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B it AR IR R IR R A B e AR R T

L V.G NIy

BROK  F R A R AR BB -2 b o e Y e e, MR, REAR,
TR SR WIS PER KRR S EOT R . A58 T R IG5 MR A A A — R A 4
F, MRS, Bk, BEE R RS, 0 nT LOASDRIE S R . BRI, SR R Rk
A OB, A A0 R — R IR R O il A7 AE TR/ KAk RIEFREE T, JFBEANAAFIEY)
Cil

BUOK TR A — P BT SN 3 1 T PR B e . WP, 42K — R TG 2 s A A1) P 3 1
R, THRMNEER R IRGE W, MBS, KM RS 80E Fb . R s IR, IS5
AE s L E W TG LKA 230, SE G LR .

. FREN R BUR

1 WK RREER T 2005 45 12 A 27 H R A 2005/84/EC #54>, BRHIAEDLE K ) LEE B = 5 v (5
MR PAEH] 6 S8R — FIRIE, 124847 2007 4F 1 H 16 HIERER, Jrfy W s ot BT 2007 45 7 H
16 H AT %48 2 F A N A E A1, JE25f R B 2008 4F 1 16 HFFURSEAT 8 HI0AT 501 o BRZR A
o S LE AR B DEHP. BBP Al DBP & AHEIL 0.1%. 0 T AT LB BN P i e A S L 4 B
74 i 71 DINP. DIDP Fl DNOP AL 0.1%.

2. KH: EKE YR EE) BIEREEEE HR.4040 WEZHE, rAe A B0LEY AT,

DEHP. DBP & BBP & &N/ T 0.1%. AN AP LE RN LE S BT 5 o DINP. DIDP 2 DNOP
R 0.1%.

30 HA: HA S ARG 22 A britE ST2002 FL5E , 6 4 LU JLEE PVC M4 lFBe R rh 4% 1148 H] DEHP,
6 & E LU JLER, T LW E LA TG PVC BrR 4% 1E{# ] DEHP #1 DINP.

4. P BT IR RIRRR B HTRIUE IS TS R AN, XN T =S A E T e R L E )L,
AbAE—TIAR R — F R IR & A I 0.05%.

5. PIAREE: JLEEHCEALE H M DEHP. BBP Fl DBP ¥ & A7 0.1%. Al H i ) LEE BT A .

JLEE ] & DINP. DIDP Fil DNOP) & AN 0.1%.
6. B BTy ZMEIEM B )L B +h DEHP. BBP & DBP & A 0.1%, 3 % LI JLEMHT
HLIGFEDLE T 6 TARAR — HIRES & A 0.1%.

7. WEEE: GEHRE, Tk DEHP. DBP. DMP #1145 55 DY 2K B¢ P4k % ) U il . DnOP JUJ 3



B o — KA A BT, BRI AR T & .

8. "E: thE PR 2011 4F 6 1 H AT DA 2011 45 16 5, HIEr & ol REIEVEAS I
AT SR G i FH T B AR IR0 44 B (B 7S k), 4 SRR AR DR — TR 63k 17 B, WTREVR i £
st it A A FUAL BT s 0 ) AT LA 70 A0 At R ot A8 n 70 B A5, A 7 VA MK GB/T 21911-2008
CEr i A8 R E ) .

9. 1[H: GB 3838-2002 (HuFIKIAEE BT FRAE) A rh A E R K F K PR 1 10 H b A7 G AR R
RS iiAS DBP Al DEHP, FREA{E 2514 0.003 mg/L A1 0.008 mg/L; GB 5749-2006 (/3G /K

BAFRAEY AIEH K R R MR AR+ DEHP FRE{E 4 0.008 mg/L.

=. BEHR

1. B PE

BUOK RS, MRREKERIE, 45 PAE, 482K WL SRR, g e RS, —
AR ISR IR Y 4~ 15 MRITETG B JErb 800K — TR = in i de o 2 1 i

A PR N AR IR IR P 16 Bl LR (-2 LT JE) 5 (DEHA) « ABZE —H R — T g
(DBP) » &% — VIR FHOREE T W (BBP)  AB2K — W1 — (2- £k U 4E) 5 (DEHP) . 4R7K — FIR — £ g (DEP)
ABK — FR NS (DPrP) 482K — FIR — L1 (DIBP) \ B2k — FR — [ & (DPP) \ 418K — FI TR — %[5 (DNOP)
AR2K R 5 TR (DINP) o AB2K - F R — 59 %85 (DIDP) « B2 — F R — FI g (DMP) « AR — IR — CU B
(DHP) . 44— FIPR —FA CUl (DCHP) « 4R — HTR — 531§ (DIOP) A& — F R — 1155 (DNNP)

2. o

ULAEAR, RhF SRR BER )2 F 7 8 S0 A A0 — R 2 T N2 4 Wb il AR B g, i e
JUAE T PR 7RO 1D T RE SN IX SN LA A S 0 0% o AR ARSI 23 MRS rhilfi 2 />
A2 T A — EL LK IEAE 2 . A E T4 H AR AT R AR, ey B A E Ak — AL B
REHAT I LT AR, AR R — IR M\ e LE B T 22, LRI, 7tk
TEUUR, RS BoR, AMEE G L T TDI . TDI 2 4E K RV I d R 7, 7EDCTE A,
MRS Y BUAT N

BANZK R — SRR IS4 — FRERE D HMB ) CRRAGTRD BTl Z R, A S A — R

T LBEAE A EL 200 JT0E,  Ho 90% BT T PVC HISEAL. SiAh, VR AR R G2 A R B AN TR AR
]

KOHRNR. TN, MBS . AR AR R T LA A AR, AR R Bl I b A
N

MEAERCE .
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WA SR AE T 1 55 SR AT R
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I RE ALYV S
PORLE Bt P AR IR ER ) & BRI E

1. LR
1.1 EHEE

AT VETE S TOREE £ it T AR R IR I 2 il
1.2 FER#E

B HE B (I ORE I, BOE RS I LA, H GCMS HEAT 0 Al
1.3 FEMEEL

e ff b OIS 75 10 &) BB ORHRE iy Sml T B0l b, BN 2ml IECke, & BT, IR
Hrar L2 2min, ELONLELLYE . BUE R T HERE M, GCMS 734
14 AUBEMERE

%% Bidt GCMS-QP2010 Ultra

B

WETR A

BLAL

Jie#e 25 RAX

FIRAL
15 rifrstt

ik Rtx-5S8il MS, 30m x 0.25mm x0.25um

BEFEI 2 ANt R

BEFEFE]: 1min

BERE VR 280°C

BEFEARRL: 1L

< He

A, T o R

HEEALF: 60°C(1min) 20°C/min_220°C(1min)_5°C/min_280°C(4min)

B 230°C

PNREE: 280°C

F4J750: Scan



SRR

— FTR PR HE S I

7 (x1,000,000)

4 — o
5.0 N N o “

i 0 = = = - =

©" ™ — =
25 5
h=t
0.0
‘7!5‘ o ‘1c‘).0‘ o ‘12‘.5‘ o ‘15'.0‘ o ‘17‘.5‘ o ‘26.0‘ o ‘22‘.5‘

Bl 1: 17 PP — IR B bR S % (2 mg/L) TIC &

R KA FRS PR TR ARRAE 25

NO. Wi R Rlp s | 2ERT
(min) (m/z) (m/z)
1 AR R g 7.676 163 77, 133
2 AR R g 8.548 149 177, 176
3 AR HR TR 10.281 149 57, 150
4 AR IR T i 11.034 149 150, 205
5 AR R (2- 4 L) 2.1 11.338 59 149, 104
6 IS P R (4 R -2 I ) i 11.995 149 85, 167
7 BB R . (2- L) LT 12.392 149 73, 72
8 A R R 12.815 149 150, 237
9 AR R LR 14.978 149 150, 251
10 AR R T RS 15.116 149 91, 206
11 AR IR —(2- T AL 2 16.551 149 57, 193
12 AR HR R O 17.229 149 167, 249
13 A HIR (-2 Ol 17.398 149 167, 279
14 A TR R 17.561 225 77, 226
15 AR R 1F YAl 19.958 149 150, 279
16 A R R T 21.075 293 149,127
17 AR HI R — T 22.532 149 150, 293




2.2 HRERNE R kL

Beb]—RILIEN 0.50 24 5. 104 20mg/L (RAEA — HIRERAE A bR, DURBEURAEPR, &8
B IR AR, 2ot E e, ARvfE th Ze M2k PEA R En ks P
LA 0.01mg/L rkEEd AL, 3 A% AR e P v 53025 2 00 I S IR H PR A 1 3R s

Area(x1,000,000)

30]

" 25 Conc.

