 3l AR 1 38
PR BIAH pH MY . EIEAE R SRR AR 1Y
DAL BAS I P I i a5 ), 37 RIS IO R 19 Fib
B OLE IR HPLC, F% 7y ik i v ff 1 A ml S ik
ATIAE, DA ORH Tl 4 57 i 42 i 42 L

1 RS

L1 #RL WFISEE
111 A5 XA

20 HEPOBRHR: St R IR T T

B (mikal, RSB Rm A RAR);, LR
Be(ograt, REET IR 2R ), EoK (e, s
Ak 2A8 A BR 2 wl); 3 MU 9 2 % (polytetrafluoroethylene,

PTFE)EME . %1k 98 £ 4 (polyvinylidenefluoride, PVDF)jEf
(0.45 um) .JE J& 66 (Nylon)J& /i | iR (polyethersul fone, PES)
VERSE(0.22 pum)(CRHHUS SLIIR A A BRA A, KR . LAY
P52 HERE BN LAMERG T . ORI e PR A (20 38 )b HE VR T (T
HWRE 1000 pg/mL, JbE0E RIS SERER ARG RITEA
Al); FEAEER . BTLL. BESRLD. EEEE. MARRLr. wEwkE. H
T AR TR BRYELD  RERLT (TR 1000 pg/mlL,
35 2R TR B A A PR 7))y X R B TR IR LR (4l
100.0%, HE £ 5 245 Sk e AR AE B ), R R A R R I
(Ll 99.2%) . XIEFRFRRNEREIE 100.0%) . XFREE
ZKHR T HR (4l 99.8%) (3£ [E Cato Research Chemicalsinc
NEINE
1.12 BEL5ES

Agilent 1260 =5 Z0BAH EIEHAL (FCA A PR RINER) |
Agilent Cyg (4.6 mmx250 mm, 5 pm)(3EECHASRHA PR
7]); XA205DU HLFRF-[MAX 81 g/220 g, d=0.01 mg/0.1 mg,
MERE ) -FE R 2R (1) B FR/AF]]; ACE Excel 5 Cig
(4.6 mmx250 mm, 5 pum)(3E[E Avantor A 7)); Waters Cig
(4.6 mmx*250 mm, 5 pm)(3 [E Waters A ),
1.2 75 &%
12,1 &#5n%

{6, 3%45: ACE Excel 5 Cjg (4.6 mm»250 mm, 5 um), ¥
#: 1.0 mL/min, #:JE: 30 °C, PEEEE: 20 uL; Kk il
£ 1; WA A: 20 mmol/L ZER#: (FHE/K I pH & 7.5),
S B: HEE, UEBLRRTY WL 2.

F 119 MERMFIEN <

Table 1 Detection wavelengths for 19 kinds of additives

I K /mm
WP 230
RH R 230
A 230
UALi kA 230
FrAgE i 415
BeL 520
34N 520
[ 610
JiENi=Ean 520
M IR B 415
H %% 520
kAL 520
Xof ¥ IR H i H i 254
o 610
R 21 520
X ¥R IR iR 2 T 254
IRBELT 520
Fop YA SR R D i 254
KPR HE R T TR 254
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Table 2 Program of mobile phase gradient elution

Fisf 18] /min Al% B/%
0 96 4
12 96 4
15 85 15
25 65 35
28 65 35
40 10 90
44 10 90
45 96 4
52 96 4

1.2.2  AR/AEZER 6 B

PRUERE R A AE E AR B TR R G . X2
FIERIR Mg . X IOR RN ER AR IR R T Ry
10 mg, FHFEEA A 5 E R S 10 mL. &5 m vk B
Ay 5 AR ISR F R F R 984.1 pg/mL; XHERILIEHRZ
fiE 991 pg/mL; XFRERHFRNES 971 pg/mL; XJFRERH
2 Tl 1052.9 pg/mL,

