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HE: FRASEBSIRBEIE - ZENRTRISHKBRSAEY T NESY R A &P B BERES L RRF S
EMNDFHZE. ERAETSUHR QUEChERS JE#TRIALEE, FIAERHEBAATILEHERSE, HEB CI8E
EERHTOE, BESRNENERXSERCEYMHETNE ., LERERE: 16 B HBEERESZEEYATITE 1.0 ug/L ~
100.0 pg/L (ELh TEHP7£ 0.2 pg/L ~ 20.0 pg/L) SREESE BN 41t B 17, BRSO M £ 4 1448 3¢ REY7E 0.998 LU L,
£ 2 ug/kg(TEHP BORIIRE /9 0.4 pg/kg) IIFRRET , SR FEIIMIREIRERLE R7E 73.3% ~ 110.2% 28,
BEEEMTRERRY, YARRTENBRIEEEBRTSENNVERMEEE,

XHEE . CENRFERE Y AHm BVBERES BN

BAREFR:

< BUABY QUEChERs BTRbE, I B EMRAT MBI T BTN ;

< —fhfttF, TJENSITAM KA AT 16 HENBERES L RAF ;

S MAERE, BRBAATMSEHFERFHNERISE.

BNBEELAT (OPFRs) fEAEZERABELATIAY
BERmEREI 2N, B OPFRs 4 FBIELLH
REN . MERPREBTE . OPFRs BEE¥ELRIE,
AERNERIRETEEEIVERSMAZ LT
BNANAMEREMHS, FEZTREIELR.
REFAARREBENZED ., OPFRs EAREHX
M. EMEEE, WKEEMEEIMEIgERES
Lz, BN AGREEHESE. U=, £MEH.
AW THME, SARBREFE—ENRAERIE.

BHBl, OPFRs EZEMHENRPEREFEEED
. mX. AtlmFRAPHIERE, FLEI—
MERRP OPFRs S ENMNSEZZRELEN.

W LRES

1.1 1% 38
LCMS-8045 ZEMNRITHREHKAR A, EFREN:
REBAE . CBM-20A
B W& & : LC-30ADx2
B B f : CTO-20AC

& T {£Fiuf : LabSolutions Ver.5.113

Bm$ OPFRs IRM B EZEERSERIE - S
BXFRIE A (GC-MS/MS) FiRiE &1L - |EARIL A
(LC-MS/MS)., EHth GC-MS/MS & iritE«k, B
ED T — 4 R RK A OPFRs BY R 8UE MEM E
A0 LC-MS/MS,

ANETFREBESRRIEEIE - ZSNRITE
IEKARA, HNEMARSE 2024 FERR
XA FMPORIGIESR, BT 16 EN
BERBE X AT R ENSRIEEIEBERIE 2T A
o ZAETTE 19 min 5EAL 16 FP B B ERES 2L FE A
FIFNE, GERE. REES, TARRIENH
ERFR 2L FRAFIBY M 5 A IR RS

Bal# R : SIL-30AC
® W &, : LCMS-8045
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1.2 &G
UEESL
£ R # : Shim-pack Scepter C18 (50 mmx»2.1 mm I.D., 3 ym,
52 (L8) XKREMBRASE, P/N: 227-31021-03)
B i # : Shim-pack Scepter C18 (100 mmx2.1 mm I.D., 1.9 ym,
5% (L) LRHMBRAT, P/N: 227-31012-05)
woosh B AE-01%BEK, BME-ZBE

i E : 0.40 mL/min
B K R 2uL
* m o 40°C

BT RN BERER, BEMGREN10%, HEEFILE
®1 BERRES

Time Module Command Value
0.50 R B.Conc 10
9.00 £ B.Conc 70
10.00 R B.Conc 98
14.00 R B.Conc 98
15.00 £t B.Conc 10
19.00 S Stop
FRigE&HE
BFMHEX - ESI+ ¥ OE E @ 300C
B O 8B K : 40kv DL & E : 526C
EASRE : &53.0L/min M#FRIEE © 400°C
MmHuSARE . =S 10L/min ¥ B B @ : 30ms
TRSM&E &5 10 L/min A\ #&E X SRNEN(MRM)
W' s |5 230 kPa MRM & # : 52