CIESSU S
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5.0

2.5

" 25 Conc,

CESSULL Sy

Area(x100,000)

5.0

2.5

" 25 Conc,
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30]
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2.0
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0.0
0.0
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25

5 S e
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0.0
0.0
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" 25 Conc,

Area(x1,000,000)
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Area(x1,000,000
sl )

Area(x1,000,000)

3.0
2.07

1.0

0.

00

WA HIR (2- L3k Eli

Area(x1,000,000)

] 5.0-

3.0 ]

2.0 i

] 2.5

1.0 ]
— 0.  ——— 0. L  ———
Conc. 00 25 Conc. 05?) 25 Conc.
AR — R — 2K g A 2K — IR — 1F i

Area(x100,000) Area(x1,000,000)
1 4.0
5.04 ]
4 30]
2.5 2.0
1.0
0. — — 0. —TTT
0.0 25 Conc. 0.0 2.5 Conc.

eSS S

22 17 B R TR R AR i 2 A ¢ R HO A A H PR

FPs WA 2T R R o H R (pg/ke)
1 AR T HR W 0.9981 0.59
2 PR R — LBE 0.9985 1.43
3 AR R — 5T i 0.9987 0.33
4 AR IR T B 0.9990 0.12
5 AR R (- H L) 41 0.9983 3.20
6 AR 2K R (4 F R -2- R i 0.9986 1.00
7 AROK " HIR —(2- L5 3E) LT 0.9981 3.33
8 LB R — )R 0.9995 0.80
9 WA TR — Ol 0.9988 0.58
10 PR IR T AL WAL 0.9986 2.24
11 AR HR —(2- T 3) 41 0.9981 5.63
12 AR HIR I B 0.9986 1.14
13 AR R —(2-43) CUlg 0.9987 0.62
14 QWA TR KR 0.9987 1.84
15 AR R — I 0.9976 1.16
16 AR IR e T IR 0.9994 2.36
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17 BROK HIR — T-Iig 0.9974 1.42

2.3 [EERAEI MR
B Sml YORMEE il I AR — R IEVR AR, INFRIKSE 200pg/kg, 408 FIR T kb Arrab 2, Il
WM, g urE.

3 AR T HRER I RICR J 45 R

. " PR (%) V¥ | RSD
Es el 1 2 3 4 5 (%) (%)
1 AR R — 82.17 | 81.23 | 7587 | 79.07 | 73.01 | 78.27 4.87
2 AR —HIR — LI 68.39 | 67.50 | 64.69 | 64.56 | 61.07 | 6524 4.41
3 ORI — 5 T I 77.09 | 79.53 | 77.90 | 80.18 | 81.02 | 79.14 2.05
4 AR HIR =T I 87.68 | 93.68 | 73.85 | 76.90 | 79.30 | 82.28 9.95
5 AR T HR Q-FEILLEE | 71.76 | 6923 | 69.34 | 71.94 | 69.51 | 70.35 1.95
6 AR T HIE (4-FHE-2- ) s | 91.20 | 95.62 | 96.21 | 90.89 | 95.87 | 93.96 2.84
7 BEIE R —(2- L) LB 93.84 | 88.68 | 95.60 | 79.65 | 76.58 | 86.87 9.74
8 AR — PR — KR 9241 | 9543 | 94.61 | 88.98 | 91.10 | 92.50 2.83
9 AROR R Ul 109.46 | 116.28 | 112.56 | 108.15 | 111.20 | 111.53 2.82
10 AR HIR T IR AL 107.67 | 108.33 | 108.49 | 106.28 | 107.08 | 107.57 0.85
11 Ao T IR (- T AR Z g 89.35 | 96.99 | 103.83 | 96.25 | 88.60 | 95.00 6.58
12 AR IR I Ol 106.96 | 117.80 | 114.29 | 99.29 | 106.10 | 108.89 6.69
13 AR R —(2-4.55) g 90.96 | 89.77 | 96.62 | 84.31 | 89.56 | 90.24 4.86
14 AR — PR — KR 98.09 | 99.96 | 99.52 | 95.72 | 97.12 | 98.08 1.77
15 AR — R — 1E 1R 114.70 | 106.55 | 100.75 | 108.80 | 100.75 | 106.31 5.53
16 AR —HR % TR 110.78 | 107.27 | 110.93 | 97.65 | 105.45 | 106.42 5.10
17 AR —HR TN 90.27 | 101.16 | 98.28 | 85.50 | 93.09 | 93.66 6.67
2.4 FEAPEK

2 1.3 Prid iR A BEYCRIE i, 0BT S R LR 4.
R 4 SEBRFEARIIE S5 R

o) A ATR _ _ ﬁ%ﬁﬂ‘ﬁ%ﬁ (mg/kg)4+ _
EURYE | 1IBEIREL | gEgR-1 S ) Wik

1 R R — S N.D N.D N.D N.D N.D

2 AR —HR L WE N.D N.D N.D N.D N.D

3 AR IR s T B N.D N.D N.D N.D N.D
4 AR R — T IR 0.086 N.D N.D N.D N.D

5 ARIR HR —(2-FEIL) 41K N.D N.D N.D N.D N.D

6 AR F R (4- T - 2- T i i N.D N.D N.D N.D N.D

7 Ao T IR —(2- LA LG N.D N.D N.D N.D N.D

8 SRR IR R N.D N.D N.D N.D N.D

11



9 AR R — Ol N.D N.D N.D N.D N.D
10 AR R T W AR N.D N.D N.D N.D N.D
11 Ao T IR (- T AR g N.D N.D N.D N.D N.D
12 AR R I Ol N.D N.D N.D N.D N.D
13 RB7E T HIR —(2-235) O 0.059 2.70 N.D N.D 0.097
14 AROR R Rl N.D N.D N.D N.D N.D
15 BROR R 1l N.D N.D N.D N.D N.D
16 AR —HR % TS N.D N.D N.D N.D N.D
17 oK —HR TN N.D N.D N.D N.D N.D
3 4k

ASCENE T YRR 17 FRARIR RN 0 W 7535, 1207 1AL I R R 2 s B AR it e e P oG AR 0, [
HREHLIE A, AENEHERG R DORE R R Q828 - FF IR IR 19 15 R HEA T E

12



7E2k GPC-GCMS yEJ e &y As B dh s 17 Fh 4T 2K — F IR IS

1 sEB RSy

11 ERVEE: GBS (R — O i o i I VR I 5 e IR £t ey 17 0202 F R IR 25 1
VAR IR

L2 TEIRER: FHI A kR 3 SR ORE il vh AR — FRINE, Sleie 8 R AR BTG, MAZIE Cheri A
[ CIEHEHG,  SEBGRINAN PSA F1 C18 #4+4k,, 1250 Ji7 B39 T GPC-GCMS ZEAT Rl o

L. 3 FE AT HE

0.50 # |
R
Jc7KNaSO,

v
PRI

R

Y
AR
AU

v

LR
<z

v
IE

e

A 4

ImLBE

PSA
C18

<«

A 4

SR

1. 4 3Hr At
XA B GCP-GOMS {E R HE B IE (il — AR (il e A
GPC %A%
{634 Shodex CLNpak EV-200 (2.1mm X 150mm)
WEAH: IR (3/7, VIV)
ik : 0.1mL/min
FEiL: 40°C



HEFEE: 10uL
GCMS %A1
A MEPEA S SmX0.53mm
ikE: Rtx-5MS, 5mX0.25mmX0.25 1 m

SHTFE: Rtx-5 MS, 25mX0.25mmX0.25 1 m

PTV ZEAEREK

HEFE IR EREF: 120°C (5min) -100°C/min-250°C  (30.6min)

FEEFER: 82°C(5min)-20°C/min-220°C (1min) -5°C/min-300°C (8min)

WA AN

JEJ1F27: 120kPa (Omin) -100kPa/min-180kPa (4.4min) -49.8 kPa/min-120kPa (30.7min)
ANGFBERE: Tmin;

PO 280°Cs B FURIEAE: 230°C

KT SIM

SE TR AR

AR IR 17 P A P i i s 8 R E i 1 Fs.

