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T ASCEABRERIEEEEF M - TH 1 R B FIE(LCMS-IT-TOR) Bk A E AN 7 43 S IREHH 13
MRE RS . FYHEADEHP#TTT ZRFUEMT, ERDTFRIUNRMX BARS F#HTT 27, EH
MetID Solution# 34T E h i — LB IT B S E, HEII3MHEREIHEHDEHP,

X §8iA; 4FF_FEREE DEHP LCMS-IT-TOF X%}

SR — HEL B (phthalate esters, PAEs) X FREAER
E, R—XFERARIZ. @KL, FERKNIEE
5, HEMBERNT.
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HApRAZ AR = (2-Z&)CE(DEHP) R HREE
M, PAEs#ET BN ATFIAE. RBRBEMEL. &
BT EEH. ZHEHARFIERERES MR, B,
MO EMEBPAESB AT EHSI L TTHNSE
Ko PAESHEWTON & A—MINRR/RE, HRFH
R REA NN ENZIEERA L TIENER,
SEEMETFHER L. SERENET, THBEM4EHE
REMEERE, UREMLHBIARENYERE, B
AEE. BRACHXPAESESIMSE, DUB/DPAESST A
HREFH#—FTREE, 85HRE, 2KDEHP. DBP.
DMPFI A EMEF U FEMRES], DNOPHFIHE—
KEMNEYR, REHEABAE, 2011F6H1H, H
ER4ARMECBATFIN ( RABFITEHEERMNNVIER
B Z B R SR B R (EE ) Y Fo

R b, ASCAALCMS-IT-TOFEL R & £ ik
B, XASSNPHRNSRELCEHE, EERNNE

MBS ERERNER, BY T BRESIRIEE
AN T B TR 8] B BB AR R 13 FPAES
EMNTTER. ZIDERRE. FE. ERUTEMS.

B RIS
L1IRF SR

R FBEE, HPLCZR; 4K, Milli-QiBAiK{LH)
#BE; Ek, "X

U8 FHAREBREREEE(UFLCXR)EE
FR AT A EEERRIE((LCMS-IT-TOF) B AR %, B
KRB B HLC-20ADX 2K E), DGU-20A3(TELBS
#l), SIL-20AC(Bzh#t#8%), CTO-20AC(HERSM),
CBM-20A(ZRZ:#48%), LCMS-IT-TOF(EFM KTt
B8] ERBERRIE{Y), LCMSsolution Ver. 3.6(€ 3 T E3).
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LCMS-IT-TOF-024

CDL;EE . 200°C

Time Module Action Value(%) FS. N 5 1.5 L/min
0.01 Pumps B.Conc 50 = .
4.00 Pumps B.Conc 80 FHS: N,, 10 L/min
10.00 Pumps B.Conc 90 SRR E: 1.70kV
1700 bumps B-Cone 2 ROl sk BRERLEE, MEEREREH
17.10 Pumps B.Conc 50
20.00 Controller Stop 1.3 #E R B4R
1.2.2 R &4 BBUAMS.0mL, JIAIESk2.0 mL, &%

BFARR: ESUR, EBF
REERE: XAANMZRFTEE; MSIm/z

5min, ZHINO0.5 g NaCl, 5000 r/minE:(»3 min, B E
EERImL, ARSRELT, AFBEEREImL, 3§

Mo (MR EERARRE R RHSB ABIEM R, R
oEAERMER, ERREEMREEE, W&,
PUBE e AR iR BUS B 5| \PAEs, M EER™ &
FiL)

200-600; MS2 m/z 100-600
BYMERE: 45kV
IFAAEERE : 200°C

B Z£ZR518
2.1 PAESKRFEDHTZER

(x10.000.000)
2217.0471 (1.00)
2305.0996 (0.50)
175 =333.1309 (1.00)
: 1341.0784 (1.00)
2335.1254 (1.00)
1389.1935 (1.00)
1.50 —=329.1723 (1.00),
1353.1723 (1.00

J413.2662 (0.5
1.25 -441.2975 (1.0

1 i \
100 < —
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1 I\
0.75 — P | rj[‘—wv
0.50 = U\: N A

1 | AN [\
025 = | A [\
0.00 : M

I e e e o L e o B e B I B e o o o e ML LA A e e e e o o o o e B i
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0