TR AR UE TAEW: 430 ERA R SR FR R . I AL |
WA 80 (LA RS 1) R0 2 Tk 1 Jie R 0 (22 9% 28 ) b M 15 TR
(1000 pg/mL) 1 mL, FriEem ., B4l D3, §ek . NG
or vEMlaE . HYER. AR, R, MRk, RERLL(R
HRBE 1000 pg/mL) 1 mL, XFFEEFRH IR ERE A | mL,
SPERIEHE R Z BB AW 1 mL, X R P R I TS i A
1 mL, X RFERHFER TEEM A | mL F 20 mL 58,
FUKM RIS 2208, BAERBEAIET/ERD, K
Ja IR AR TAER @ 3R, F 20% H B8 i BAG b
HEMEBERO~0©, trik il i O~k 450 0
0.5. 1.0, 2.0, 5.0, 10.0, 20.0. 50.0 pg/mL R4 R IR
TAEE W
1.2.3 ARG Ak o h &

FE S FEAIRAT, KRR 2.50 ¢, AT pH 2 7.5 /&2
A5, i 20%H EEL) 20 mL, HFSERE 30 min, BHIZEERE, F
20% PR E R 2 25 mL, #52), ] 0.45 pm PTFE i JE RIS

1.3 HIEAIE

N Agilent 1260 (&35 Be & AL #FF OpenLAB
CDS A HTE i, Excel 2010 B F#E4T i ab 38

2 GER5HH

2.1 FEMK
2.1.1 G#kayitdE

TEX O TEAE HEA T L REIY, 580G 3 FiAIA] Sl R 6
TR, HAAMIHE ACE Excel 5 Cig (4.6 mmx250 mm, 5 um),

Waters Cg (4.6 mmx250 mm, 5 um)LA} Agilent Cig (4.6 mmx
250 mm, 5 um), SEEEER BoR, i1 Waters (%L}, £
TG B 5 T 2 B B o B SR AN, i LAk ) AR ) 0
TR Agilent (27 FERT, X2 B R PG | 42 W AR Pk
LA B T B S, ORI S B . TEA
A B2 5414 F, ACE Excel 5 Cis (il A RIS 1745 BL4Y
Z AV 23 B BE YR 1.5, L, fe&k$% ACE Excel 5 Cig
TSR AT 1P 34T
2.1.2 AR, FEhA8 pH B B BLA M 0L

FRYEIRAT SCHRAIE, B SRS L il ks
MFERH TSR R 24, EEAFEHFFES 20 mmol/L
IRV (BERRVET pH 6.0)UBSEEVRMERY . FI- 2 Jif-/K -
10 mmol/L ZFREE W AIAREEVER> . HFES 20 mmol/L
LIRS W FE S 25 20 mmol/L Z BRI
WABEBEVEIEY . 205 5 10 mmol/L TR & 135 W B J3E vk
Wil LR S A 2 mmol/L FFREY 20 mmol/L 7. Rk
VAR I FE VR DA

Zi4 FRSCERE R, FFFE-20 mmol/L Z R %k R G K
T3z N R R G A T 2 B ST R . R B, GB
5009.28—2016 ( B MEEEZFAME SRPARPER., LA
TR ARSI 5 ) 1 GB 5009.35—2023 (£ hh 4 K
FrfE B SR A RE BRI E ) B IRAR LR S, AN
LT GRS P EE-20 mmol/L 2R 5k RGN R s

HE—3EH, %} 20 mmol/L ZFREE KN pH FE4T T %
£, Wit 2R UK H pH & 6.0, 6.5, 7.5, 8.0 LI
KT pH, FEE AW P IR 2 R et 756
FEVERR L6 LI S5 IR R, M LR TR pH N 7.5 I,
B REIN A IR B A B AR, B R 1L5(B
Do FI, ABFFEHRAEE pH N 7.5 B 20 mmol/L Z. %k
WRAE TS, 0 T RAEN LI A0, BARSH0E
W3 2,
2,13 ek kehikdE

KA S BEFIRN R, 7€ 190~800 nm i KT A
X AR AEVE A THIA, DA RE 45 4140 A e R Rl 4 o
FE R A A T vk R R 3R B, R AT RED I
Tz T4, W22 A0 2 FR HE(GB 5009.28—2016 . GB
5009.35—2023) } SCHK[29-30], &L ZIEIGHE: W
% RN I BSER AR R (LOBRE T PRSI K
oA 230 nm; ARG R R BB AR ARG B 4 1 5 0 415 nm; BT
o1, VEFRLr, WEARL. HYEWE . L. RUELIFREELL
PRV RS DU 8 B 2 2 DA 520 ;5 1R W PR ARSI 4 1 S Sy
610 nm; XERIFHFRRFES . MBREFFRES . WBEIRE
FH R D TR AT Y2 SR B R T TR AR I 4 3% 52 o0 254 nm.,
2.1.4 pH 5RBUGE A 695