(x4,000,000)
{Tic

50]

o~
5.0

4.0 N

15

3.(%: ]

1
17

201

AL Ll

0.0+ ‘

3

1 17 MR — R MR 4 2 1 i ]
1 A2 W —HlR (DMP) , 2 482K HIi2 — ZB8 (DEP) , 3 A2 W 5 ]l (DIBP) , 4 42 W T i (DBP),
5 AR THIR T (2-W4UIE) 4lE (DMEP) , 6 FK “HIR — (4-HHE-2-%H6) BiE (BMPP) , 7 4B —HIR " (2-4%
56 4P (DEEP) , 8 48K “HIR " JXME (DPP) , 9 4BZK —HIR "l (DHXP) , 10 4B WL T I RILNE (BBP) ,
11 AP R — (2-T%45) L (DBEP) , 12 452K IR “IACliE (DCHP) , 13 48K “HIR — (2-£43%) i (DEHP) ,
14 AB2K —HIER 2Kl (DPhP) , 15 ABZK —HIR _IE¢E (DNOP) , 16 4B _HR 5% Tl (DINP) , 17 AR _HR
— Tl (DNP)

14



2.2 pRUE L
Bt 5 AN SPRUEV TR, WRIE 4B 0.05, 0.1, 0.5, 1.0 F12.0pg/mL (DINP #4351 K. 0.1,
0.5, 1.0, 2.0 M5, 0pg/mL) , #3ENARvEAIZE QIR 2 Fros, PRUE i RE. AHOC RECRIERIE & 7k 1 Bt

7N o

Area Area
] 10000000
7500000 ]
] 7500000
5000000 5000000
2500000 2500000
e -+
0.0 1.0 Conc. 0.0 1.0 Conc.
DMP DEP
Area Area
1 15000000
10000000 ]
i 10000000+

50000004

50000004

¢ e — o —
0.0 1.0 Conc 0.0 1.0 Conc
DIBP DBP
Area Area
] 7500000
1000000+ ]
] 5000000
500000 1
1 2500000
00 10  Conc. oo 10  Conc
DMEP BMPP



Area

2000000
1500000
10000003

500000

0.0 10 Conc

Area

15000000

10000000

5000000

0.0 1.0 Conc
DHXP
Area
30000004
2000000
10000004

0.0 1.0 Conc
DBEP
Area

10000000

7500000

5000000

2500000

Area

15000000}

10000000}

5000000

00 10 Conc.

Area

7500000

5000000

2500000{

0.0 1.0 Conc
BBP
Area
150000004
100000004
] ®
5000000]

Area

15000000+

100000004

5000000




Area Area
10000000} 1000000+
5000000 500000+
L] L] L] L] ' L] L] L] L] ' O I L] L] L] L] I L] L] L] L] I
0.0 1.0 Conc 0.0 2.5 Conc.
DNOP DINP
Area
10000000
7500000
5000000
2500000
00 10  Conc
DNP
Bl 20 17 FPARAK — FH R IR b 74 il 2%
R 1y FriE A O R BARHIE &1
5 2R PSS FRIE B T
1 DMP 0. 9996 163, 133, 164
2 DEP 0. 9995 149, 177, 176
3 DIBP 0.9993 149. 150, 223
4 DBP 0. 9981 149. 150, 223
5 DMEP 0.9997 149, 104, 207
6 BMPP 0. 9990 149, 167. 251
7 DEEP 0. 9999 149, 104, 176
8 DPP 0. 9995 149, 150, 237
9 DHXP 0. 9996 149. 150, 251
10 BBP 0. 9995 149, 91. 206
11 DBEP 0.9993 149. 101, 193
12 DCHP 0. 9967 149. 167. 150
13 DEHP 0.9957 149. 167. 279
14 DPhP 0. 9960 225. 226, 104
15 DNOP 0.9972 149. 150, 279
16 DINP 0. 9999 293. 127. 149
17 DNP 0.9974 149. 150. 293




2.3 [AlW A E I
ST 0.1 R 2. Opg/mL ¥R FEAKERIIAREISORES, BEAKREE KT PATALEEL 6 i, 5 5208
FILERFEISCR . B 2 fios.
* 2 e mE L

ks 0. 1pg/mL iz 2. opg/mL
7S 2T RSD% RSD%
[ 2% (1] %%
(n=6) (n=6)
1 DMP 8. 37 92.21 2.92 94. 61
2 DEP 6.93 99. 44 5.52 101. 23
3 DIBP 6. 89 76.73 6. 58 79. 89
4 DBP 8.12 82.43 4. 83 85. 67
5 DMEP 6. 19 107. 29 5. 57 105. 46
6 BMPP 7.31 78. 51 4.31 83.99
7 DEEP 6. 98 95.78 3.73 96. 88
8 DPP 7.76 85. 01 2. 16 87. 16
9 DHXP 6.51 77. 28 4.29 80. 41
10 BBP 6.11 83. 76 2.71 88. 57
11 DBEP 4. 89 70. 53 3. 64 77.82
12 DCHP 7.52 64. 31 2.32 67.90
13 DEHP 11.19 73.71 11.60 86. 73
14 DPhP 5.98 75. 64 2.31 80. 71
15 DNOP 6.73 63. 14 3.91 65. 42
16 DINP 4.32 92.10 2.47 96. 84
17 DNP 8. 87 65. 27 4. 60 73.57
2.4 i

XF 0.01pg/mL FRUEAH DS, it GCMSsolution FAFVFEACE AT MR (3 f5 8T, 4% FIRFE S
HU AR BRI R TS Bt P AR R R R PR A D B 45 A & 3 P
3 TR PR

5 2R RS R (ug/1) KR (ue/ke)
1 | DMP 0.15 1. 48
2 | DEP 0. 06 0. 64
3 | DIBP 0.02 0.23
4 | DBP 3.72 37.21
5 | DMEP 1. 05 10. 50
6 | BMPP 1.43 14. 28
7 | DEEP 3. 56 35. 55
8 | DPP 1.72 17. 16
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9 | DHXP 0.12 1.18
10 | BBP 0.33 3.30
11 | DBEP 2.99 29.93
12 | DCHP 0.31 3.10
13 | DEHP 0.07 0.68
14 | DPhP 0.19 1.85
15 | DNOP 0.13 1.33
16 | DINP 21.6 216. 00
17 | DNP 0.15 1.54
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LC/MS/MS =3 2 YO P T 11 P 4R 2 — F AR i

1 SERERS
1.1 G H R
AT FH ORI R AR R — IR IR ) 5 Rl o2

1.2 HRRE
FEM G E O AR, ABUREWRT G RS2 2%, R LC/MS/MS #EAT 43 Bl 5E

1.3, MR &

1.3.1.. {¢7%: B LCMS-8030 — T PU LT i it (X

1.3.2 ZIRAX

1.3.3. fif¥  (HPLC 40

1.3.4. —4K (ISO3696)

1.3.5. IECkE (RERZO

1.3.6. FrifEdi: ABOR —HIR _HEE (DMP) 4K —HR - ZFs (DEP) . 482K W T FE(DBP).
R IR 2-H4EE) LE (DMEP) | 42K R KNG (DPP)  SBA W T AW IERE (BBP) |
R THIR ™ (2-T %) 4fis (DBEP) 48K —HIR —IClE (DCHP) . &R —HR— (2-43) &

it (DEHP) . A8ZK W/ IF¢lE (DNOP) . A8ZE W T (DNP) .

1.4 HEH&
AR E 5.0 mL FE5L T 10 mL B8Esdr, oA 2.0 mL IECkE, % 351, B THE%% FEY 2 min,
e, HCEEE® 1 mL, 40CAMRE T, 50%F KB E S 1 mL, H 0.22 um PTFE JEB 8 2IRE 5

HH, | LC/MS/MS 437
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15 SHraett

¥ C18 Shim-pack XR-ODS III 75 mmL. X 2.0 mml.D., 1.6 pm
B A-/K; B-HIE
7 0 min (50%B), 3-6 min (70%B), 8-11 min (100%B), 11.1 min(50%B), 13 min Stop
Wik 0.2 mL/min
HEFE 5uL
FE: 60°C
BT ESI
KRR I, MRM
DL i) 250°C
Heat Block /5% | 400°C
oA L 3 L/min
TR 15 L/min
MRM 24§
Q3 Pre
R BB | EEET | EMEET | QI PreBias(V) CE(V)
Bias(V)
DMEP 305.10 259.40 247.00 -16.0 -30.0 -28.0
DMP 195.05 163.10 77.10 -10.0 -10.0 -19.0
DEP 223.10 149.05 177.10 -30.0 -20.0 -17.0
DBP 279.15 149.15 205.15 -30.0 -15.0 -17.0
DBEP 389.20 289.10 141.75 -21.0 -25.0 -23.0
BBP 313.15 91.15 149.05 -30.0 -20.0 -20.0
DCHP 331.20 149.05 167.10 -30.0 -25.0 -18.0
DPP 307.20 275.20 273.20 -16.0 -10.0 -21.0
DEHP 391.30 149.05 113.25 -30.0 -20.0 -18.0
DNOP 391.30 149.05 261.20 -30.0 -15.0 -18.0
DNP 441.30 441.30 - -14.0 -35.0 -24.0
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2 S aE R
2.1. i (0.1 mg/L FRAER)

DMEP

12501305.10>247.00(+)

DMP

20000073:1795.05>163.10(+)

150000~

100000~

DEP (0.5 mg/L FrEd)

13:223.10>149.05(+)
1250000
1000000
7500001 | el A 1
1 “ - / \‘ ~/\' PN J \ /‘,_\/\/\/\/\/“v’“‘\,g’“v’\"\\ ) /*/\/\/N /
500000~ e v / E
250000
_ i ‘ ‘ : ‘ 7 [ T T T
1.0 2.0 3.0 4.0 min
.DBP



7:279.15>149.15(+)

2500001

0

6.0 7.0 8.0 9.0 min

. DBEP

18:389.20>289.10(+)

7500

6.0 7.0 8.0 9.0 min

BBP

9:313.15>91.15(+)

300000~

200000

100000~

ol A
6.0 7.0 8.0 9.0 min

DCHP
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500000110:331.20>149.05(+)

400000% |
|
zoooooé f‘
100000% H\

O; __2 ,L
6.0 7.0 8.0 9.0 min

DPP

-
a1
o
o
o
?

