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Xin Sun BRICIXEB T2 19 BED T )VEET X5 )LEE (PAE) DRRHICDWLT. Agilent 7000B
Shandong Agriculture University, Taian, UZJ)VIHER GC/MS/MS Y A7 L7ZfER UTcRANIE XY v RZHEIIUE Uz, PAE
271000, China (. BERREREZEAL. 7EFZMIIILBETERYTJILASHB LR U,
Wenwen Wang HHYICHKRE 52 LB EOIEEF NUS LN, E0SBU. C18 BHEIC

KOBERUF U, PAE X HP-5 MSUI AT LTHEEL. MU JIVNERDY)LF FILY
POVIAVEZIUIIE—R (MRM E—R) ZFERULTHEHEULE Uz, BFRYVTIL
[C0.010 mg/kg SKU 0.10 mg/kg (n = 3) DIBESIZEEZ X)\A U UFE Uz, BIUERFEFEF
60~120 % DEFEHT. HEXIEXERZ (RSD) 1& 15 % AT T UTe, 19 #EFED PAE [CDULT.
0.010~0.50 mg/L TRIFEEHRMEDESN. INTOILEYDIERIFREL (R?) 1% 0.995 1L
LETUR. TOXAYV Y RIFBVRELRBIFEEEZRL. SMATERBONO—MRMNETE
HZEEcUTHED., B3R PAE DRIEICERATER T,

Agilent Technologies, Wang Jing Bei Lu,
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China
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75 IVEET AT )UAA (PAE) (FREDZERRE, K&, BRUMX
HZ[ EEBDTENTERXT, PAERTSRAF v IDEELR
M&ITH b, WUIRIEEZID (PVC) HECTEICFEAINTLE
To TSRAF v IEREMPEZ—JVI\DZADLLERENTN
B, INSOEEYHREFICABICHEESN, HFRPZ
DHOBEHEAND PAE BRI DI, PAE [FFEEMEPIX
~OTVEFEDERON DT, ADREICHT DARELE=S
UV IDREENTEX Ulc,

PAE DT D—AZRYIFETUEX Y v RIFR — &I (LLE) S KUE
4 (SPE) TY [1]s LLE XV v RIEIFEL#HD DI X. KB
DERBIRZERT DICHRBICEREBLIEXY v RTIFHOHFE
Ao SPE XV RICIFEMDIREN SEDMENNET. £<
DEEHRHNDERT., CO7TUTr—vay/—kTlE KD
([CECXREY QUEChERS XV w RZEEAL. UV TIL7ZHMH U THE
RUFK U, HETIE. BEHOD 16 BEDOTYL— b (TFIL
BT A7 )LHE) =it 9 % GB (FEERIEE) SEbEIESN
TWET [2], SEIF. GB XV v RO 15 BEDILEME. &5
(C 4 FE¥ADEERZEL) PAE (DPRP,. DIDP. DINP. DAP) ZZT 19
BEDTIU— et LE Ulc. CORBRCTER L GC /XS
X—=FClF. DHFEDEMRL. RHBOBRES|IETEIITH

BEMDSIRELD FEDLEYZRHBICEATERL,

Ny oI35y atkReZER U 28 DREDDEEX Y v RHEX
NZFT [3]o Agilent 7000B kU TJ)LIUERR GC/MS/MS ¥ X7 L
DHENCRESEREZTRLU, BISNEXY Y RV TIL
T. MERLEFEEDNSVTENDIDE U,