Bl 13FPAESEARAIRIE T e
BUEPAESHIR IS TR @ (EIC) Rk | I HEB T, T Fmz 357.2036%Im/z 41326624975 254 BBtk
R AT 1 HPAESHIE R TR A

(x10,000,000)
-217.0471 (1.00)
-305.0996 (0.50)
-333.1309 (1.00)
1.25 =341.0784 (1.00)
1335.1254 (1.00)
7389.1935 (1.00)
1329.1723 (1.00)
1,00 23531723 (1.00)

1413.2662 (0.50)
14412975 (1.00)

0752
0.50
025 - A
] I\
1 W —
0.00

T e B L o B e B o B e LA e B o o o B o LA B e o B o B A
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 100 11.0 120 13.0 140 150 160 170 180 19.0
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LCMS-IT-TOF-024

1.254

1.004

217.0471 (1.00)
305.0996 (0.50)
333.1309 (1.00)

1341.0784 (1.00)
1335.1254 (1.00)

389.1935 (1.00)
329.1723 (1.00)

353.1723 (1.00)

1413.2662 (0.50)
14412975 (1.00)
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0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0

B3 R REANRENE FREEE

(x10.000.000)
175 BTG

15311300 (100)
1.50 410321“1883

»291;)5::}{(18;
125_—353.1723(1.01

1413.2662 (0.50

44412975 (1.00,
1.00 ’J \AA 1 I [

: > 1
0.754

. A, J 11
0.504 ﬂ:g

] A A I

] N A Y A
0257 R [

han ¥, e LV el T YRy i o
0‘00-""|' TTT 'I'"I""I""I""I""I""I""I""I""I""I""I""I"']':WI‘T""I""I""I""

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0

B4 RIE BN 3FPAES BARAUIR BN T R
2 I3FPAES AR T ERIEMES
X o . R H 7

1D HFK Vit £ B I [A] (min) ERES g m/z SEJ m/z (BPM)
1 DMP Ci0H 004 1.465 [M+Na]" 217.0471 217.0471 0.00
2 DMEP C4H 306 1.599 [M+Na]" 305.0996 305.0984 -3.93
3 DEEP Ci6H20¢ 2.850 [M+Na]" 333.1309 333.1302 -2.10
4 Diphenyl phthalate CyoH 1404 4.753 [M+Na]" 341.0784 341.0772 -3.52
5 BBP Ci9Hy004 5.341 [M+Na]" 335.1254 335.1243 -3.28
6 DBEP Cy0H3006 5.428 [M+Na]" 389.1935 389.1936 0.26
7 DPP CisHy60,4 6.812 [M+Na]" 329.1723 329.1708 -4.56
8 DCHP CyoHy60,4 6.906 [M+Na]" 353.1723 353.1727 1.13
9 BMPP CyoH300,4 7.735 [M+Na]" 357.2036 357.2021 -4.20
10 DHXP CyoH300,4 8.553 [M+Na]" 357.2036 357.2024 -3.36
11 DEHP Cy4H330, 11.567 [M+Na]" 413.2662 413.2669 1.69
12 DNOP Cy4H330, 12.580 [M+Na]" 413.2662 413.2654 -1.94
13 DNP Cy6H404 15.830 [M+Na]+ 441.2975 441.2963 -2.72
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Eventtt: 1 MS[E+] Ret Time: 0104 -» 0135 0.446 > 01454 Scanff: 40> 52- 1693 172

Inten. (1 000 000) Basa Peak: 4132860/ 543,500

20 miz 35713 AbzInten 3326 Relinten.  0.18
4132668
15
104
341.2655
05
297 2244 L 3652708 %‘
i 1‘13.1259 163.0379 . ZQQMDBI '|‘ 4‘&1_57 Ll . | 4395@'5472.2295 =
100 150 200 250 300 350 400 450 miz

Eventt: 2MS/MSE+) Ret Time: 0104 > 0135 0446 > 0454 Scantt: 41> 53-170-> 173 Precursor: 4132662 Cutoff: 114

Inten.(x1,000,000) Base Peak 4142730/ 403,588

154 miz A Iten. Rel. Inten.
3011414 4142730
10+
03
171.0047 %‘
i . 153I E42|1 QEIDQE,ﬁﬂ L . 3512433 . . 4503&&_‘ [=!
100 150 200 250 300 350 400 430 miz
Eventt: 3MS3E+| Ret Time: 0104 -> 0135- 0446 > 0454 Scardt: 42> B4 - 171> 174 Precursor: 3011438 Cutaff: 83
Inten.(1,000) Biase Peak: 1800158/ £,526
1830158 'z Absz. Inten Rel. Inten.
S0
254
:
op 1 1 I 1 T a
100 130 200 230 300 3al 400 430 miz