12:307.205275.20(+)

-
N
a1
o
o

9\\\\?\\\\9\\\\?\\\\@\\\\

10000

7500

5000

2500

(@]

o
o
o
(5
[
o
=
U
N
[
N
U
3
=]

DEHP

6000

14:391.30>149.05(+)

5000

4000

3000

2000

Q\\\\Q\\\\?\\\\?\\\\?\\\\9

1000

o

DNOP
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14:391.30>149.05(+)

DNP

116:441.30>441.30(+)
125001

10000
7500
5000

2500

2.2 bR
WY 0.01, 0.02, 0.05, 0.1, 0.2, 0.5mg/L.
. DMEP

Area

175004

150001y (32.5547)X + (744.007)

12500_5 R=0.9992

10000

75004

O

100 200 300

DMP

25

400 Conc.



Area(x1,000,000)

9.0
80]
0
6.0]
5.0
o
3.04
2.0

1.0

Y= (14215.4)X + (497234)
R=0.9995

0 100 200 300 400 500  Conc.
DEP (HHFRZG T T/ E, Wi i)

DBP

Area(x10,000,000)

0]
6]
sl
0]
0]

2.0

Y=(76017.8)X + (3.2628¢+007)
R= 0.9994

DBEP

Y P P v 0 VS L
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50000 v'=(111.276)X+ (1435.75)
] R=0.9995

(SI o I18)0I o I260I o I3(50I o I460I o IOoln(;

BBP

Area(x10,000,000)
1.75+

1504 Y=(26260.6)X + (1.85266e+006)
R=10.9991

1.25-:
1.00-:
0.75—:

0.50-]

0.254

0 100 200 300 400 500 Conc.

DCHP
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25 ,?\rea(Xl0,000,000)

2.25]
200] Y= (38183.4)X + (871509)

1 R=09991
1.759

150
125
1.00
0.75
0.50
0.257

0.004———

DPP

0 100 200 300 400

500  Conc.

Area(x1,000,000)
1.5

143

Y=(2843.65)X + (672406)
133 R=0.9992

1.2
1.1
1.0
00’

0.8

0.6

054 s

T e i

DEHP

200 ' 250 conc.

28



Area(x10,000,000)

45
Y=(62567.4)X + (2.16952¢+006)

“*1 R=0.9996

355
3.0
257
20
15]

1.03

05]

0.0

o 280 500

DNOP

Area(x10,000,000)

" Conc.

2.25—:
Y= (40290.8)X + (3.54843e+006

2004 R=0.9996
1.75—5

1.50]
1.25]
1.005

0.754

0.50
0.25

0.004

DNP
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Area
175000+

Y=(339.462)X+(-896.125)
R=0.9990

150000

125000

100000

75000

50000

25000

OI o Iléol o |26OI o |360I o |460I o
2.3 UBRBEE
K FEEN B IRE B, W E R AR ERE S, T 6 UGIRE, IR 06 T AR (5 B IS TR R IR . &5 W

3

oy 50 ppb (n=6) 100 ppb (n=6) 500 ppb (n=6)
Area(RSD%) | R.T(RSD%) | Area(RSD%) | R.T(RSD%) | Area(RSD%) | R.T (RSD%)
DEMP 4.50 0.21 3.39 0.16 2.90 0.19
DMP 1.63 0.15 1.14 0.19 1.68 0.36
DEP - - - - - -
DBP 0.73 0.05 1.35 0.07 1.77 0.04
DBEP 3.11 0.15 3.25 0.28 1.76 0.08
BBP 0.63 0.15 1.16 0.07 1.27 0.06
DCHP 0.56 0.05 1.30 0.09 2.00 0.10
DPP 1.05 0.06 1.62 0.14 1.96 0.15
DEHP 1.82 0.20 2.09 0.22 1.24 0.23
DNOP 1.93 0.19 3.81 0.09 1.17 0.31
DNP 2.70 0.04 3.54 0.05 1.82 0.03

2.4, BTN ik A
FERLEETOINAR SRS I 10 mg/L (FIFRUHEVAIR S uL BIRES o, RGN  H2 ORI 40 I HEA T4 1

2.4.1. VKELFFE S IO €63 ]

o UKL A5 545 DEHP 0.174 mg/L.
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[391.30>149.05(+)

EHP

‘ [ [ ‘ [ [ ‘ [
8.25 8.50 8.75 9.00 9.25 9.50 9.75

2.4.2 YREALFEINAR 0.05 mo/L £ i ) i K
K HOInbR 45 DEHP 0.223 mg/L, FIFREETH 1) 0.174 mg/L, IAsIEICE N 98%.

20000/391-30>149.05(+)

EHP

300001
20000

100001

FETINAE: s () 3 B 5 R N FHBRIE T R IO AR, 8 b i v B RE &, BB Jm 2B

i WA OB 1 Yok 2 okt 3
DEHP (mg/L) 0.072 0.785 0.103 0.081
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LCMS-IT-TOF #LiE i AR 487 — FF IR fig

1. SEEER Sy
L1ERER
A7 TR PAEs 52 MEG AT 204
12, FER#E
S IE CBes i, I EERW TG, H PR E%, RH LCMS-IT-TOF ZEAT 73 Hrill & .
1.3, XS\ &
1.3.1 {¢8%: S LCMS-IT-TOF &5 1B K AT I 1] 8 B A%
1.3.2.. il (HPLC 20
1.3.3. —4K (ISO3696)
134, ECkE  (RERKZO
1.4. FERIREL
HERREBGAFE 5.0 mL, IIAIECKE 2.0 mL, &% 5 min J5EFE, oI 0.5 g NaCl, 5000 r/min 20> 3 min,
HWCRJZEW 1 mL, HESRRRERT, HPEEA S 1mL, b LCMS-IT-TOF 7.

1.5 ikt

e Shim-pack XR-ODS I1 2.0 mm I.D.x 75 mm L., 2.2 um

A A H-K; B M-

ViAW AT BEEEVEME: 0.0-4.0 min, 50-80% B; 4.0-10.0 min, 80-90%B; 10.0-17.0
min, 90%B; 17.0-17.1 min, 90-50%B; 20.0 min {5 11+

TR 0.4 mL/min

BEFE 4 uL

FEUR 40°C

B TR ESI

RAER EET

RAETE H MS', m/z 200-600; MS", m/z 50-600;

BT % L s 4.5kV

TP B2 200°C

CDL i )& 200°C
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ZWA %< 1.5 L/min
TR A< 10 L/min

=

Forn s B 1.70 kV
BUE T4 H AL R, MRV HE T 5L

2 SEIREER

2.1 PAEs FRFEHT 45 R

(x10,000,000)
217.0471 (1.00)
1305.0996 (0.50)
333.1309 (1.00)
341.0784 (1.00)
335.1254 (1.00

1.757

389.1935 <w 00)
1.504329.1723 (1.0 \
3531723 (1.00) " ‘,
{ \ f
1413.2662 (0.5D)| Il
12591412975 (1.3&)% ‘L ‘ | “
|
Al A Ll I
1.004 \

{:
———

. 2
| .
0.504 - A . Y
N N [
o I e N s A R o> g oy I A
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

K 1. 13 it PAEs JRARFRISRICE T (01 1%
DL PAEs FIHEHUE At (BIC) Wk 11 FOE & . T m/z 357.2036 Al m/z 413.2662 YA74E 2 Fp
[l SRR, WL Pn & 13 A PAEs M4 E 1A fE B