1.3 HFmBItIE LA
1.3.1 HmigE

BtEm: ERTREX 1.0 g (FBFHZE 0.001 g) BREHSINHERZE 50 mL B/O0%, AN 50 pL 200 ug/L MENIZE
AIMEE AR, XA 2 mL KBS, §2E 10 min, JIA 0.5% BERZEAR 10 mL, ERES 2 min, BERE
10 mine AOA 4 g TT7KFRERTH, FERESS 2 min, 6000 r/min B4 10 min, BX 6 mL _EiE®RF 2.

REFR: ERTREN1.0 g (FBHHZE 0.001 g) BEHIOERZE 50 mL BOE, HIA 50 pL 200 pg/L HEIE
AIMEE AR, XA 2 mL KBS, §2E 10 min, JIA 0.5% BERZEA®R 10 mL, ERES 2 min, BERRE
10 min. AOA 1 g PLA-S #3K. 4 g /KRB, TeiREZ 2 min, -20°C)2& 30 min /5, BXHFESR, 6000 r/min B
10 mine BX 6 mL EiF®RFEMK.
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1.3.2 FmEk
IREY 6 mL E3ERETF 15 mL #EE D (600 mgMgSO,. 200 mgPSA. 150 mg C18), hEi@iES . 6000 r/min
B0 10min, IREXEER 4 mL &RETF (30°CKiE), B 04mL BFEEEE, BEHYE, L LCMSMS 21,

1.4 RIEHMLEIH &

BEUER 1 pg/mL BIBRRBE X EAFIR S RERR (E g TEHP AMEIRER 0.2 ug/mL) F 5 mL BEHR, 1N
A 50 pL MRE 200 po/L iBERINAR, APEERZEZIE, BEHRIIKRES 59 1.00 ug/L. 2.00 pg/L. 5.00 pg/
L. 10.0 ug/L. 20.0 pg/L. 50.0 pg/L. 100 pg/L (Edh TEHP BREX 0.20 ug/L « 0.40 pg/L. 1.00 pg/L. 2.00 ug/L.
4.00 ug/L+ 10.0 pg/L. 20.0 pg/L) KIREIRELIERR, EPRITRERN 10.0 ug/L.

72 BNBERES KBTI R BRI ZEAIRE MRM RES

HEMETR REEEYE (min)  BIAEF =HEF QT PreBais(V) CE(V) Q3 Pre Bais(V)

