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Detection of 17 Phthalates in Peanut Oil by Advanced QuEChERS
Coupled with Gas Chromatography-Mass Spectrometry
GAO Xia, CHEN Hui, LI Yu-xiu, LI Wen-jun, TAN Min

(2. Hunan Xincheng Testing Co., Ltd., Zhuzhou, Hnnan 412000, Ching;
2. The Fifth Electronics Research Institute of Ministry of Industry And Information
Technology of The People's Republic of China, Guangzhou, Guangdong 510000, China)

Abstract: To establish a method for the determination of phthalic acid esters in Peanut oil, Peanut oil
samples were extracted with n-hexane saturated acetonitrile, purified by 25 mg PSA and 25 mg C18 and
detected by GC-MS selected ion monitoring (SIM) mode detection, external standard method quantitative.
The standard solution of 17 phthalates showed a good linearity in the concentration range of 0.02~3.0 mg/L,
and the correlation coefficient (r) is above 0.999, the detection limit (LOD) was 0.01 mg/kg to 0.02 mg/kg,
and the quantitative limit (LQD) was 0.03 mg/kg to 0.05 mg/kg. the recovery of standard addition was
92.47% to 108.72%, and the relative standard deviation was 1.10% to 5.94%.The method is simple, rapid,
sensitive and accurate. and can be used for the determination of 17 phthalatesin Peanut oils.
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Rt B e s A - BRSO R
BRAG . BERRVELS . iR SO G- AR TS
FIRAH (3 R I L AN AR B 2 AR B 5, R
T ZRAR o FT AL BT 1 3 A BRI (i ( GPC )
A #EE (SPE) 12%7 QUEChERS® 9%, GPC
IR MAR G T, IR GRS, M
B, AR, NEAH ARG EA
AEPPRAET R E 2, KIS AS R ; QUEChERS J5
25 GPC #l SPE kAL, HA M (quick).
fAiPA (easy ). JEM (cheap). %k (effective).
A[4E (rugged ). %4 (safe) S50,

A 5T LLOE © %6 i i & B . i
QUEChERS J5 43 B54t Ak , 38 3o SUAH 8335 - B 15
FRASCKS M AE A 3 17 FhAB2E — H RRER R T . 5
W EA L, AR TRICE, S8IE,
P K — IR ER W ks s BRAIK A 0.01 mglkg, &
HIKE 0.03 mg/kg, HiHEEME 1.10%, AJ7
DR EE . REUE S . METELS, AT
PR I 2 A8 A 17 FRAR R I RRER R A
1 #MR5R*®
1.1 UHFEE

TSQ7000 < AH A 3%- BTk Hk H{X . TG-5MS £,
JEH: (30 mx0. 25 mmx0.25 pm): 3£ [E Thermo
fisher 23 7] ; VORTEX-6 IR HER &4 : HAKDURZA
Al; H2050R R VRES.OHL: KIPMILATF; FG-24
A AEEAL . CM-24 BITE AR AWRAL: T M %
A
1.2 #RbHRF

O HE-N-T R B (PSA ). /i S Tk e
AR (C18): J2[H Supelco Al ;

16 FR&R2R — H PR R TR AR (1 000 mg/L,
MIECKE, A6 X HR_HE (DMP).
L7 —H R L Fg (DEP), 452K —HR 5% T
(DIBP)., 4B# " HIE —THig (DBP), 4FZK i
g — (2-H %L ) Z Bk (DMEP), 487 —Hfig —-

4-F3L-2- 1 I fis (BMPP), 4F7K —HIiz — A3k
Z KR (DEEP), 4F2K —HR —1E)%g ( DPP),
A HIR O lE (DHXP), 4B WM T %hs
(BBP), 4B Wi~ THI LA (DBEP),
A2 R IR CUEE ( DCHP), 484 —HIfig —-2-
LHECTHE (DEHP), S84 — W — Ml (DPhP),
PR W —IE¥EE (DNOP), 484 —H i T
fis (DNP)): [iFZiEA A,

PR WL )& E ( DAP, 98.3%): &[]
Dr.E A #];

CIECEIEAL ) G S b Bi%at ): 2 [E TEDIA
o]y AEAR RS (CHRRDRER ). T
1.3 SHEEeIE-RE&EHt

g S ERE DR 300 °C; Aok,
HEREARRR : 1 pL s B CE 2 S ) i 1 mL/ming
FEFTHE : WREE 60 °C (f£EF 1min), LU
20 °C/min F}F&E 220 °C (f#4F 1 min), HLU
5 °C/min F+&E 250 °C ( f£¥F 1 min), F LU
20 °C/min J} 2% 280 °C ({44F 10 min),