(x10,000,000)
217.0471 (1.00

)

305.0996 (0.50)
333.1309 (1.00)
1.25341.0784 (1.00)
335.1254 (1.00)
389.1935/(1.00)
329.1723 (1.00)
353.1723 (1.00)

413.2662 (0.50)
4412975 (1.00)

0.75+
0.50+
0.25+ ;\
P )
0.00
e e e e Ly s B e e B B B B e s L
0.0 1.0 20 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

B 2. 2 R O T i 1R

(x10,000,000)
217.0471 (1.00
1.25305.0996 (0.50

)
)
8410784 (1.00)
835.1254 (1.00)
389.1935 (1.00)
1.004329.1723 (1.00)
853.1723 (1.00)
413.2662 (0.50)
44412975 (1.00)

i

0.00

e e e e Ly s B e e B B B B e s L
0.0 1.0 20 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 3. ORRIE T3 R SRR U 13 4]
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(2.0,000,000)
1.75-217.0471(1.00)
305.0996/ (0.50)
333.1309 (1.00)
1341.0784 (1.00)
1.5034 254(1.00})
389.1935 (1.00)
13291723 (1.00) l‘
1‘25_353.1723(1.021 h |
11132662 (0.5 M ﬂ
412575 (.0p) H I L
o . [ l\_ \\‘ H ‘FV‘}
n | L
0.75] R \“ } ‘i
o Al T
A A )
N [\ i}
0.25§ B A &
T i G S T TR T
0.00
00 10 20 80 40 50 6o 70 80 90 100 110 120 130 140 150 160 170 180 160
K 4. PORIETOIN 13 Fi' PAEs YEARIHRIGE 1 (il &
# 1. 13 Tt PAEs YR AR ¥ 45 SR V40 (5 5
PB4 B[R] . - o i 7
ID ey S 7T ) BEME it mz SE m/z
(min) (ppm)
1 DMP CioH1004 1.465 [MJrNa:rr 217.0471 217.0417 0.00
2 DMEP C14H;50¢ 1.599 [MJrNa:rr 305.0996 305.0984 -3.93
3 DEEP C16H2,0¢ 2.850 [MJrNa:rr 333.1309 333.1302 -2.10
4 AR R R CyoH1404 4.753 [MJrNa:rr 341.0784 341.0772 -3.52
5 BBP C19H0O4 5.341 [MJrNa:rr 335.1254 335.1243 -3.28
6 DBEP CyoH300¢ 5.428 [MJrNa:rr 389.1935 389.1936 0.26
7 DPP CigHp6O4 6.812 [MJrNa:rr 329.1723 329.1708 -4.56
8 DCHP CyoHp604 6.906 [MJrNa:rr 353.1723 353.1727 1.13
9 BMPP CyoH3004 7.735 [MJrNa:rr 357.2036 357.2021 -4.20
10 DHXP CyoH3004 8.553 [MJrNa:rr 357.2036 357.2024 -3.36
11 DEHP Cy4H3504 11.567 [MJrNa:rr 413.2662 413.2669 1.69
12 DNOP Cy4H3504 12.580 [MJrNa:rr 413.2662 413.2654 -1.94
13 DNP CysHypO4 15.830 [M+Na]+ 441.2975 441.2963 -2.72

AR 22 0 VR A o A S PT LA S R 5 i A . DEHP (¥ MS S0 PRI CHL I 5D
AT EE R (K 6) MR (I 7) ke
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Eventt: 1 MS[E+) Ret Time: 0104 > 0135 - 0.446 -> 0.454 Scan#: 40> 52-169-> 172
Inten.Cx1 000,000y Basze Peak: 415.26691 543,600
2.0+ miz 35713 Abs. Irten. 3328 Rellrten. 0158
E 4137669
1.5
1.0
! 341 2655
05
] 3852708 R
fod— 1131263 1630379 23108 29?-??44 49457 Ty || 43095645472 2006 =
100 150 200 230 300 350 400 450 miz
Event#: 2 MS/MS[E+] Ret Time: 0104 > 0135- 0446 > 0.454 Scan#t: 41 - 53-170-» 173 Precursor: 413 2662 Cutoff : 114
Inten.(x1,000,000) Base Peak: 414.273001 403,566
1 5 miz Abs. Inten. Rel. Inten.
] 3011414 414 2730
1.0
0.5
- 171.0047 @)
0.0 . ‘153I1 [ui=j] ||1 a0 |342:‘1 25;0 (ni=L<n] L r 281 2453 . . 450 =1
100 150 200 250 300 350 400 450 miz
Eventl: 3MS3E+] Ret Time: 0104 > 0135 - 0.446 -» 0,454 Scant: 42-> 54 - 171 > 174 Precursor: 301.1436 Cutoff: 83
Inten.(x1 0003 Baze Peak: 189.0158¢ 5,528
] 189.0158 miz Abs. Inten. Rel. Inten.
50
25]
] &
00— . =
100 150 200 250 300 350 400 450 miz

| 5. DEHP [F) =2 it B

{1 /] Formula Predictor % f-%} DEHP 5 SGEAT 00, PO A A 5 2 (MS™ [ 22 -,
ANIFNRE SRR, (RIS %8 C Hy O, RZEJulHA S ppm, 15 2T 45 54 CosHasOus
HFR B5 1 5t 25 22 4 1.69 ppme

 Foraula Predictor — NS3-DEEP-1. 1od BED

File Edit View Help

D & B ul |t 2

Event#: | MS(E+) Ret, Time : 0,104 -> 0,135 - 0,446 -> 0.454 ! Measuredmfz | 413.2669 | Charge: [1 v active Min | Max| A
H o 50
413.2669 d 0 B
1.500e6-] = - -
100026 3412655 4142477 +- | Adduct Use |~
=| + H x
5000e5 P— L seszros | 415249 + nHe x
T y 1 T 4 T Lbe T L me _
100.0 1500 2000 2500 3000 3500 400.0 4500 Eas—
Measured region For 413,266 mjz 5| [pom v
4132669 :
1000 DEE Range
[~] Fixed -2.0 - 1000.0
5009 Electron Tons:
drdzar? 415 2429 Both configurations ~
T T T T = T
2130 4135 4120 4125 4150 4155 HC Ratio:
C24 H35 04 [M+Nal+ : Predicted region for 413, 2662 mfz [ALimit o6 3.0
10004 4132662 pply Mitrogen Rule
[“]use Fragment Info (M3n}
4 20 Maximum Results
o 414,269
Advanced Settings. ..
4130 4135 4110 4115 4150 4155 [ Caleulate
Rank | Score| Formula (M) Ton Mess.mfz  Pred.mjz|  DIff (mbs)  DIff(ppm)  TsoScors  DBE

Eeady

K 6. DEHP (1) 531~ Tl 4 S
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¥ DEHP 192 )5tk 1], S L R] B IR A T

.
_|Na —INa+

"
DS S N g
o) d -CgHyg 0 o CgHyg HO OH
— _ St

m/z 413.2669 m/z301.1414

C,Hy0 CsHe04
Cy4H350, 16 2208 m/z 189.1058

K| 7. DEHP W] fgf3 24 I

2.2 LR ITE R
WA IBENYORE EARTE SRFIIE R 4 M YORIIEAT PAEs SETERI, 2 1.3 AT AL B VA BRI

Yokl PAEs. &7

(1.0,000,000)

SR PAESs 43 M4 S R BT

217.0471 (1.00)
1305.0996 (0.50)
1.01333.1309 (1.00)

341.0784 (1.00)
0.99335.1254 (1.00)
389.1935(1.00)
329.1723 (1.00)
0.84353.1723 (1.00)

0.79413.2662 (0.50)
4412975 (1.00)

0.6

0.57

(x10,000,000)

L B e e e B e e e e e L e e ey B
20 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

B 8. it RS 2% ) B it € i ]

£17.0471 (1.00)
1305.0996 (0.50)
1.25333.1309 (1.00)

[341.0784 (1.00)
[335.1254 (1.00
389.1935 (1.00!
829.1723 (1.00
1.00-353.1723 (1.00)

413.2662 (0.50)
4412975 (1.00)

(x1.0,000,000)

L B e e e B B e e e e L e e e
20 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

9. Bt RIE S YORHIR R T il B

17.0471 (1.00
1253050996 ((0 50%
333.1309 (1.00)
841.0784 (1.00)
)
)
)
)

1005291723 (1.00
353.1723 (1.00;

413.2662 (0.50)
4412975 (1.00)

0.7
0.504
I
0.25 il )
I
[\ N /'\f‘\‘/\
e W e P R N N A P e e Ve W) WW
0.00
—_— T T T T T
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 100 110 120 130 140 150 160 170 180  19.0

