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AN AERETRENIEX", BT ETRIBEIE-REXIIRMTRILEB AR NES
KFVEBEET 22 FhE LA VBEREESS (OPEs) BRMAFIEY T2, 8K OPEs Kl flkit
&4 Agilent Bond Elut PPL RABREVEEEEEEMN2KG, BEEMRHERE
HITESE, 1€ 0.5-100 ng/L BYRESEEIN, KEB5 OPEs HIL&MIMN RiF, LMHEXR
HETF 099, /E/KH OPEs B34 MIBRAE 0.0003-0.79 ng/L Zj8l; 1&. F. &=
FRZKE R IIARE U E A TR E 2D BUIE 51.8%-123.0% 1 0.7%—13.6% ZI8; &K
JEFR OPEs 975 A MIBRAE 0.0001-0.02 pg/kg 28], MIAREIMERFIFEIIINERE D BITE
52.1%-118.1% M 1.5%-12.0% (8l 5RKEA, ZHERE. EF. A%, FJLUHER
I%8K 58 REMPREE OPEs NI ER,

2L

Ay

ol

ENBEEREE (Organophosphate esters, OPEs) 2 HBBREFANEWE AN —RLE
Y, RERE RFNBEMEFERYE, SEAEMF. BBEFAINELRGEIR. R M.
BFigE. BIMEIURREEMMRIZST, Ba0EME0 OPEs ZBMFEBT 20 7%, i
E3R, NREBFBTHENTELEMELS ZEIRS], OPEs FFEMFINEEZFEE
m, EXTESHEMALRRNEME RS ANINRE,

BRKRME, OPEs EERURM. WASHMERESME"Y, OPEs EQEREFETIFEK
& R, TENMEMERT, BIEEKMIERIETB NN &F I R LSRR PR
HA%Z, FEARE 2. BERAMAR. Eit, &F2IT—MMERTHNEKMERTE
® OPEs W2, £E. SMHAGE, LT OPEs SEFIFRRYSFUR .



OPEs Bt M A A2 F B EIESMEBIEE (GC). [E®IE-RIEE
(GC-MS). TRAE@IE-FUEE (LC-MS) %P, HhkiBamiL-Bit
MRAFBRIE A (LC-MS/MS) B ETF RBEMIEEMS, 155!
EATAMEFREKNEREFSFERAK. T2FELMN OPEs,
AR EMREREASRIEEE- BRI RIEEES, BT
—FhEIB S NEKFIEEJEH 22 Fh OPEs B9 DA%, Z A
B, R, ERTIROARNES, BB iHE s EIRER
OPEs IR HTER,

SRISER Sy

WA &

LEREE. FER. 2. Z2BRZENEIEA (EE Fisher 2
&) ; RWAKRAE Mill-Q RGeSk (BEZE 182 MQ) .
£ fh OPEs tEE M B AR A B3EE AccuStandard AF]
(100 pg/mL, UBREHZRFIEIENBT) , BEHITIEREY, il
LI —EEMMEESR, ARAEEWT, EFEEMNTCRGME
Fo RRAEKERERFEERARSRHLET 4 °C B9KFEF,
FRREMERTEEMES HMAREPER.

NBMigEH

K F Agilent 1290 Infinity /&AB&IEL/Ultivo = BRI &K BB A
(LC/MS/MS) &4t; Agilent Vac Elut 20 {UEMEZEEEE, HE
"% 3K-15 B (EE Sigma A8 . AN (BiZfA
). RIERSE (BE KA A8) . Milli-Q BAkEE (EE
Millipore A7) o

ERE BT IERZ A Agilent Bond Elut PPL RAEER &Y EFEZEEEY
#F (200 mg, 3 mL). Bond Elut Plexa (200 mg, 3 mL) # Bond Elut
C18 (500 g, 6 mL), Bond Elut fi#&%E (60 mL)o

EBIEFFRA T Agilent Zorbax Eclipse plus C18 (2.1 x 100 mm,
1.8 um). Agilent Poroshell EC-C18 (2.1 x 150 mm, 2.7 um) &l
Agilent Zorbax SB-Aqg (2.1 x 150 mm, 1.8 pm).