K5 DEHPHI=ZR/FiER]

RIEDEHPH Z B FUEE, HENHTTRERNZFMENT

_l Na*

-CsHye

Ca4H3304
m/z 413.2669

El7 DEHPT]

2.2 SEEREE R TES

LCMS-IT-TOF-024

{8 FAFormulaPredictorX X DEHPZE R 177000 ,
FUNRHE AR EAMSn), BAEHN, NeMER
AN, ERREITEHAMAC. H. O, REHRETE
A5 ppm, BRTNZER AHCuH:04, BIREFRIE
EHURZEH1.69 ppm,

[ Formula Predictor - ES3-DEHP-1.1lcd
File Edit View Help

DSHE & M=

Event#: L MS(ES) Ret, Time : 0.104 -5 0,135 0,446 > 0.454 * Measuredmjz: | 4132663 Charge: Actve | Mn|  Max &
H 0 50 —
4132563 ¢ o m
1.50066 . - o
1.000e6 41,2655 442477 4+ Adduct Use |4
3 + H k=
5000e% 257 2004 L wm g | 154 T %
7 et ; T . ; by 1 L -
1000 1500 000 2500 M0 00 4000 4500 Errr Margi:
Measured region for 413,2669 m/z 5| pm v
00 4137568 DEE Range:
500 Electron Ions:
g 4152429
Ty
4130 4135 4140 4145 4150 1155 HC Ratio:
C24 Hati 04 [M+Na]+ : Predicted region for 413, 2662 mjz ] Limi: =
10007 3z Apply Htrogen Rule
Use Fragment Info (MSn)
5004 e Maximum Resukts
Advanced Settings...
T T T T T T
4130 4135 41410 4145 4150 4155 [ Caate

Rank | Scors | Formula (M) Ion Messmfz  Pred.mfz  Dif(mDa)  Dff(ppm)  lsoScore  DEE
0 [M+Na ]+ 3.2669 32662 0.7 1,69

El6 DEHPHIFTIUMLE

_I Na*
00 Na*
P /_/7 HO OH_I

0 -CgH
— e
Ci6H204 CgHeO,4
m/z 301.1414 m/z 189.1058

AR

M BHIRE BRI RFEFAFTEREATPAESE MG, #R1.3PFIRETTERBIKE S

PAEs, FIXBIHFPAES AR TR
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(x10,000,000)
PHIOAFHT00
33050996 (0.50)
1033331309 (1.00)
3410784 (1.00)
0.9335.1254 (1.00)
$89.1935 (1.00)
13291723 (1.00)
08335311723 (1.00)
1357.2036 (1.00)
0734132662 (0.50)
4412975 (1.00)
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ES REmEyRmERE T REEE
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¥
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bl
=

x10.000.000)
2217.0471 (1.00)
-305.0996 (0.50)
3.1309 (1.00)
-341.0784 (1.00)
-335.1254 (1.00)
389.1935 (1.00)

7.2036 (1.00)
413.2662 (0.50)
-441.2975 (1.00)