10, HERAMIE SR IS Tt (6
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(x10,000,000)
217.0471 (1.00)

00)
341.0784 (1.00)
335.1254 (1.00)
[389.1935(1.00)
1.25329.1723 (1.00)
353.1723 (1.00)

1413.2662 (0.50)
1.004441.2975 (1.00)

075 A
N
I
0504
A
[l
\
0.25] T
WWMW“
0.00
. Al r it A B e A . s i A A A e - S i A A Mt e Bl I
00 10 20 30 40 50 60 70 8.0 90 100 110 120 130 140 150 160 170 180 190

BT RS RS (R O it 1 1

i Met ID Solution §ii 2 8 1% KD EE DI RE, REva 1) el A JEZH, - ORI B A 0
L, BEATOR A AT . ARG A A h DA A 21 4 R UOR RS AT PAEs (MR, FIERWIT:
2. WAYCRHH RIS ¥ PAEs 4136

ID B S Fmghae  EAMMEEZor ERMEIRT ERPSHITE RS
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 AR H R K N.D N.D N.D o H
5 BBP N.D N.D N.D o
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 o
11 DEHP o H N.D i L
12 DNOP N.D N.D N.D N.D
13 DNP N.D N.D 7 H o H

A M IR AT 2 SR RS, R0 TR A U A, ] 2 T AT e v
AR SO I SRR A 2 v DEHP AT — g5tk or i CILIE 120, IR0 5 Cptiil ek 1 431 X5 (R
B 13>, TNAS H b i s 2 2204 1.21 ppme
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Event: 1 MS[E+] Ret Time: 11.502-> 11.518 Scand : 2761 > 2765

Inten.(x10,000,000) Base Pealc 413 2667/20,239 63

miz 12800 Abs. Irten 0 Rel Inten 0.00]
20+ 413 PBET
1.5
1.0
05
391 2646 59?.@5\ =]
. 21141820 140 qu9 1915 — ] 4543753 SE0.44E: g
T T T | T T T T T
100 150 200 250 300 350 400 450 200 550 miz

MS/MSIE+] Ret Time: 11.502 > 11.518 Scandt: 2762 > 2766 Precursor: 4136253 Cutoff: 114

Inten.(x100,000) Base Peak 301.1475/591,105

miz 11900 &b inen 0 Relinten. 000
6.0 3011475
509
4.0
309
2 171 423

290213 4163760
109
21
2807283 3873717
0o T L “\ T -f T % T T T T d
100 150 200 250 300 350 4o 450 500 550 miz

File Edit YView Help

DEE & BEEEDE uwwnE ?

Event#: 1 MS(E+) Ret, Time : 11502 -> 11,518 Scand : 2761 - Measured mfz: Charge: Active e
H o S0
132667
20007 c 0 I
N n__n
1500674
1.000e73 414.2678 +- | Adduct Use A
+ Ha 2
5.000e63 391.2846 - %
T T U T T T T T ES LEEY v ¥
200 2500 300 00 400 4500 mn0 5500 p——
Measured region For 413.2667 mfz
e
100,01
- Electron [ons:
e 112676
s -
4130 435 4120 n15 4150 455 HC Ratior
€24 H38 04 [M+Nal+ : Predicted region For 413,262 mjz Lirie -
. 032862 Apply Nitrogen Rule
H Maximum Resulks
e 111265
Advanced Settings...
4150 2135 4140 015 2150 4155 ( Coleulate
Rk Scors Formula (M) Ton Meas. wf2|  Pred. w2 DFf(mba)  Oiff ppm)  IsoScors  DBE

23:2%

Ready

Kl 13. B 5 SERIAE A T DEHP 942X P 45 5
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LCMS Jllxe RGFH AR _HREE S &

1 KRS

L1ERER

AT T SR e I A 40 R R A U ) £ e 5
1.2. JERA

FE i IE 2 O, NaCl Fil MgSO, AbEE 5 200 3G, B PSA ZHUE 250 3, KA LC-MS/MS #17
SIHTINE -
1.3 {X /MR E
1.3.1 488: i LCMS-2020 35 A
1.3.2 HfE (HPLC 40
1.3.3 ZJi§ (HPLC 40
1.3.4 —ZK (1S03696)
1.3.5 &b (ordratd
1.3.6 ffREE (/rHrai)
1.3.7. FrEoi: 28 R g (DMP) . 48K W M (DEP) . 48R —HIR LN (DPP) |
AR R TN IEER (BBP) | AR ZHIR —¥F B (DCHP) .
1.4 HEahHl%E
TERARICR R 10g, T 10mL ZJf, i€ Imin, FFIIA NaCl 1g 1 MgSO,44g, i€ Imin, &L Smin,
I 2mL L3, I PAS 25mg Fil MgS04200mg, #wJiE 1min, 5.0 Smin, H_LiG#E LC-MS/MS 23#T.

1.5 st dett

K Shim-pack XR-ODS II 75 mmL.*2.0 mml.D., 2.2 pm

WENAH FA /7K

eIy 0-4 min (50%-80% B), 4.01-10 min (80%-90% B), 10.01min(50%B), 15 min Stop
DBy 0.4 mL/min

MR 4 uL

FEIR 40°C

B TR ESI

KA IEB P

CDL & 250°C
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Heat Block &
53

FA AT 1.5 L/min

400°C

TR 10 L/min

YR +4.5kV

60 25 HL 1.2kV

2 LI g
2. 1 AavEA it B
100 ng/mL JEAREERE G EIWE, Wl 1 Bros.

1500000217.00
1273.00 <
1335.00

125000635310
1000006/

750000]

500000]

250000] \

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.0 25 5.0 7.5 10.0 125 min

B 1R A (100 ng/mL J@45) 1: DMP; 2: DEP; 3: DPP; 4: BBP; 5: DCHP
2.2 bk
LL 10+ 50+ 100, 150, 200 1 250 ng/mL JRARHIERAEIZE, FiRh H A4l bR dE 265 LR 1, A
KARHOE 0.9976 LU I
% 1. 1R PAEs IZME 518

Moy Jike R

DMP Y=10598X-17248 0.9991
DEP Y=19821X+60632 0.9991
DPP Y=25501X+154519 0.9989
BBP Y=45199X+573212 0.9989
DcHP Y=43526X+467085 0.9976

PLDMP i, FHTAEAhZ WK 2.
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Area

2500000{
2000000{
1500000{
1000000{

500000

<) 50 160 150 200 conc.

< 2 DMP [fIA5 ik fHh £
2.3 KR
Fi PAEs ) LOD F1 LOQ &[4 I7E 0.09-3.68 ng/mL F1 0.28-11.25 ng/mL, .3 2.
% 2. Fifh PAEs [IH H PR
Moy LOD (ng/mL) LOQ (ng/mL)
DMP 3.68 11.15
DEP 0.43 1.30
DPP 0.39 1.17
BBP 0.24 0.72
DcHP 0.09 0.28
2.4 KR

HUSEBRFES, L 0.05 mg/kg MNPRIK EEZESLINE 5 ¥k, UL DMP MBI %85 51Ok 2 B . HLAR BE I 18] A
W I AR FE I WL 3. AR BEFTR) IME N 0.1%, WA FmIE N T 1%,
& 3.DMP [HEIEHE (n=5)

No. RT (min) Area

1 3.086 82743

2 3.084 83447

3 3.090 82879

4 3.081 82148

5 3.081 82148
Average 3.085 82673
RSD% 0.10 0.66
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2.5 [ASCR LS
Fe I8 IR VA BRI 1 SRR R, S A bR e K LI 4.

(x1,000,000)
217,00
3.00545100
17300
2.75335.00

B5310 A

250

2.25
2.004
1.75

1.50

1.257

1.00 }

0.75

0.50

0.25

0.00+

L B s Ly B B B B By I B B B B B B B
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0

(x100,000) |
150.P17.00
1245.00 Lo

7300 <~ [
135.00 |
k5310 ‘
1.25] ‘

1.00

0.25-| ’

0.00+

L s e st s Bty B L B s B B B
0.0 1.0 20 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0 120 13.0

K4 ERERERZE (A & 0.05 mg/kg bt (B)
IEH 0.01,0.03 £ 0.05 mg/kg —ANIARIA 55 7% 425 Bt it [ e, Wk 4. [ ZaAE 83.5%-95.8%
ZAA], AR FRHE ZE1E 1.2%-7.6% [/
4. Tufl PAEs HOINAR PN KRS %

0.01mg/kg 0.03 mg/kg 0.05 mg/kg
N
M #(%) | RSDs(%) | I (%) | RSDs(%) | [HIHE(%) RSDs(%)

DMP 83.5 2.0 86.7 1.4 87.1 1.2
DEP 87.8 5.0 91.0 3.0 94.6 2.6
DPP 86.1 5.9 91.6 5.2 95.0 3.8
BBP 96.8 7.6 84.3 6.4 91.7 2.9
DCHP 103.9 3.2 95.8 3.4 95.2 1.5




2.6 SEFRFE ST

FE T BEALIE S T BERRE N, L FE SR BBP, =it DEP, RrIlgs R WK 5. BRIIHR4

2007/19/EC H e 295 BBP f5 K5k B =B (MRL) M 30 mg/kg,

H ) DEP Rl BBP ¥ i i W i 5 .