Hmai g

EHEEN 500 mL BvkiFEm, BETNRENEEESR, mEAHM
A 10 uL 1 yg/mL BERIRR K 50 mL BEE, B&i94, [l
o Bond Elut PPL (200 mg, 3 mL, ZB4S 12105005) #HTEfE
B8R 3 mL ZERZBs%E, FREMREFEEESE 3 min, BHEH
F, SABHA 3 mL BEER 3 mL KEASENNE, N EFEE
BC2si% % Bond Elut 60 mL f&&E (60 mL, ZBHS 131005) £

TEKEER, RERFOE 5-8 mL/min; EAF4ESREA 10 mL 10% A
E2koMt; FABEMEZEEEEE 3 min, B/)MEHET; ABER 6 mL
ZERZBEht, WESHARE, EaNEELT, BREEEE
1mL, # LC-MS/MS #1THu,

JETATREY 5.0 (+0.05) g BB, MEAIAN 10 pL 1 yg/mL
BREANR, RIEESIIS,; BIMA 10 mL ZFEHRENE 1 min,
FBAIEEY 10 min; 7£ 8000 r/min F&E4y 5 min, EXEF®RION
50mL EBOER; SAEIMAN 10 mL ZREEEFER—R, §HD
FEIREUE, 7E 40 °C FARMUKEEE 2 mL; M 8 mL 7K, RIEE
&194; i3 Bond Elut PPL #, EHIMERA 1-2 mL/min. HEEig
ESBKIE B M IR (AR,

BRDNEFMN

BIEE: Agilent ZORBAX SB-Aq, 2.1 x 150 mm, 1.8 ym,
Ep+S 859700-914

R 40 °C

HIEE: 2 uL

nonAg: A) 0.1% BERKA R B) FEZ

TRIR 0.3 mL/min

REERF: B8] (min) B (%)
0 50
10 62
12 70
22 75
27 100
32 100

fEiE17RY18] 5min

B ot H

BFE: ESl, EBTFIER

FIESRE: 250 °C

TSR 6 L/min

HYRE: 350 °C

MR 11 L/min

EERES: 30 psi

FEMEBE: 3000V

MR B E - oV

Z WS (MRM) RESH: MK 1



R 1. &7 OPEs REMIZEAIRN MRM KESE#

wam BEF FEF RiiEgEE | HREBE
- (m/2) (m/2) W) )
HKFA — EFE
TRED A T (HER—E) 6932 | 327.1/367.1 34/38 225
(BADP)
2,3-=3 HERES
X R R A 498.7 | 298.8/98.9 6/17 170
(BDP)
BiERFRZX — KBS (CDP) 341.1 152.1/90.9 42/42 175
2-Z, % i
EOR=RRHRE 3632 | 251.1/76.9 6/50 50
(EHDPP)
2,2-SNRBRE-= T RE-N
— n 580.9 | 358.9/235 18/34 155
[ (2- 2 ZE)BEERS] (PXC)
BER =T | Z B (TBEP) 399.2 | 299.2/199.1 9/12 110
IR = (-8 Z&)BE (TCEP) 285 98.8/62.9 26/30 100
KFA = FHHEFE
BAEA= TR 369.1 | 165.1/90.9 50/42 175
(TCP (0-, m-, p-))
#E=(1,3-"&-2- g
BR=(13-=R-2-BB®E | a0 | g00/088 14/34 145
(TDCP)
KES=(2- 5
WE=(2-2ROH)E 4354 | 113.1/98.8 5/17 100
(TEHP)
B = ZBS (TEP) 183.1 98.8/80.9 18/42 60
= (2-BREEEE)BER
.( FRERRHE 4532 | 369.1/327.1 22/34 155
(TiPPP)
BEER = FRES (TMP) 141 109/78.9 14/22 90
BEER="TES (TnBP)/
M : 267.2 | 211.1/98.8 2/14 55
R =% T B8 (TiBP)
BABR = IE /R (TPeP) 309.2 | 239.2/98.8 6/18 85
BER = B8 (TPP) 327.1 152.1/76.9 46/50 150
=XKES LB (TPPO) 279.1 201.1/76.8 26/50 160
BEER=AE8 (TPrP)/
L o 225.1 183.1/98.8 2/14 65
iR = 2R (TiPP)
TBEP-D27 426.2 317.2 10 125
TPrP-D21 246.1 101.9 22 65
TEHP-D51 486.7 101.9 36 65
TEP-D15 198.1 101.9 22 75
TMP-D9 150.1 115 18 110
TnBP-D27 294.2 101.9 18 85