RERTE

AEBLUER

7t hZ= MUJL (ACN) BERUANFHUIF HPLC & L— RESEEL
FUfeo 5BEDT I LU— MEEFRDESDTT, IXFIL
7%L—k (DMP), YIFILTZL—b (DEP). IAYVTFILT
SL—K (DIBP). YTFILTHIL—h (DBP). E'R (2% hFY
IFILTHZL—b) (DMEP). ER (4-AF)L-2-XVUFI) THZL—
N (BMPP). EX (2-T RV IFIU) I¥L— b (DEEP). IRV
FIVTZL—K (DPP). INFVILTH L — (DHXP), RV
WI%L—bK (BBP). EX 2n-TFVYIFI)THL—K
(DBEP), ¥Y¥oONFV)LTHL—k (DCHP), EX (2-TF)LN
*3)U) THL—k (DEHP). I-n-FZFILTHL— b (DNOP).
BELUY/ZILTHZL— I (DNP) [& 02si smart solutions # (K[E)
o, EX-ZJOEIVIRFIVIZLU—K (DPRP), J-AY-T
JLT7%5LU—bk (DIDP). BKU YAV /ZILTZL— | (DINP) [&
Dr. Ehrenstorfer #f (R/Y) 6. J77UJILT S L — b (DAP) (&
Sino-pharm Chemical Reagent #t (FE) " SEEALFE UTc.

a5 KU

IO RIS T4—INSA—%
GC VAT L Agilent 7890A GC (#&RZH 2 [SRT)

NSL1BKUNSL2 Agilent HP-5 MS Ul FvESUAS A
(15 m x 0.25 mm, 0.25 pm)

F—TVEETOI5 L 60 °C T 1.5 HREIRE
20 °C/min T 60~220 °C. 1 73RS

5 °C/min T 220~280 °C. 4 HRIIRHF
(GB/T 21911-2008)

MMEEALDEAE—R RTYUw bR 1 DEIC/I—T

FrUFHR AU L

mE $5 1) 1.0 mL/min
$15 1 2) 1.20 mL/min

FEAR— NRE 280 °C

EAE 1L

NNt St

FAL=VD RA NS VHRD 5 5

F—TVRE 280 °C

#iBh EPC £/ 50 psi

FEAOES 2 psi

MS INSX—%

BEVAT LA Agilent 7000B kU Z)LIUEHE GC/MS ¥ 2T L

BIRT A 5.0 %9

A VR El

AFV{LEE 70 eV

A X VIRRE 280 °C

MHEREE Q1 B&LU 02=150°C

AV TI—RE 280 °C

JUYavHR 3. 1.50 mL/min

IIVFHRA ANUDT L, 2.25 mL/min

MRM NS X—57%&R 1 [CRLE T, FEAEDEEYICIE. -5y b
{LEYMDOFEEZERETED I DD RSV IVaVHZENTT,
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109 DYVITIL
1.10 mL @ ACN Z7540 4.1 mL DANFH U EE
15 HEOBERNE U=V TFyITRF1—T
ICRDHH IZBU. N NICTIE 50 mg D
= 3.5mL D ACN BZEBL. C18 EfE#RZE. F1UIC 5 AFHUEE

IRFRERI1.0mL D 13 75 mg @ C18 EEHE 0.22 ym XLV
~NFUUTAR ZFIMU DEHREDS T8

2.4.9 D MgSO, B&V
1 g @ NaCl Z7R0

§ _
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1. YV TIVEED 7 O0—F v— b

Agilent 7693A
F—hoUTS

S |

PCM

Agilent 70008

rUZIVIMEE
GC/MS
NSALA1 PCT  H3L2
#7 1 mL/min ASLRE +
0.2 mL/min

Agilent 7890A GC

2. N\w o T3y atkREEES UTc GC/MS/MS HEH



AREER

0% bIS5T 4 —ICKDRRDER

GC 7l 28 FETSE T L. 19D S5 17 DIEEMICDNT
N—RSAVFBEDERENE UTeo 2 88D PAE (DIDP BKUV
DINP) [&. GC/MS/MS D MRM #4EEICK DT 2 DOHALHT D
EEMZE NSV IDIaVAFVICKD DT DI ENTEFX UL,
COFERZR 3. B4 [TRULET. K4S, 19 BRORENE
D& PAED MRM 20X b SLZERLET, R1ICUTVY 3
VA LDIEFZERULE T,