FEF SRR, pH X SCIG S5 A E M, 4 BIKEFE i
FE 6.0, 7.5, 9.0 AAFT pH. 455w, KIET pH K
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{4 54 5} B8] /min
C 160
= 140 20
120
£100
2 80 6 17
60 9
= 40 11 1
£ 20 l
0 A "
0246 8101214161820222426283032343638404244
{4 54 His} B8] /min
E 160
5140
120
£100
= 80
60
= 40
E 20
0 nnnnnnnnn

160

140
2120
Emo
B 80 10

B A 12
iz 40 ju 18
E 28 ) J\] Al

0246 8101214161820222426283032343638404244
A3 £4 15t B8] /min

2120 16

0246 8101214161820222426283032343638404244
A5 B3 s} 18] /min

0246 8101214161820222426283032343638404244
{4 £3 Bt 8] /min

¥ A. 230 nm; B. 415 nm; C. 520 nm; D. 610 nm; E. 254 nm, 1. Z238%%; 2. KWL 3. IUELR; 4. MRS AN (LUBIKGTT); 5. A,
6. WL, 7. WSRLT; 8. HEEE; 9. WARRLT; 10. MERAE 1; 11. HYETE; 12, MEMKET 2; 13, 5K, 14, XEIRH IR ER; 15, 221 1;
16. 22 2; 17. FRVELT; 18, MEMKEE 3; 19, X¥RILTRH R 20K, 20, RGELT; 21, YR H BRINHER; 22. XL H AR T K.

B 1 19 Fig

PR I S

Fig.l Chromatograms of 19 kinds of mixed standard solutions

FE b h AR EELT 1) IR R AR, TFE 6.0, 7.5 F1 9.0 iX 3 A4~
pH Z&AF R, AR Ar BICRE 22 R IEAWI R, S S5 i s
pH — 3, ABFFEEHAE A pH /T2 7.5,

TEXTHRBUA T EATHEE, EAEEH 10%. 20%. 30%.
40%F1 50% [ FH B /K A R, 25 AN [k B 11 FHY B Sl 12 i
EFIAASOR . SEBEE R, A0 10%F1 20%0) FH BT,
VEHIVEMT . B, I RIT. SR, B P BRI
i, M 30%0F, RIVLTEE . AR LA A
WERITF IR - . MR, Ar RO R TR, LG
VTR | 45 BT RO TR, SRR 20% 0 HBEVE
BB BUAT
2.1.5 EMEAKALT %

TERR T UE X SL B0 25 R i, Xt PTFE JEME .
PVDF JEfE . JE8 Ji 66 (Nylon)JERsiLA & PES NEREHEAT T4
28, IR 25 B R, Je e 66 (Nylon)JE K X] AR #E L4177
T4 R W S A W B Y, T st o At € 38 Bl 2 TS
[ P A5, PES I8 D) S o) 50 2 24 Y i G 2 ) I e B

HORRIFE LAY, PVDF R BRES E HZ m  X FRE H
T DA T RN S 2K R iR T IR B FP AR 43, AHELZ R, PTFE
TE X A5 A HEACWAT 5 . ST RS R, ik
% PTFE JEIRAE J AL B I
22 ZMCEMREE