Ui A AR IEE 300 °C; B FURIRE
320 °C; W El; HEHEE 70 eV Wiy
X, SIM B HHIEER 6.5 min,

1.4 17 #4BER Z RS EE (R BB R B FIFFIE B T

X1 MR L3540 SIM BT 17 fhépE —
FH R i O B I5F (] IR AR 25 1
1.5 FREBRRRE S
1.5.1 SR HR JGENEE ( DAP) ARl 80

FREGE 7t DAP,  LLIE § 5t 0 v 70 e i vk
1000 mg/L HYFRHEN" 25
1.5.2 17 FRARR — H RS bR v b 8]

Ay BB BUE 5 16 Fp 48 K — R g 1R b A1
DAP FRIfEGE A, LAIE e Ae il Bk B2 > 10 mg/L
(1) 17 B AR B R R A of v D
1.6 HSAATAIE

HEBFRIN 0.5 g TR 215 i A8 A4 A i+ 10 mL
RS HLIERLLE R, A 5mL IEC ket 2,
€ 5 min, 5000 r/min &.L>» 5min, 5% 5K
TS A 25 mg PSA Fil 25 mg C18 (& L&
AE 5 min, 10000 r/min &.0> 5 min, B EERT
40 CARBHASIXT, A 2.0 mL IECHE,
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T aaty {3 B B[] /min FE B T I(miz) EWETI(mz)
1 AR —H g (DMP) 7.834 163 77,133,194
2 ABIK —H MR 2Kk (DEP) 8.699 149 105,177,222
3 ABR W R N1 ( DAP) 9.620 149 41,132,189
4 SR W R 5 THlE (DIBP) 10.456 149 104,167,223
5 42K —HER Tk (DBP) 11.200 149 104,205,223
6 ABIR W R —(2-H S 3t) L1k ( DMEP) 11.530 149 59,104,176
7 AR R -4-H 5E-2- )k 3L fE ( BMPP) 12.282 149 85,167,251
8 PR R — L EH AR (DEEP) 12.594 149 72,104,193
9 487K — H iR 1% ( DPP) 12.972 149 104,219,237
10 LR _H R _ClF (DHXP) 15.096 149 104,233,251
11 R _H R TR Es (BBP) 15.258 149 91,104,206
12 SR W R — T 43k £ 2R ( DBEP) 16.712 149 85,101,193
13 AR H R g (DCHP) 17.447 149 104,167,249
14 B " H R —-2-Z % g ( DEHP) 17.646 149 113,167,279
15 R — iR — 2Kk ( DPhP) 17.763 225 77,104,153
16 PR W R —1EM (DNOP) 19.304 149 104,261,279
17 SR —H R —T-Fik (DNP) 20.987 149 167,275,293
- y 3.0e7 1
TEV %, 28 0.22 pm SALUEBEEE g, REUAA (- |
B FH AL AT o £ 2071
—_ § 1.5¢7
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. 0e0 F
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TRE s, B KEE R 6 R T IZKE435104 0.5, Time/min
1.0, 5.0 mg/kg. MR 1.6 15 LA BEAE M, HR R B2 miFRRARSAETAREE
L3 T, ARk &, FNBRFEASIS, if
_ o 3.0e7
BT 1] R AR X A O 22 2 5e7]
@ i DPP
2 HEREHR g 2.0e7
% 1.5¢7 - DOXE o Dme DNoP
21 ESR MRREASEREERNREEF F 107 |
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0e0
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221 PSA MMk

Z%¢ C18 FiE 25 mg, PSA & xgfkak
FIs2m, 434 5 mL BUSEMA 1.0 mg/kg 1) 17
PP &R 2R — H R TR it A S SO, s 5. 10,
25, 50 1 100 mg PSA, 455 (% 2) £, PSA
FHHETE 25 mg LA B, &R Z P RRERZE npral
WA 80%~110%:Z 8] 11 b il e =, 3590 94%

Pk, BB mMA LR, i PSA HEN
25mg,
222 C18 Hl=mMIifL

Z5¢ PSA M 25 mg, C18 4 w4 fkik
Ry, ralf 5 mL WSehnA 1.0 mg/kg 1)
17 PR R TR 0 h AR 2 OB, s 2.5,
5. 10, 25 I 50 mg C18, 4§ (% 3) £H,