XS AT R AR IS R (mg/kg)

XF DEP B MUE « R Al

No. DMP DEP DPP BBP DCHP
1 - 1.2 - 14.2 -
2 - - - 11.5 -
3 - 0.58 - 14.7 ]
4 - - - 2.9 -
5 - 0.49 - 10.9 -

3 4

1. ASCHEENT T 4301 AR AR EGROAR E 135 % (LC-MS/MIS ) HB FH I i SR F B &0 25— PR IR 1 S 488 98 51 (1 )y

%o

2. fufh HARA 5> Ze il 10-250 ng/mL, Z&PEAHOC R 0L 0.9976 LA L, LOD F LOQ Ju [ 437 7E 0.09-3.68

ng/mL 1 0.28-11.25 ng/mL. ¥EHC 0.01, 0.03 Al 0.05 mg/kg —MWKE X ESZprfEfhmICE, RIfRE

83.5%-95.8% 1), HHXFFRAENR ZEAE 1.2%-7.6% 2 (7] o
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GCMS Ml 5E A VE KK #iR K+ DEHP & &
1 KRS
L1ERER
ANT7 & T /KA o DEHP 5 5 (Fl 2
1.2 TERE
FES S DILERRNE . AR ST R U2, 2RO IO K BR I AK 5 k4, GCMSS Al .
1.3 {XERMBE
1.3.1. 1 8%: 5 GCMS-QP2010 Ultra
1.3.2. T 25 A
1.3.3. ZAL
1.3.4. 0W0-F: 2L, RVUH L Te %
1.3.5. Rk R
1.3.6. Whx: ZII5REFEMZHNE, J#-D12, 1000 pg/mL
1.3.7. WIRIR
1.3.8. ALY

1.3.9. /KRN, 75 400°C FHEEE 4h, BHIG &

1.4. LR &AM

B Rxi-5Sil MS 30m*0.25mm*0.25um

FEIRFERF 45 °C (1 min) ->(45 ‘C/min) -> 130 C -> (12°C/min) ->180 C
-> (7°C/min) ->240 °C-> (12°C/min) ->320 C (4 min)

HERE LR 250 C

HERERE L AR

B HI A THLEAE 33.0cm/sec)

BRI SE 0200 C

FELREE $250 °C

KAER - FASST (Scan/SIM)

FE R o I HE+0.1 kV

HVEH : m/z 45 ~450
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15. FEAhATAbE

HCIL JKAE T 2L Arh, S B Y pH (E 2] 9~10. INA 30mL 5 4%, #dE 10min Joif &
e BUEAHLE, R 2 K, GIFANLE . HIKRERR YT KEE pH AE/N T 2, FHI# 30mL 5 e
W3 K, GIFANLE, ToKRIR BN K G S e 28k, 5 2Wak4s & ImL 247, DA WARE ] S 5

SEARZR 1mL, £

2. SIS LR

2.1 R ETRE

1500000q ‘
] DEHP

1250000(}7 /

1000000(}:

750000&:

50000006

L UJULMMJ)UL

B L ey o e e s B e e . e e s B e e A s
5.0 75 10.0 125 15.0 175 20.0 225

2.2 DEHP Frut 2k
DEHP #EVEH: 0.01~5 pg/mL, 0.01 pg/mL ¥ BB i B B s
(x10,000)
e IR L 149.00
] 1.004279.00
3.0 R=0.9999 ]
] 0.75-
2.0 ]
] 0.50—
1.0 0.25-
] r Ji
0- ) ) ) ) T T T T T T T ] = ] [l
00 25 e L, 19.0 19.5

2.3 EUME

HY 0.01mg/L WK JEFRUEA I, HELIERE 5 ¥k, DEHP WA AT #06 H AR LG A RSD K 3.17%.

Moy 1 2 3 4 5 RSD%

DEHP  0.00909 0.00894  0.00862 0.00862  0.00840 3.17
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T IrARBRHERTTH
GCMS W TLERERI P AFMHBE _HIREE S &
1 LR
1.1 EHYE M
ARTPVETE F TR} 4R 2R R 1 = 1
1.2 kR
WRE A G, H T SUP O AR IR, AR AL S BRI
C3 R EE
1. 3. 145 By GCMS-QP2010 Ultra
1.3.2 RIKAHAX
1.3.3 A
1.3.4 [EcWi
N IE Vi
O%F: Rtx-5MS AEEBAEF, 30mx0.25mmx0.25um
EEARE . 150°C(3min) 25°C/min) 250°C_25°C/min_290°C (10min)
HEFE O . 290°C
(ot s LR . 290°C
BRI E . 250°C
WA AR
JiiE . 1.2mL/min
BERETT A AN R,
B El
BEFERE: TuL

[a—y

[um—y

1. 5 FEAR AT A2
B SRS R Tmm 0K 28 5 /N 0K

FREL L3k 0.5g #h, KiifiE] 0.0001g, BNFHEREE T, ARG IR 2 2R R IGHRICR &y, A
1.5 {5 MW AR — S b B30, RO U 1-2 W, $RH 6-12h. BHRBORIR AR, iR kR SPE 2%
WUNEEAL, ISCERIRVER, e 28 R BRI S, HIEChiE A% 25mL. B 1uL ¥E47 GCMS
e
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2 SLIREER

2.1 WM TIC

INFIERIR  F R Sppm ARHfEdh 1) TIC W5 W R &L 1 Fras.

(x1,000,000)

3.0y v
20]
1.&: N () N
| o ©
O.Q
) 6‘.0 ‘ ‘ 7‘.0 ‘ ‘ 8‘.0 ‘ 9’.0 ‘1(‘).0 11‘.0 12‘.0 1§.0
BT SRR PRI 1K) TIC
1.DBP 2. BBP 3. DEHP 4. DNOP 5. DINP 6. DIDP
22 EREM
PA Sppm MIARHERBOESEERE 6 IR, MATHE SIS, (R B I R A I LF . 2R IE 1. K 2.
F 1 REN M EIME(n=6)
DBP BBP DEHP DINP DNOP DIDP
1 7.356 9.636 10.971 12.646 12.740 14.647
2 7.356 9.637 10.973 12.649 12.743 14.649
3 7.355 9.636 10.972 12.648 12.741 14.650
4 7.356 9.638 10.975 12.653 12.745 14.653
5 7.356 9.638 10.974 12.651 12.743 14.647
6 7.357 9.638 10.973 12.648 12.743 14.644
FME 7.356 9.637 10.973 12.649 12.742 14.648
RSD % 0.01 0.01 0.01 0.02 0.01 0.02
F2  WEFEILE(n=6)
DBP BBP DEHP DINP DNOP DIDP
1 5183856 2265766 3384228 140250 2851272 191491
2 5285792 2292011 3391899 146051 2826075 193532
3 5329952 2318033 3424096 149533 2980735 189975
4 5290221 2327071 3442292 147518 2820881 188103
5 5282080 2315109 3429967 145620 2798669 189007
6 5310960 2337509 3433081 147235 2863402 184890
PEME 5280477 2309250 3417594 146034 2856839 189500
RSD % 0.96% 1.13% 0.70% 2.15% 2.27% 1.56%
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2.3 prdE ik
PL 2.5ppm, Sppm, 30ppm Fr#fE 5L FIZRERIA T FEILR 3, etk R R IF.
X3 hatEdh g R AR R AL

wE) 2L e R R L
DBP Y=453308.5X+1279536 0.9991
BBP Y=241283.0X+370222.5 0.9997
DEHP Y=327538.4X+580936.2 0.9996
DINP Y=28696.28X—5101.847 0.9999
DNOP Y=456369.5X+135184.9 0.9999
DIDP Y=43479.22X —42632.94 0.9996

3 &

K B2 5 A2 1 i T ) GCMS-QP2010 Plus “AH BTG IHE AL, X BB 2 IR 7S PR 28 — R B AT T
SN, SERLEREME, EIUME BN SCRLE, e UG, SEAREEAC AL S AS I LR BT R RS ff o M
SRR SKR
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7N Atk AR TG 5