112,10 BB, SHRA RSB EE B
FE, TE 0.5~50.0 pg/mL JuREIHN, MR R, & 5rn
HECTEEI DL 1. LA 3 A5 E M T Fa A i B, DL 10 A5 {51
P Fo e s, [ . MG R B, At PR A e B DL
%3, 5L 19 R SR INFIAE 0.5~50.0 pg/mL S5 FE P,
FHRREIYLE 0.9998 L b, £ HBRS 0.07~0.29 mg/kg, &
1Rk 0.23~0.96 mg/kg. LFEE A H BRI E HEBRIARF
GB 5009.140—2023 ( & 52 EFAnfE & B
PR I ) B RE B4 HE FR 0.6 mg/kg, & FR 2 mg/kg.
KR ILBER . MRS A (LUBERS 1) B H BR 0 E 2 R
KT GB 5009.28—2016 ML HIKE HiBR 5 mg/ke, EhE
P10 mg/kg. PR B, B4r. MARLT . HYEE . MEnkag
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TREELL | TOIELL ., FRRLL . S MRYELL . BEiErR
FRANE B FRIYALT GB 5009.35—2023 #LAE AT .
21 MWARLL . B V& v (RO EE AR 21K S R 0.5 mg/ke,
BRI R 1.5 mg/kg, WKL ERRA, i MRtEa.
FEWEA BRI M 0.3 mg/kg, ERFR A 1.0 mg/kg, ¥
IR IRH N . XREFEF RO . SRR F RIS .
XF ¥ 2R R TR A A BR A BRI KT GB
5009.31—2016 ¢ £ i % 4> E Ghn il £ b v 35 38 g
BRI E ) MG BA R 0.6 mg/kg, ERIR 2.0 mg/kg,
RWER .

®3 19FHEMAMFNEITSFIE. HXAYK. BHREEER
Table 3 Regression equations, correlation coefficients, limits of
detection and limits of quantitation for 19 kinds of
food additives

HEC bR RR

NIl =S EVEpr FH Amgke) (mgke)
UFRE  Y=61.9495X+4.4852 099986  0.22 0.75
RHER Y=68.7675X-2.7634  0.99995  0.20 0.68
YA Y=116.6885%+0.6715  0.99992  0.16 0.52

(ufigiggf) Y=59.6163%-1.5256  0.99995  0.16 0.53
FAET  ¥=59.9927%-0.4930  0.99990  0.22 0.74
Brer Y=65.9678%4.2813 099997  0.13 0.43
TILL  Y=51.0524X-3.4899 099996  0.17 0.56

HEW Y=48.6136X-6.8009 0.99997 0.18 0.61

i l:Jil=gN Y=45.4141X-3.0433 0.99996  0.20 0.67

UiNy Y=112.9484X-6.7293  0.99996 0.17 0.57

A& B Y=32.5300X-1.9285 0.99996 0.29 0.96

AL Y=63.9775%-4.7202  0.99996 0.4 0.79
XERER Y=123.9769%+0.7757  0.99992  0.13 0.44
PR H i ' ’ ' ’ ’
SEik Y=114.0322X-9.2209  0.99996  0.07 0.24
[ipdezAn Y=54.3796X-4.4880  0.99997  0.13 0.43
XEEER Y=119.4506X+3.5323  0.99991  0.11 0.36
R 2.1 ' ’ ’ ' ’
PN 4N Y=107.2851X-0.4011  0.99993  0.07 0.23
REER Y=107.0979X+5.9734  0.99993  0.11 0.36
RN TR ’ ’ ’ ’ ’
HRER Y=97.1992%+4.3117  0.99991  0.12 0.42
R T TR ’ ' ' ’ ’

23 EEMXW

BN 5 pg/mL TR -G PRUERR IR 25 FORBHRR S
1.2.1 BN GRS A TR I, Zr BIESERE 6 1K, 6 YlsE
ROAEXTPRIE R 22 (relative standard deviations, RSDs)Z5 5 L3k 4,

F4 19 HERRMFINES MR (N=6)
Table 4 Repeatability test results for 19 kinds of
food additives (n=6)

AR RSDs/%
LIRE 0.05
R 0.04
TN 0.02

WO eI BERE ) 0.17
FrigE 0.06
et 0.07
BiSRLL 0.05
BEW 0.25
i) EEAn 0.03
Ny 0.04
H%& 0.09
PRk 0.05

PUPZE: 0.07
By 0.04
FRPELL 0.06

X B R 2 T 0.14
IREELT 0.04

X F B R T i 0.07

X FRHEAR R T W 0.06

RSDs 4 0.02%~0.25%, Z5R%H, A7k ER T RiT.
2.4 MEREYSEE

HERf RIS EORHRE B, 43 BI0RE 25 I AR G AR i L
EWR@ 0.5, 1.0 2.5 mL AKIEFEI, 3 VR EE K-V
36y, 121 W AR TR, JLmg g LR S, 45
W 19 Fh g SRS IR -4 [ IBCRAE 92.26%~104.59%Z ],
RSDs 7E 0.45%~1.67%= [f], BN RET .
2.5 SEPREEmAEN