1 TMP-D9 2.361 150.10 115.00* -11 -20 -22
79.10* -10 -22 -17

2 TMP 2.401 141.10 109,00 10 Iy o
3 TEP-D15 5.457 198.20 102.00* -10 -18 -21
99.00* -13 -20 -21

4 TEP 5.548 183.10 2110 13 30 8
5 TCEP-D12 7.114 299.10 102.10* -11 -24 -12
99.00* -19 -24 -21

6 TCEP 7.142 285.00 210 o 3 o
: 99.10* -16 -17 -21

7 TiPP 7.749 225.10 .00 e . o
8 TnPP-D21 8.121 24630 102.10 -17 -20 -21
99.00* -16 -17 -21

9 TnPP 8.230 225.10 .00 e 0 o
99.00* -12 -23 -19

10 TCPP 8.769 327.10 o110 > 5 o
297.00* -22 -26 -22

11 V6 9.023 582.80 40,90 S s o
12 TDCPP-D15 10.024 446.00 102.00* -17 -27 -22
99.00* -21 -28 -21

13 TDCPP 10.063 430.90 508,90 30 e e
14 TnBP-D27 10.234 294.40 102.10* -20 -20 -22
99.00* -18 -17 -20

15 TnBP 10.251 267.20 12500 o . -
16 TiBP 10.341 267.20 #9.00 10 N !

155.00 -10 -9 -17
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17

18

19

20

21

22

23

TPHP-D15

TPHP

TDBPP

TBOEP

TMPP

EHDPP

TEHP

10.347

10.409

10.411

10.652

11.154

11.351

13.790

342.20

327.00

698.30

339.10

369.10

363.20

435.20

82.10*
99.00*
155.00
99.00%
298.90
199.10*
299.20
91.10*
166.10
77.10%
251.10
91.10*
113.30

-13
-17
-12
-26
-26
-15
-15
-25
-25
-25
-26
-16
-16

LCMSMS-974

-17
-29
-24
-20
-23
-15
-16
-11
-18
-16
-18
-22
-14

I RIAEEREETH

HER5E

2.1 tREF MY MRM &1EE

BEMARBEERG, EREERETLIRRETIMERERR, 16 MBNBREEEBRFADE 19 min A
TR, IFEeIEELE 1 R,

1:150.10>115.00(+)

2.89%e4

100.00 -
% n
-y = L
|
o ——"—
0.00 J- LI —T T —T ' —T T —T T T T
2 4 6 8 10 12 14
RERTE (min)
&1 16 THBEEREE X FRIAN TICE (ORE: 20 pg/L)
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2.2 RIER %

BIRE DB/ 1.00 pg/L. 2.00 ug/L. 5.00 ug/L. 10.0 pg/L. 20.0 ug/L. 50.0 yg/L. 100 pg/L (E TEHP Y
SREEA 0.20 ug/L. 0.40 pg/L. 1.00 pg/L. 2.00 pg/L. 4.00 pg/L. 10.0 pg/L. 20.0 ug/L) RESREHGNFHEES
EEMFBEESINVELERR, 12PN NEFEHTNE, FRRIREEE (SR 2024 [RERRZEXKIFLF
i, BoUEMRAIMIEEZ). UBIRMIRES WNARIMNKRENENELYR, BNIEERS 3N AR
IEERELEANP LR, SEIREHLNE 2 i (BoUEMXBERSRERIIMVERE), FRSRERLEME
XARY, &EHRE. BXABPERRERILE 3.

Area Ratio

Area Ratio
15 TEP 50 ] TiPP
145 y = 0.1473120x - 0.04021452 y = 0.1997536x - 0.01716192
{R? =0.9995049 R =0.9997524 R2 = 0.9991825 R = 0.9995912
13 4] . . 184
Curye Fit: Default (Linear) Curve Fit: Default (Linear)
12-E Weighting: Default (1/C) 16 | Weighting: Default (1/C)
11 {Zero: Default (Not Forced) Zero: Default (Not Forced)
10 14
o 12
8
7 10
5 8]
5
PE 6
33 4]
24
13 4
0; e N e o e N
0 10 20 30 40 50 60 70 80 20 100 0 T y y y y y ) y y 0
) 0 10 20 30 40 50 60 70 80 20 100
ConcRatio ConcRatio
TEP TiPP
Area Ratio Area Ratio
0350 V6 60 TDCPP
1y = 0.003423736x - 0.001578589 y = 0.5616270x - 0.06713476
0325R2 = 0.9987381 R = 0.9993688 55R2 = 0.9962457 R = 0.9981211
0300 Curve Fit: Default (Linear) 50% Curve Fit: Default (Linear)
0275 | Weighting: Default (1/C) 1 Weighting: Default (1/C)
w50 ] Zero: Default (Not Forced) 45 Zero: Default (Not Forced)
40_:
0.225 E
0200 359
0175 30
0,150—; 25 o
0125 ]
] 20
0100 1
0075 ] %3
0050 4 104
0025 ] 53
00003 ; ; ; ; ; ; ; ; ; — ]
0 10 20 30 40 50 60 70 80 90 100 0 PN N
ConcRatio 0 10 20 30 40 50 60 70 80 90 . 10: .
onc.Ratio