C OESEIBREDFIR

CDOXAYV Y RIE, Agilent ¥+ EZU - J0O—-F77./0J—
(CFT) TR N/ 52 GC/MS/MS 7S A YT, 248D
15 m HP-5MS Ul B35 L7Z{ER U CRETEFEMDOSEWL GC A5
LI\ O TSy ahagETd. GCHASLZ/IN\YvITSva

x10° 4
6.5
6.04
5.5
5.0
45+
4.0+ 1
£ 351 5
R 304
254
2.0
1.5 3

I5&E. DEBBOER. H5LEROLER. EZN/INy I T
SUYROER. —BUIUT VY 3aVFALEART MLDR
. MS A A VRO U —VIFREDHRI DA REICED F T, ¥
JVFE—RZFAO MMI) [CKD. T=)b R0 Ry by KFeldA
B ME—RTY Y IIICE UTEBRIFEATTEZEEIRT D
EDTEXT, COBHIF. v RASLINYITS Y 21%fE
RAUEREBE—RXAVY RTY, ZOXV v RERELNILD
HREEEVWY A JIVERBZEREL. Fr U7 HRADHEEEZH|
BUET,

RER L EHRER

MEH %A 0.010~050 mg/L (6 5% : 0.010. 0.020. 0.050. 0.10.
0.20. 0.50 mg/L) CTERLFE LIz, COERZER 1 ITRULET.
19 F2%EMD PAE . 0.010~0.50 mg/L TOEHFEEHRIFT. I
TOIEEYOERAFRE R? 13 0,995 ##BR F LTz,

E—-OBS

1. DMP 8 BMPP 15 DEHP
2. DEP 9. DEEP 16.DNOP
3. DAP 10.DPP 17. DINP
4. DPRP  11.DHXP  18.DIDP
5. DIBP  12.BBP 19.DNP
6. DBP 13.DBEP

7. DMEP  14.DCHP

7 8 9 10 n 12 1
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V54 L MRM /XS X—%, B&LUR?

EEMRM EMEMRM

#S  CAS A=t RT CE/ev CE/ev 1HRAFREY (R?)

1 131-11-3 DmMP 15 163 — 77(20) 163 — 135(10) 0.999
163 — 92 (30)

2 84-66-2 DEP 8.4 149 — 65(20) 149 —93(15)  0.999
177 — 149 (5)

3 131-17-9 DAP 9.3 149 — 65(25) 149 —121(10) 0.997
149 — 93 (15)

4 131-16-8 DPRP 9.6 149 — 65(25) 149 — 93 (20) 0.999
191 — 149 (5)

5 84-69-5 DIBP 10.1 149 — 65(25) 149 — 93 (15)  0.999
149 — 121 (15)

6 84-74-2 DBP 108 149 — 65(25) 149 —93(15)  0.996
149 — 121 (15)

7 117-82-8 DMEP 1.1 104 — 76(15) 104 — 50 (30) 0.995
207 — 59 (5)

8 146-50-9 BMPP 1.8 149 — 65(25) 149 —93(20)  0.995
167 — 149 (5)

9 605-54-9 DEEP 12.2 149 — 65(25) 149 — 93 (15)  0.998
193 — 149 (15)

10 131-18-0 DPP 12.5 149 — 65(25) 149 — 93 (15)  0.995
149 — 121 (15)

1 84-75-3 DHXP 14.6 149 — 65(25) 149 —93(20)  0.995
149 — 121 (15)

12 85-68-7 BBP 14.7 149 — 65(25) 149 — 93 (15) 0.995
91 — 65 (15)

13 117-83-9 DBEP 16.2 149 — 65(25) 149 —93(15)  0.996
191 — 149 (15)

14 84-61-7 DCHP 16.8 149 — 65(25) 149 — 93 (20)  0.995
167 — 149 (5)

15 117-81-7 DEHP 17.0 149 — 65(25) 149 — 93 (15)  0.997
167 — 149 (5)

16 117-84-0 DNOP 19.4 149 — 65(25) 149 — 93 (20)  0.995
149 — 121 (15)