PERE 20 HEYCRHE LA TR, A7 HERS AR R AR
Gh, GEHEESD 1 K CIRE N 544 mgkg, KWK
141.8 mg/kg, F7Ei M 5.8 mg/kg M H &N 16.9 mg/kg;
FEG 2 M 238l 61.9 mg/kg, EMIRN 141.7 mg/ke,
WERKLT N 46.6 mg/kg FISEHE R 2.0 mg/kg; Bk 3 A 208
o 23.1 mg/kg; FEAL 4 K ZFEE N 15.3 mg/kg FIZE R
9 141.3 mg/kg; AL S KB Z3EE R 26.8 mg/kg LA
9 120.7 mg/kg; K 6 Kt € E R 55.7 mg/kg, ARHERN
144.9 mg/kg, ¥ BN 6.0 mg/kg F1 H %84 17.3 mg/kg;
RESL 7 K A H RN 121.0 mg/kg, FEETEN 2.1 mg/kg F
ULSRLLN 5.5 me/kg, HARFEMCAARR Y, Fris i Bisr 5K
A 2ol ] R B R
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F=5 19 MR SERMFMFRE R ER (h=3)
Table 5 Spike recovery test results for 19 kinds of food additives (n=3)
OV S 17/ R | RSDs | WM gsoker o CFH o rsps | #IGE gspokor T Rss
FhiZ Mpg/mL)  [EDRER/% % X NugmL)  ELRE% 1% eSS /pg/mL) BICR % 1%
1 97.85 1.08 1 98.36 0.80 1 10329 045
LR 2 99.91 1.08 B 2 98.95 0.97 oW 2 101.45 1.03
5 99.55 1.10 5 92.26 0.64 5 99.06 1.61
1 100.62 0.70 1 103.04 0.69 1 10459 052
2 R 2 100.01 1.16 Jiili=Ean 2 100.89 1.00 FR£L 2 101.97 0.92
5 99.02 1.54 5 99.15 1.56 5 99.27 1.34
1 96.54 0.67 1 102.63 0.65 0.991 9535  0.56
FHRFER
1E4R 2 98.58 1.12 ISR 2 100.82 1.05 n 1.982 98.27 0.99
- R s
5 99.00 1.67 5 99.14 1.61 4.955 99.04 1.49
—— 1 99.56 1.45 1 102.48 0.57 1 97.71 0.49
Wk 4 )
N 2 99.44 1.30 H 5% 2 100.77 1.11 IREFL] 2 99.40 1.09
(LIRS )
5 98.98 1.43 5 99.14 1.60 5 99.35 1.58
1 97.32 0.69 1 104.00 0.64 0.971 9726  0.53
. y X FRHER
Frig 2 97.99 1.07 kT 2 101.49 1.08 N 1.942 98.79 1.14
F IR IR
5 97.95 1.64 5 99.31 1.43 4.855 99.29 1.32
1 102.93 0.53 \ 0.9841 95.90 0.46 ‘ 1.0529  96.31 0.65
L 2 100.98 1.10 REER 1.9682 99.32 1.61 REER 2.1058  98.41 1.19
e ’ i FH iR R iR ' i ' R T lR ’ i i
5 99.10 1.64 4.9205 99.05 1.48 52645  98.87 1.11
1 103.16 0.53
THiSRLL 2 101.14 1.07
5 99.21 1.57

e MG HRIE N 2 (relative standard deviations, RSDs).

AR EESL T HPLC JHF [RIEHE Yok iy 19 Rk
TSGR, ALFE B PR R . LB R RO
HRRIEZS) . FHIRFI[AN 8% . BRRE BN (IBIRE )], A AR
HORAntrEE . e, WIBLAE). X SLi 440
oA, EFRR SR A ERES pH AT B RS eI R P A S
ARG K B e R 4, S T X RCRE R 19 Al b A i
A RSN, S g8 B woR, ARl S IR ] B A
PR AN i BRI AR F B M AR UE, FE e T A5 ik
SERE. SRAIE T, 19 Rl S sn 318 804 500 5,
PR T AR 25 SR K R o [RIES, R R AR RS R R
TERRE WA XS AR T, ok — B4R s T ok
(0 AR AN PR o AL, AT i B RV | R

i BRSO, 3 TR A 11 PR 7 2 A
T
SE B
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