V6 TDCPP
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Area
TDBPP fres e
804 ﬁff&%ﬁéiié; 72‘1:52_2969841 65 7‘596'5 y = 379656.0x - 4253.108 (4
- ) 7‘0e6—; R? = 0.9989401 R = 0.9994699
70ed &j;éehf;;é?lejff:t|£L;?jg)r) 6596'; Curye Flit: Default (Linear)
Zero: Default (Not Forced) 6.0e6 § Weighting: Default (1/C)
6.0e4 -| 55e6-§ Zero: Default (Not Forced)
“o 4; 5.0e6—§
oo 45€6 3
404 ] 4‘°e6';
35€6 -
3004 ] 30e6 -
256
20e4 ] 2066
156
10e4 1066
] 5.ce5-§
00e0 -F~——"F"++-"+-+-7r-++——r"—"—"——"r""rr T 00— ——
0 10 20 30 40 50 60 70 80 90 100 0 > 4 6 8 10 1 A 16 18 20
Conc. (ppm) Conc. (ppm)
TDBPP TEHP
2 BRO BN BABRES S8 PRIRFIRUE R £
x3 EHZER
No. HEMETR RO 2 HXRHR HERE (%)
1 TMP Y=0.0203X-0.0032 0.9997 91.7~113.3
2 TEP Y=0.1473X-0.0402 0.9997 89.5~108.9
3 TCEP Y=0.2511X-0.0560 0.9994 89.9~114.3
4 TiPP Y=0.1998X-0.0172 0.9996 88.5~107.8
5 Tnpp Y=0.1655X-0.0087 0.9997 91.0~103.3
6 TCPP Y=0.0255X-0.0044 0.9995 86.6~109.2
7 V6* Y=2003.63X-1020.70 0.9992 85.0~110.1
8 TDCPP Y=0.5616X-0.0671 0.9981 89.4~109.7
9 TnBP Y=0.1343X-0.0133 0.9991 93.7~109.7
10 TiBP Y=0.1544X-0.0349 0.9996 88.1~108.6
11 TPHP Y=0.1754X-0.0791 0.9983 81.6~116.4
12 TDBPP* Y=810.233X+79.1533 0.9984 81.6~118.5
13 TBOEP* Y=63993.0X-18187.9 0.9996 88.0~108.6
14 TMPP* Y=29921.2X+467.365 0.9995 85.3~110.4
15 EHDPP* Y=5298.97X-404.115 0.9996 89.9~104.6
16 TEHP* Y=384036X-5119.95 0.9995 89.8~105.9

d r RERABIMREEE
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23RS EER
RIREREE (S/N) 93105 16 FENBEREELEMRFINQHRINEER, EERLRK 4 Fix.

x4 KRHRSEERESR

HEMEBIR KER (ng/kg) EER (ug/kg) . HEMBIR KR (ug/kg) E=FR (ug/kg)
1 TMP 0.02 0.05 9 TnBP 0.004 0.015
2 TEP 0.13 0.44 10 TiBP 0.003 0.013
3 TCEP 0.23 0.76 11 TPHP 0.10 0.33
4 TiPP 0.002 0.007 12 TDBPP 0.29 0.98
5 Tnpp 0.003 0.009 13 TBOEP 0.004 0.015
6 TCPP 0.03 0.09 14 TMPP 0.007 0.022
7 Vé 0.17 0.56 15 EHDPP 0.05 0.17
8 TDCPP 0.26 0.86 16 TEHP 0.002 0.008
24 EEMLN

Xf 2 pg/L #0020 pg/L (TEHP B9RE N 0.4 ug/L 4 pg/L) ARERE A HLEEER B 25 FRIA KB & R ETE
BRELZNE 6 IR, BRMNBNUBEE, RENEBDNEBRNEERERMEKS in. ERER: 16 AN
RRBE X FRIATI R B B EAEERENIREREARS T 0.18% 1 9.10%, ERUFBEEERY.