0.75 =

025 =
] I\

:uw-‘/‘* S e o Y —— v

0.00

0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0

B9 FEmEEFERERE TR e IR

(x10.000,000)
|25 ~217.0471 (1.00)
25 7305.0996 (0.50)
7333.1309 (1.00)
341.0784 (1.00)
B35.1254 (1.00)
389.1935 (1.00)
—329.1723 (1.00)
353.1723 (1.00)
B57.2036 (1.00)
413.2662 (0.50)
-441.2975 (1.00)
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LCMS-IT-TOF-024
(x10.000,000)
-217.0471 (1.00)
1305.0996 (0.50)
1.507333.1309 (1.00)
341.0784 (1.00)
1335.1254 (1.00)
-389.1935 (1.00)
1.257329.1723 (1.00)
7353.1723 (1.00)
1413.2662 (0.50)
1.00-441.2975 (1.00)
075 A
] A
] A A
050~ A
. A A
] N N [
R
.WMWWWWU ettt e g AP -
0.0U- M—-«-—-—/“MW"& ~—
|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0
Bl ERESRFHEENEREFREIEE
JBITMetID Solution R4 FHHIEXILLITAE, HAFIZ SSURIEAN BA, BUREREIRAE, #THE
Do MIFEEIRESIRFRNEI4MHERRIREFPAEHELR, JIRANT:
=3 WEREHENEIFIPAEST 3R
ID 2R E NP JE b IS B Ok JE b R AR SRS
1 DMP N.D. N.D. N.D. N.D
2 DMEP N.D. N.D. N.D. o
3 DEEP N.D. N.D. N.D. o
4 Diphenyl phthalate N.D. N.D. N.D. o
5 BBP N.D. N.D. N.D. R
6 DBEP N.D. N.D. N.D. o
7 DPP N.D. N.D. N.D. N.D.
8 DCHP N.D. N.D. N.D. o
9 BMPP N.D. N.D. N.D. N.D.
10 DHXP N.D. N.D. N.D. ot
11 DEHP i N.D. o H o
12 DNOP N.D. N.D. N.D. N.D.
13 DNP N.D. N.D. o o




ey

SHIMADZU

LCMS-IT-TOF-024

X SEFRAE R B S RRSR R TE SR HDEHPHL T 2RI T (WE 12), FFASFRTUNE A T 2 FXH0N(E
13), FUNEEBiREFRRELRZEH1.21 ppm,

[ venttt: 1MS[E+) Ret. T 115025 11518 Scanli: 2761 > 2765 r—
v (E) Ret Time e /6 Foraula Predictor — FAAE. led
Inten.(:x10,000,000) Base Peak: 4132667/20,239 658 File Edit View Help
miz 12500 Abs.Inten. T Rel.Infen.  0.00] —
20 H133867 DeH & BEEOE wwE ¢
Everk#: | MS(EH) Ret, Time : 11,5025 11,518 Scand 12761 - Measwedmfz: | 413.2667 | Charge: R M M A
159 1132887 H o wE
20007 < ¢ Ng
u a 0 ¥
150067
a8 1.000e74 414.2676 +- | Adduct Use |14
] + Na "
5.000e6 91,2046 + H g
T T T T - T T T 4+ RHa v =
2000 500 3000 300 4000 4500 5000 5500 P
08 Mezsured regian for 413,267 /2 [ 5[
4132567 DBE Rangs:
3912845 597 3976 5! 10004
" 2614153011450 o0 SEERN 464 3753 500 434@\ §| Dewed| 20| 1omo]
T T T Y T T T T
100 150 200 250 300 350 400 430 500 550 miz a0 Fming
MS/MS[E+) Ret Tme: 11.502-> 11518 Scanfi: 2762 > 2766 Precursor: 4136253 Cutolf: 114 414 %676
s
iz L) e L 4130 135 4140 115 4150 4155 HE Retio
miz 11900 Abs. Inten. 0 Rellen. 0.00 d
6.0+ 3011475 24 H38 04 [M+Na]+ : Predicted region for 413.2662 m/z [Aimit ,
0 10004 413.2862 [ Apply itrogen Rule
Use Fragment Infa (MISn)
40d 5004 P Masimum Resuits
Advanced Settings...
5 30 35 40 1115 4150 155 [ o |
20 gz Rank | Score | Farmula (M) Ion Meas, mfz Pred. mjz  Diff (mDa)  Diff (ppm) Is0 Seore DEE
32662 121
a3 416.2760
104
&
2607263 3873717
1] T L “\ T T T ? T T T T é
100 150 200 250 300 3850 400 450 500 550 iz — =

B2 ERAERFIES P DEHPH — R FUkE B3 FERAMERFIEE P DEHPA D T HUNEE

H it

i 5 3B IR R AH B L (UFLCXR) R B F B W17 i8] SR BX BT U (LCMS-IT-TOF) BX A F 55 & 7 MetID
SolutionfFEE M, B T EMFHEIREIP I3FBE - RRENDFTTIE. BEBI4MTEREH, 3HEHE
DEHP, BAZERIIRI, ZI7ETE. RE, TEREMEMREMTPLCMS-IT-TOFN LR FUETIEME—R A
HERBEERENR R, KAKRS T HELSERIVERE.

() BiEEIRM AR L ZHHL

LTiEHHEEMEST0OS L EH# LilEiE: 021-22013542 http://www.shimadzu.com.cn
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