FZR5ITE

g5 BiERHHMnL

BARAEBFRITHITRIERR USRI BAAUEYN [M+H]
B, AN EAEHREEMNMIESE, EHABFE
ERARES. RAEREFRERSMNASHEAET, 238
TFHEYHNEBMESHIA. RUEHNESHIE 1,

WMERESHEMHMHRE, HFHEE TPrP/TIPP. TnBP/TIBP
0-TCP/m-TCP/p-TCP =XJ[A7 FH{K, FIbiZEL Agilent Zorbax
Eclipse plus C18. Poroshell EC-C18. Zorbax SB-Aq =fhai%
AR K/ BREE. K/ ZERIREIERR, ERAADBERN
PBEMR, AR Zorbax SB-Aq BIEHA 0.1% BRERKAR/
HFEGRHATHE, ABEMKE, FIRREGEENE 1 M7
™, ZSARDBHEERATNT BEDE. N EKMEYER
LO7ER, YENUEYRHBERE, RAAHESRE T
5min, FERBERRAERHEET,

x10° TPrP
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ARz vs. REEETIE] (min)

1. OPEs tmERESTAR (10 pg/L) B9 MRM 1RER B IEE]

K RERUFURGRIMK

KTTEF S RBIETH OPEs (B BEMERIE D F TMP B3E
RIEBGRRILEY) TFHP, EBARKMERR K, EREIEKFH
BERTHYREENEE, HEBKPRREBREEYRIT
PRERFX, EILFEEXS OPEs #ITES.

RHRNBRREN T AT EREFIRE, HNREK, ALARHR
ZREARBERZTHTERNES, BEIML T FEREY
R AEEFEEEEE Bond Elut PPL #1 Plexa (200 mg, 3 mL) BAAZRER:
EAKRABHE Bond Elut C18 (500 mg, 6 mL) AYMEEE. 5 10 mL 7k
IIA—TEEHRERNY OPEs tRERT, BELBELMANIY X
FRREZ 285 (50:50, V/V) #1750, AERYE OPEs RIEIMERF
EESEWEEER/NME, ME 2 ArJLIEH, XA Bond Elut
PPL EAZHUEYIIRE T RIFHNEINE, BEMARTEMIL
FR SR AR E SR OPEs BIEIHLE,



ZERIDKWERBNUCEMAERNIERYE, SERRBONA
X SR R R _ERESAFIFERUATISRM 1 Bond Elut PPL 3%
OPEs BYREFERL. BT RAGERAERR 5 mL, MARR-ER B
(1) ECke-Z&8kk (1:1). ZE-BEE (1:1). 2. 5% &2
FEF 2B Z BE Pk & B ML AT, RAEE—F MAHERA
o BRAWERM 6 mL ZBZEE, BEBEAZE OPEs LEY
RISTIESMRIWERER, LERUE 3 Firo.

KEBBAKEN LATIENER. 2%7E 500 mL KEF S5

PO 250 50¢ 75. 100 mL Az PPL 4B, ZIMAIN 50 mL

EREZAY(EER > AR 1% OPEs MUY Bl EBEIRAEENME.

HRESENEN, SMEEYTE 500 mL W EHFERTAE

TRERENTR, HRMERRN OPEs MIEIERIRE, 8R40

4 FT7Re BRZREETE 500 mL KHINN 50 mL R &G L
(REEZEL 10%) o
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2. AR T EIBIEAZEEE

FREFRATI R RER
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1.5% W, 2. 28E; 3. ZB5-FEZ (1), 4 Ec-Z8F &k (1:1);
5. REE-ZBZEs (11); 6. ZBAZFs
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4. K EFERZER LSRRI