F2 A[E PSA BEX 17 MR —_HEREMAEWEZIMMNSEITLER (0=3) %
PN CITES
75 &Y
PSA (5mg) PSA (10mg) PSA (25mg) PSA (50 mg) PSA (100 mg)
1 DMP 75.1 82.9 88.4 85.6 82.8
2 DEP 129.3 117.4 108.2 104.6 106.8
3 DAP 58.4 69.7 76.9 78.3 77.8
4 DIBP 80.2 88.5 924 95.3 90.9
5 DBP 71.8 80.5 87.7 92..9 91.6
6 DMEP 123.2 116.5 108.3 106.3 105.4
7 BMPP 110.4 105.2 101.4 104.2 98.5
8 DEEP 90.5 94.8 93.2 95.7 98.1
9 DPP 82.3 85.2 89.4 93.6 94.8
10 DHXP 73.4 83.8 89.1 91.4 92.3
11 BBP 117.5 107.3 101.4 103.2 100.9
12 DBEP 107.5 105.8 102.3 100.9 101.6
13 DCHP 87.1 9.4 95.1 96.2 97.1
14 DEHP 75.3 79.8 83.1 85.2 84.5
15 DPhP 1235 113.4 106.2 104.6 105.3
16 DNOP 85.2 89.3 93.1 95.2 96.1
17 DNP 80.1 85.3 88.4 90.2 91.6
#3 AEC18 BEX 17 X B MRENEZMASITER (n=3) %
o~ e /i EI &S
C18 (2.5mg) C18 (5mg) C18 (10mg) C18 (25mg) C18 (50 mg)
1 DMP 68.4 75.8 80.4 88.4 89.4
2 DEP 120.1 115.6 111.5 108.2 106.3
3 DAP 62.5 70.4 75.7 76.9 79.2
4 DIBP 82.6 87.1 91.2 92.4 95.4
5 DBP 74.9 81.8 84.6 87.7 90.3
6 DMEP 128.4 121.6 114.9 108.3 107.8
7 BMPP 121.3 107.1 103.6 101.4 100.9
8 DEEP 82.0 85.1 88.5 93.2 94.0
9 DPP 80.7 82.8 84.9 89.4 90.5
10 DHXP 69.9 78.1 85.0 89.1 93.6
11 BBP 114.8 109.7 104.2 101.4 101.7
12 DBEP 81.6 91.3 97.7 102.3 99.5
13 DCHP 78.5 83.8 89.6 95.1 98.9
14 DEHP 66.8 72.3 78.4 83.1 85.2
15 DPhP 128.3 119.5 110.8 106.2 104.1
16 DNOP 71.9 81.4 88.7 93.1 95.0
17 DNP 80.9 76.1 83.2 88.4 90.5
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C18 F#7E 25 mg DL LAF, £54B87% — H iR s n
s B SCRAE 80%~110%27 1] A bb il 5 i, ¥R
94%L |, FIEMAFELRCR, #iE C18 &
J 25 mg.

& PR AN E = R
S 17 %rln RSB 2R . FH R T A o v RV
(1.5.2) &, LUIEC R HI Sk E >y 0.0, 0.02,
0.05, 0.10, 0.20, 0.50, 1.00, 1.50, 3.00 mg/L
(RIARIE 2R 9 TARI, #5717 FhARAE — H BR B s ifE
Mgk, R 3 f5EM L (SIN) 10 f5{FM:

( SIN) T E A R A fE PR, 548K
FRBR L PE I FE . OGRS, otk FRAE &=
P L3 4.

2.4 fFREIWEEEE
SroMAE AL A AR SR 3 ANk KT

(0.5, 1.0. 5.0 mg/kg) 1Y 17 Fp&RA — H R BRIE
A TAER, BAOWIKREEZNE 6 K, it
ﬁﬁﬂ@%?ﬁ@m R AT RR HER 22 . 17 Fp