x5 REBENEMEDREEMER (n=6)
2 ug/L 20 pg/L THXRER HETRZE (%)

KEHAIR
R.T.RSD/%  AeraRSD/%  R.T.RSD/%  AeraRSD/%
1 TMP 0.12 3.29 0.18 1.21
2 TEP 0.02 2.60 0.08 0.39
3 TCEP 0.05 9.10 0.08 6.14
4 TiPP 0.03 4.61 0.06 0.70
5 Tnpp 0.02 2.56 0.06 1.25
6 TCPP 0.01 3.96 0.05 2.50
7 V6 0.09 8.28 0.04 491
8 TDCPP 0.02 4.83 0.04 6.66
9 ThBP 0.02 4.56 0.04 2.96
10 TiBP 0.01 2.76 0.04 3.93
11 TPHP 0.02 5.53 0.03 6.49

12 TDBPP 0.04 8.33 0.04 5.92
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13 TBOEP 0.02 1.70 0.03 1.74
14 TMPP 0.01 5.54 0.03 2.86
15 EHDPP 0.02 4.02 0.03 3.82
16 TEHP 0.01 1.64 0.03 1.76
2.5 INFREISE LI

BEARERFm, MAEERNBREEEBMRTIESINEREEER, BHERPRIREN 2 ug/kg (TEHP
RORIREN 0.4 pg/kg), FATH3 40, IR 1.3 HmplbIBS AT IEE EN ST, WAE 16 M BENBEERESE
PRMATIROARINEIIRER, BUEMRTFIMREIIRERTE 73.3% ~ 110.2% Z{8), 3 IRANRFATAIRAME I iR E R
EERTE 0.56%~9.06% 28, (HFE6),

F6 16 PENBIERES KBTI INIRE IR ERES

BYHR ESE
WEaMER  HINEE T RSD% HRUEE T8O
(pg/kg) WE (%) (n=3) (pg/kg) WZE (%)

1 TMP 0 102.0 6.91 0 100.1 6.55
2 TEP 2.43 84.8 2.40 11.2 108.4 1.07
3 TCEP 0 110.2 3.50 3.98 89.3 6.54
4 TiPP 0 100.4 2.50 0 733 2.08
5 Tnpp 0 98.1 0.71 0 101.3 1.09
6 TCPP 20.6 89.5 5.74 12.8 109.3 5.90
7 V6 0 103.1 4.39 0 104.7 8.66
8 TDCPP 0 98.2 0.56 0 97.0 5.67
9 TnBP 0.40 107.5 7.19 6.53 74.4 7.85
10 TiBP 0.36 106.5 6.68 8.07 93.1 2.46
11 TPHP 4.40 88.7 2.63 2.76 108.3 4.59
12 TDBPP 0 81.9 7.29 0 76.3 9.06
13 TBOEP 0 101.9 4.72 0.32 103.2 6.58
14 TMPP 0 106.8 2.22 0 107.1 3.88
15 EHDPP 0 93.4 2.86 3.58 105.3 5.76

16 TEHP 0.07 114.2 3.05 0.17 75.4 4.99
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B &iC
AXERBEESTOREEIEMN LC-30A I=FWRITEIEMN LCMS-8045 HBEFH%Z}EL_LT/AJE?:*%&W%U
m® 16 %Ellﬁmﬁ?ﬂxﬁ‘é’él?ﬁﬁ*uﬁimEﬂﬁﬁj\ffﬁfi/i, KARFLERETERBRAT NS FmP BRI D

HERSES. BREEN. £RER, BTN, INBTAMRAG ST 16 TENBKRELBRIE EI'\JEI
BRNDH.

BENALS

52eVERE (PE) FRAE -2H 0

Shimadzu (China) Co., LTD. - Analytical Applications Center

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