B mERR LR RIRK
XTEERNm, S5 EKFmRERERGZR. B S5 g KEMF
mm, ARIAT 20 mL ZBFRE—RXH 10 mL ZIREE R RIZE
AR, BREN, RAEEXENMANAGEALUREELHEN
EWRER, FEit, 2 EARLKERE 20mL ZBE2MR 10mL 2
EHITEE. MATERENRA LRERN 10 mL, INTiEK
ERERR, LB EFEAEITRK. FEE, BARaSWE
BEF, HAMAN 0.5, 1. 1.5 2 mL ZFF, RIGEEAMHEE;
SARAEADHIMA 9.5 9.0. 85, 8.0mLK, RIEREWIE
A PPLAE; XA 6 mL ZERZEEHITHRM, SRIE 5, &&
YRR 20% ZRR7KARIERN L1785,
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KRR S 75 ARV PR

FARMERBEHITES, £ 0.1-100 ng/L AURESEERERE
0.1. 0.5, 1. 5. 10. 50. 100ng/L tNRE (EhRIRREHN
10 ng/L)EREF OPEs FVLMEEE, LERIFNER 2, KEB5 OPEs
KRR, MRS E 0.99; M PXC. TDCP #1 BDP BBF
BN RBERR, SHETETRST 0.5n0/L. URES
IARRE (k¥ 5.0 ng/L, BIKJE 0.50 g/kg) THGBIEEIMNER
iRtk 3 R AGRE, BEE/KM OPEs AR NIREE
ng/L K3, ERAMEZE ng/kg K (MK 2) o

£ 2. OPEs BILL 14X 2 MR

fREEYE) | LT , e

an (min) (na/L) s % B
(ng/L) (ng/kg)

TMP 2.43 0.5-100 0.9972 0.79 0.010
TEP 4.31 0.5-100 0.9999 0.11 0.006
TCEP 4.73 0.5-100 0.9983 0.14 0.004
TiPP 9.11 0.5-100 0.9997 0.06 0.020
TPrP 10.27 0.5-100 0.9994 0.07 0.005
TPPO 11.03 0.5-100 0.9993 0.04 0.010
PXC 12.28 5.0-100 0.9996 0.04 0.008
TDCP 13.51 1.0-100 0.9990 0.50 0.010
BDP 14.91 5.0-100 0.9997 0.03 0.001
TPP 15.23 0.1-100 0.9969 0.37 0.001
TiBP 16.36 0.1-100 0.9997 0.04 0.006
TnBP 16.72 0.5-100 0.9999 0.04 0.006
CDP 16.92 0.5-100 0.9998 0.38 0.011
TBEP 18.74 0.5-100 0.9990 0.06 0.003
o-TCP 20.30 0.5-100 0.9982 0.35 0.004
m-TCP 21.07 0.5-100 0.9971 0.37 0.004
p-TCP 21.60 0.5-100 0.9988 0.16 0.020
EHDPP 23.59 0.1-50 0.9979 0.02 0.001
TPEP 24.02 0.5-100 0.9991 0.08 0.003
TiPPP 26.82 0.5-100 0.9961 0.0003 0.0001
BADP 27.44 0.5-100 0.9983 0.003 0.0001
TEHP 28.83 0.1-10 0.9987 0.083 0.003

FEERENEEE

D RNEFEA R K ARDERNEFRIEN B AN ERENBE
B, FRASKERTNMEUHRR, ZERAZFEXBKAEZH
HEYRONRE, ¥EEF 200 500 100 ng/L = MIDFRAKFE,

AN FETEENE=R, ERIITFE 3 . MFALE
H, && OPEs WEMBIEIUNZELERIIT 52.1%-118.1% i8],

W IEREL/NT 12.0%. ST BREMESR, EEN=I4R
KFERFNH 1. 40 10 pgrkg, EREFTIFER 3 Ho MFRILE
H, &fh OPEs WEMBIEINZELERIIT 52.1%-118.1% i8],