RIS [ T CI e S il B 1
76.8%~108.4%$n 1.10%~5.18%, Z5H I 5,

R4 THAE_RARERERGE. HXAK RHRMEER

75 sty 19 75 A R # H BR/(mglkg) & 1 FR/(mglkg)
1 DMP Y=412 756 X-12 522 0.999 5 0.01 0.03
2 DEP Y=381 870 X-14 199 0.999 5 0.01 0.03
3 DAP Y=148 885 X—6 870 0.999 5 0.01 0.03
4 DIBP Y=422 872 X-16 151 0.999 6 0.01 0.03
5 DBP Y=472 265 X-22 273 0.999 5 0.02 0.05
6 DMEP Y=101 727 X—2 991 0.999 3 0.01 0.03
7 BMPP Y=335 124 X-11 619 0.999 5 0.01 0.03
8 DEEP Y=172 409 X-5 408 0.999 3 0.02 0.05
9 DPP Y=442 652 X-25 957 0.999 2 0.01 0.03
10 DHXP Y=288 199 X-18 797 0.999 5 0.01 0.03
11 BBP Y=246 946 X-15 729 0.999 5 0.01 0.03
12 DBEP Y=95 368 X-7 621 0.999 6 0.02 0.05
13 DCHP Y=248 477 X-11 922 0.999 3 0.02 0.05
14 DEHP Y=219 617 X-11 604 0.999 6 0.02 0.05
15 DPhP Y=321 292 X-17 100 0.999 7 0.01 0.03
16 DNOP Y=179 966 X—10 636 0.999 2 0.01 0.03
17 DNP Y=111 537 X-5 710 0.999 3 0.01 0.03
F5 17 AR ZFRERER AR B R RS B %
o o finkrE/(0.5 mg/kg) Jinr /(1.0 mg/kg) Jinkr /(5.0 mg/kg)
TR (n=6) KEEE(n=6) CFHEICR(n=6) HEEE(n=6) FHEILFE(n=6) N E(n=6)
1 DMP 86.2 2.50 90.4 1.52 1014 4.06
2 DEP 108.4 2.63 105.2 1.19 102.7 3.40
3 DAP 76.8 2.02 81.1 1.84 86.5 2.64
4 DIBP 91.6 1.89 93.0 3.04 98.7 1.41
5 DBP 87.2 1.10 90.6 2.53 95.1 3.33
6 DMEP 103.7 2.64 105.5 3.94 102.4 2.94
7 BMPP 103.7 4.52 100.3 2.64 100.7 2.59
8 DEEP 92.5 5.18 94.9 3.67 98.7 3.37
9 DPP 88.5 3.35 91.2 3.00 97.2 1.43
10 DHXP 89.6 3.98 92.6 1.47 96.8 1.93
11 BBP 106.0 1.82 100.6 3.17 100.7 2.33
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e o Jn#r/(0.5 mg/kg) JnARR /(1.0 mg/kg) finkr /(5.0 mg/kg)
EHEE A (n=6) KEHE(n=6) FYEIE(=6) HHKE(=6) TFHEILHK(N=6) IEHKE(n=6)

12 DBEP 106.9 4.00 101.5 3.72 101.9 3.17

13 DCHP 93.3 3.56 97.1 2.79 98.9 1.56

14 DEHP 82.3 2.09 85.9 3.36 92.9 3.15

15 DPhP 104.2 3.01 105.2 3.37 100.5 3.97

16 DNOP 91.3 2.23 95.0 2.32 97.9 2.37

17 DNP 85.8 3.79 90.7 3.84 97.1 1.62

2.5 SRS BFmRNIR

SR ST ) D7 12 8 T 6 A A AR ot 2 A 0
W, ARG BB T IRIE L 4, Kill4h
R 6.

3.0e7 DBP
2.5¢7r
2.0e7
1.5¢7
1.0e7 [ DEHP
5.0e6 opep DIBP l l

00 ptb—11 ‘
—5.0e6 — ; ; : : . y !
8 10 12 14 16 18 20 22

Time/min

4 WEEEHEREBETREIEE

Intensity/counts

*6 MELEHERBEUER mg/kg
B sty R &5
1 DEP 0.23
2 DIBP 0.39
3 DBP 541
4 DEHP 2.67
3 &

FEAE M AR R — R RS YT LILLIE S
LEMI R BRI, Wik ) QUEChERS J7 ik,
A T - B 3 ISR

W Ak £ Al DMP, DEP. DIBP,
DBP. DMEP, BMPP, DEEP, DPP, DHXP. BBP,
DBEP. DCHP. DEHP. DPhP. DNOP, DNP A
DAPL7 Ft €8 4% — H R BR 2R AL & MR A AV R A
0.02~3.0 mg/L ¥k B JE N &AL & WA C &R 5L (r)
7£ 0.999 L I, ¥ 1 FE (LOD )7 0.01 ~0.02 mg/kg
ZIH, EHR (LQD) 7£ 0.03 ~0.05 mg/kg 2 [

DMP. DEP, DIBP, DBP, DMEP, BMPP,

DEEP. DPP, DHXP. BBP, DBEP, DCHP, DEHP,
DPhP, DNOP. DNP #il DAP17 Fh4l 2 — B iR lg
KACG WAEACA AR S s K4 0.5, 1.0 1
5.0 mglkg B, P30 Il 52 FokG % B2 530 78
76.8%~108.4%F/1 1.10%~5.18%; [l 4, J5 ik [l
R, EIMERE

AT TP | I A A T 17 PR AR R
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