GCMS 5 At il o R0 28— F PR B
1. SEIES
L1ERER
AT VEIE Aot it P &I 2 R IR G £ 2 e 0
1.2, FER#E
0 G i PR PR AR, B0 S 1 LB, R GCMS JEAT 3l
1.3 (XA %
1.3.1 53 GCMS-QP2010 Ultra
1.3.2 HfE  (HPLC 40
1.3.3 bRUEY . 482K FIR % T EE(DIBP) . 4K2K —HIR — T ME(DBP). A7k — F R — 4 3k L 1
(DMEP). 42K —HIR — JLER(DPP). 482K —H [ | “FER(BBP). 42K —HIR(2- 4L L )BE(DEHP) 47K —
R I - BE(DNOP)
14 FEH%
TR TEBAKSBAARRER, FREC0.5 g T 25 mL ARMD, FEEREZE, BRI N BN
AT o X5 T T V7 10 LS5 B R, FREX 0.5 g T 250 TP, TN 25 ml FEIE . 88 75 42X 30 4341, 5000 rpm/min
B0 5 o, B LB IS # RS 2 R NI BRI AT

1.5 Sttt

A Rxi-SMS 30mL. x 0.25mmI.D., 0.25um

BERETT A AZMREERE, 1min

HEFEIRSE: 280°C

BEREARRL: 1L

WA He ZuiEiasE

FERFE: 60°C (Imin) 20°C/min_220°C (1min) _5°C/min_280°C (4min)
BRI E: 230°C

PR AE: 280°C

KT Scan
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2 SEIREER

2.1 AR — HIRERFRUE S TIC B

(x10,000,000)
mc

2.0
1.5 ~
1.0

0.5

O_&MMWM@ — —

K 1.7 FRARZE IR ES TIC K

1. DIBP 2. DBP 3. DMEP 4. DPP 5. BBP 6. DEHP 7. DNOP

2.2 rERE R &R
Bebl—RIKER 0.51 24 5. 10+ 20 mg/L (AR — HRER AR A bR, #9320 4100 AR 2k
DL 3 A LU SR R B, AR R LR 1,
1T PR IE T R INE IR AT b 2 A HH PR

Ko HH R
5 AW AFR (5] 75 R R HL

(ng/kg)
1 DIBP Y =721901.0X + 149526.8 0.9998 17.01
2 DBP Y =780131.9X + 101301.9 0.9997 12.80
3 DMEP Y =198255.7X - 118079.6 0.9994 5.9
4 DPP Y =910751.9X - 263027.9 0.9995 6.9
5 BBP Y =297919.7X - 208876.1 0.9991 11.4
6 DEHP Y =532146.7X - 257743 .8 0.9993 1.57
7 DNOP Y =761274.2X - 655693.7 0.9986 4.71
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FH bR Z T

I T A 10,000,000)
1.5

1.04

05
10 e [t
DIBP

ﬂf%?ﬁi {1(x1,000,000)

2.5

0. et
10 W JiE
DMEP

VA #4(x1,000,000)

5.04

2.5

00le® —
10 e
BBP

14 T 4 (x10,000,000)
1.5

1.0

0.

U4 I #5(x10,000,000)
15]

DBP

i i 5 (x 10,000,000)

1.5

1.04

0.5

DPP

I T 5 (x 10,000,000)
1.0
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2.3 PR MEILE
0.5 g AAbdibf i, N2 TEARIR IR MR ARV, BRI L 25 mg/kg, %I B3R VAT R
AREE, BIAKEPACR, SRR R
R 2. ABIR T HRIE R A EEELE S5 R

HICR (%) S RSD
5 BB AR

1 2 3 (%) (%)

1 DIBP 85.6 89.4 83.1 86.0 3.69

2 DBP 86.7 88.1 95.6 90.1 531

3 DMEP 103.2 110.7 105.3 106.4 3.64
4 DPP 100.9 99.8 93.1 97.9 431

5 BBP 932 88.6 99.5 93.8 5.84

6 DEHP 103.5 111.8 107 107.4 3.88

7 DNOP 110.9 102.6 109.5 107.7 4.13

2.4 FEWLK

FE M IR TR PR S K M AR R, 0BT S5 R MK 3.
R 3. SERRFE AR IIE 45 R

STEE R (mg/kg)
Fe5 AR/ EAN PRI ] (min)

k.8 K 17
1 DIBP 10.325 N.D N.D
2 DBP 11.075 N.D N.D
3 DMEP 11.400 N.D N.D
4 DPP 12.850 N.D N.D
5 BBP 15.150 N.D N.D
6 DEHP 17.508 33.455 N.D
7 DNOP 19.900 N.D N.D
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t© SR RTT R

GCMS UG5 it H 4K — H IR B & &

1 KRS

L1ERER

AT T 2R AR T R IR B R E
1.2. JERA

BEFEABIAE S SmmxSmm PLF, FRELEIR 1.0g A5, TN 100 mL HLZE = fEEHH, A 40 mL (1) =&
Be, BRI 30min. RKHERPUEIEIET 250mL Wi, JEROKAE R SmL, KRGS RERAE AL, T
130 mL IE CUGeiht, WOSRMDEIR, s ARG, IECHUER R 10 mL, B 1pL ¥F GC-MS 434,

1.3 {XERMBE

1.3.1 {¢28%: i GCMS-QP2010 Ultra

1.3.2 T 28R AX

1.3.3 #H{X

1.3.4 =5 Wkt B

1.3.5 IECkE CRIKGD

1.3.6 bRUEWE: AB2K T HIR T E(DBP). 482K IR [ AERIENE (BBP) | 4B CHIR T (2-435) &
fis (DEHP) . 4B —HR —1E%l (DNOP) . 482 —H % — 5 T-lg (DINP) . AF2K — HIR — 5 %%

(DIDP) &

1.4 FasbHE

HURRMEAE S, K ILBTRE S SmmxSmm LR, FREXLIR 1.0g #5085 512] 0.0001g, JH 100 mL HZE =1}
HEL PN 40 mL f) =50 F b, B8 P B I 30min. KE 4R OB YE T 250mL Wik, SR 1] 30mL )=
ST e B P AR I 20mine A IFUEI, KIEMOKAE S SmL A4, BEIRGEBGE IR A 4G, ] 130 mL IEC
Bk, WO, TR A& RORAE, IEChEEA S 10 mL, B 1uL ZERE.
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1.5 &t

AN Y as Rtx-5ms 30m x 0.25mm x 0.25um
(SN RIS 180°C(1min) - 20°C/min - 250°C - 25°C/min - 300°C (6min)
HERE RS 290°C
PO 290°C
B R 250°C
B AR
g 1.2mL/min
HERE D5 X NG R
HEFE R 1uL
I 30:1
2 EREER

2.1 PR EIEE

2.00%

(x10,000,000)
TiC

1.50
1.254
1.00

0.75-

—4149.
1293.
1.754307-

00 (10.00)
00 (1000.00)
00 (1000.00)

0.50

0.25-

0.00

2.2 by £
Ll Sppm, 10ppm, 30ppm brifk RAVHESL I LNERE TN 2, MR RAT.
R 2 BTN R
EQ DR B I [R] 2tk R MR AR E
DBP 4.417min Y =21199.03X - 9204.875 0.9999186
BBP 6.108min Y = 7456.333X - 12589.0 0.9995385
DEHP 6.742min Y = 68651.83X - 97447.25 0.9995959
DNOP 7.467min Y = 4506.044X - 9588.95 0.9993543
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DINP 7.725min Y =2468.558X - 5688.558 0.9995285

DIDP 8.400min Y =6943.271X - 10380.4 0.9999776

2.3 ZhHEM TR
FEATTEDERE G, 132010 B RN 45 R 3 2 I 1 A& 3.

(x1,000,000)

mc Tic
7.0
e.oé
5.0
4.0{
3.0%
207
104
do  so 60 | do 80 o 100
1A TICHEH
®3 MEdR
HFR 4 B s (1] Fr 2k - (mg/Kg)
DBP 4.417min N.D
BBP 6.108min N.D
DEHP 6.740min 1808.15
DNOP 7.467min N.D
DINP 7.725min N.D
DIDP 8.400min N.D

3 4

[ 4% GB/T 20388-2006 Jji2Ali FH =5 B EHL PVC 4TI G743 5 b 1 B9850 f AN vl L e
GCMS i, T KZH PVC MITMZIZU T g, Krlhes FEHRIRh SR 2, WAEL,
S LA BV T 1) BRI 560 2 i ARSI o DRI AR SOR A E I SE AT R BRI, R/ T R
Vg, SO R ORI A EESK, S T AT RAERf L .
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