17 28553-12-0  DINP 19.0-22.0 293 — 149(10) 293 — 71 (10)  0.996

18 26761-40-0  DIDP 20.0-24.0 307 — 149(10) 307 —71(10) 0.995

19 84-76-4 DNP 21.9 149 — 65(25) 149 —93(20)  0.996

149 — 121 (15)
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ERE & EiRE

TS5 0<9 MU wORIC0.01 mg/kg BKV 0.1 mg/kg DEEE
T3EEDRULTRINA I UL, XV v ROEINEREFEED/ (U
F—=yavERBLELR. R2ICRITLSIC. EINEOED
%< [F60~120% T. RSD [F 15 % AR ERDF U,

PAE BRLDFEER

7Y L—MIRBADECICHEFET DYETHD., BHITTTR
MECDET ., ZDfes, FIIBITIZECIITSAF v IBEClE
13, 100 % ASAROBD (FETHWED) ZEMAT DHE
NHEOFT, BEOHEFIONYNIST4—IL—RULDD
DTEEFINREEDFEA. RAIC, BIFEOHEZ GC/MS/MS T
HAET DHENDDFT, 30 mDB-5MS Ul (122-5532U1) FfclE

K2 MY PBROF1DUICZENS19 EED PAE DEINZFES KU RSD

30 m HP-5MS Ul (19091S-433Ul) h5 L. EE2EDODEEREET
& Ix (p/n 5183-4759). Agilent D)L bS5+ F— RATEENIEFE .
D IWT—=INRATU Y SURATEES A F (p/n 5190-2292) 75
EOHERIZER L CLEVWERRZERA LTI, /1 7ILeT
FLCTAAIEERL, EBHEDFEAZTOENCET, T
BlICRBDEREHS T ENTEFT,

HRY VIO R

HTDHHEDNSAF UL 10 ED b MY TV ZEZHIFULE UL,
B TIVHSRAEE ppb DEE T DIBP. DBP. &SKU DEHP
DEHENF Ufc, DIBP. DBP. &K U DEHP DEEEHF.
ZNZEN 0.12~0.27 mg/kg. 0.13~0.22 mg/kg. H KV 0.10~
0.76 mg/kg TUTc,

Mk (n=3) 29U (n=3)
8=t 0.01 mg/kg 0.1 mg/kg 0.01 mg/kg 0.1 mg/kg
EURE % RSD % ENRE % RSD % ENRE % RSD % EURE % RSD %

BBP 95.6 7.9 76.7 715 109.3 1.3 97.3 59
BMPP 98.3 85 89.7 5.4 104.4 45 96.3 6.3
DAP 92.2 41 68.2 125 103.4 6.4 97.7 3.7
DBEP 89.3 9.0 74.4 7.1 102.2 0.5 99.6 59
DBP 118.5 11.6 90.6 6.9 127.8 57 108.1 2.2
DCHP 91.0 124 81.3 6.7 110.2 0.7 98.4 6.5
DEEP 80.8 1.5 97.3 2.9 99.1 4.6 92.7 5.0
DEHP 105.0 10.3 63.9 3.8 63.3 57 91.9 6.3
DEP 62.3 8.3 92.0 13.6 106.6 6.3 91.3 8.2
DHXP 95.6 7.9 84.8 5.9 103.9 2.2 98.3 5.8
DIBP 128.3 10.5 89.5 8.2 126.5 133 112.9 6.0
DIDP 101.6 15.0 93.8 1.3 105.7 57 105.9 8.2
DINP 110.6 124 80.9 8.8 125.6 9.6 1173 6.5
DMEP 68.4 9.1 101.7 13.0 79.4 6.8 76.2 8.1
DMP 89.2 6.9 66.7 8.4 89.3 79 76.2 14.9
DNOP 95.7 125 84.7 35 111.1 2.9 99.5 7.6
DNP 92.8 13.3 89.5 0.8 102.0 3.1 97.3 7.0
DPP 106.8 12.7 85.4 7.1 1214 2.5 99.3 5.2
DPRP 94.9 6.8 72.3 12.2 101.2 6.1 96.7 35
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NHHBTENTRENE Uico DXV w RlE. FRICZEND
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