R IERELS/NT 12.0%. REAXRXFIRN A EZEE RIFpIE
HEMEEE,



R 3. BKFERHA =N INARAKTE 5 AL AR

7k BRI
OPEs 20ng/L | RSD(%) | 50ng/L | RSD(%) | 100ng/L | RSD(%) | 1ug/kg | RSD(%) | 4pg/kg | RSD (%) | 10ug/kg | RSD (%)
T™P 60.5 6.0 64.3 4.9 92.3 8.4 88.1 43 98.7 4.4 98.1 6.2
TEP 115.8 11.0 71.9 8.8 99.2 3.6 90.2 35 925 3.3 93.4 43
TCEP 85.0 9.8 102.6 12.0 90.0 8.0 65.3 7.9 85.3 49 86.1 6.5
TiPP 68.1 11.6 725 10.3 74.2 8.0 95.1 6.4 69.2 3.6 76.9 7.3
TPrP 100.5 0.8 96.0 4.8 102.2 0.3 93.3 10.1 104.8 0.7 102.4 8.5
TPPO 87.4 2.6 94.7 46 104.5 12.1 88.3 3.0 93.2 0.4 90.1 25
PXC 79.9 4.0 90.7 7.8 100.5 11.9 88.4 4.1 79.5 5.0 80.4 3.2
TDCP 60.0 12.0 97.2 6.9 95.0 8.8 86.5 1.2 87.6 8.3 85.7 3.3
BDP 78.1 6.1 103.3 9.8 87.4 7.3 87.6 35 96.4 1.1 90.4 48
TPP 74.8 0.9 79.2 6.2 86.0 12.0 85.7 3.0 89.6 5.4 88.5 6.8
TnBP 88.1 8.3 80.3 75 123.0 13.6 108.3 10.0 106.0 5.6 105.8 45
TiBP 82.7 19.3 72.5 10.3 78.8 19.8 89.2 37 95.4 1.8 101.4 3.1
cDP 73.0 0.7 64.3 3.9 81.0 5.8 75.7 35 80.5 2.8 77.4 36
TBED 79.9 1.9 88.1 4.0 100.7 0.3 84.8 35 100.7 3.9 90.7 2.8
o-TCP 65.2 8.4 7.4 7.1 72.6 6.0 90.2 4.2 100.9 45 92.5 35
m-TCP 61.1 7.6 82.9 55 67.9 3.2 88.2 9.5 97.5 5.2 95.8 5.6
p-TCP 62.6 7.9 61.5 3.2 68.8 4.6 82.0 38 98.9 4.0 96.4 38
EHDPP 51.8 8.3 79.9 46 60.4 3.0 76.2 6.4 99.6 5.3 95.1 5.1
TPeP 59.0 6.3 748 46 68.2 7.0 69.0 15 104.8 8.7 100.7 43
TiPPP 62.0 6.1 70.0 47 75.0 1.9 65.6 6.8 118.1 5.0 112.3 43
BADP 119.2 5.8 88.9 3.6 113.7 3.4 52.1 7.5 64.2 6.1 60.7 5.2
TEHP 112.1 4.0 95.3 4.2 109.6 2.0 104.0 35 89.9 5.6 92.5 43
LPRER I

R AN T BER SR AR T,

TPPO. TnBP # TiBP %,

ZERIEK 4o ARPBBIEFILIEN, FiEE OPEs

R 4. RXEEKMEEH G OPES SR EBNE (8KERPILESYIREL ng/L AR, FREKERPOESYIREL pg/kg IE2AI)

TS EE R TEP. TCEP.

BirEE 7K 1 IKE R 2 Ik E R 3 BB 1 IR 2 BRI 3
TEP 2.2 103.8 707.4 ND ND ND
TCEP 64.4 99.4 281.4 2.9 7.0 1.4
TPPO 8.9 10.2 151.0 0.2 0.3 0.2
TPP ND 2.8 5.2 ND ND ND
TDCP ND ND 8.8 0.2 0.1 0.3
TBED 12 44 60.4 0.1 0.03 0.3
BATP 15 ND 1.4 0.3 0.5 0.2
TEHP 0.7 ND ND 1.2 ND 3.6
TnBP ND 12.4 105.4 1.9 0.05 0.3
EHDPP ND 5.2 2.4 ND 0.05 ND
TiBP 12.0 ND ND ND 0.05 ND
7. ND = KigH

6
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ASCRARAR B IE- BB IURIT RIS A4S e B R B R ARNE
BKEEIRET 22 ME WENBRREE LRI, ZAEIBEX
BEEHEBRERTIL, REES, KIETET. HAIEKES,
£F OPEs th&WIRIEIWRE R 52.1%-118.1% i8], HXT
TREREL/NT 12.0%; FEREFZF OPEs (L EWHIEIURELS
RIIME 52.1%-118.1% 28], HEWIRERESNTF 12.0%, HiE
BALWEMBZEHRERT2EXK, ERATOITEKNE
JFCRRBYREE OPES,
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