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fat EEpRER T BRI R 0 AR MO AR T L E R M TR
HR(ICP-MS):it (T4 ] s AVF = ¥ fafindfth Sk = 2 Ryp 2 481030102237 25p 2> @
FREE TR E -V EE T AR 2 0 R4 A AT B B R(LC-MS/MS)
Ao WS ERET A £ Rk B¢ 88E MR A o 5 £ 4270.012~0.094
ppm ; 22 W MK R 214 0 Az 2 B ¥ 50.015 ppm s 9t e RER R 4F o r2 7 B 4
0.014~0.359 ppmz_ f¥ ; fuawfﬁﬂ'. P %300 £ 2 ARTIRR102# 87 20 p %K%ﬂx%:“}
5102135014682 1% 1t 2T drafgiws B8 (x5 € 404 ppm - %0.05
ppm » #40.1 ppm > 4:0.1 ppm) s BARFC U Rifadfiesk 0 B Y 24 Al AR - TR
= (2-z 3t #)f5(di(2-ethylhexyl)phthalate, DEHP) » # % & 4 %:0.779~3.114 ppm2_ & ; 4
E ¥ lie VAR F - P e 7 fin(di-n-butyl phthalate,DBP) - H 7 & 4 *%0.5163 0.619 ppm
It R F " R ik*{ﬁi—, ( butyl benzyl phthalate, BBP ) H 7 & %
0.456ppm © P 3 & S g F HEREFE R A HEE? o b a2 DEHP 2 3
ppm ~ DBP % 0.6ppm % BBP % 30ppm - é-t;i MAF - "R T R ELFEPRELE
TR AR

ERAFTRME  SEDEE N AMP AL - T BB DT AT RN S
R LB CERHE SCAARABITF AR o RME RS GRAE Y 2
Az e~k HEPELM 0 R B R AR URH 5 FRFE
BE4d >33V o gl Ang o ARV B R g kR R
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EiPs TR BERDHEBL T A 1T > VR 54T PRI o A
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Gr B AN E A FS e E 3 N E R FIHEA RN ST S A A T
B R R SR Y F P AP BRI FAE - 7 i P fig(dimethyl phthalate,
DMP) ~ #8 ¥ = 7 f& = ¢ fig(diethyl phthalate, DEP) ~ #8 % = ¥ &= £ = Ay (diisobutyl
phthalate, DIBP) ~ a8 % = ¥ ﬁiﬁ“’ 7~ ¥ fia(benzylbutyl phthalate, BBP) ~ #8 ¥ = ¥ f& = ~ fig
(dibutyl phthalate, DBP) ~ #8 % = ¥ Bk = (2- ¢ 7k ¢ J5) g (di(2-ethylhexyl)phthalate,
DEHP) ~ # % - 7 B - % fiy (dl—n—octyl phthalate, DNOP) ~ #8 % = ¥ i = £ I fiy
(diisononyl phthalate, DINP) % #8% = ¥ fk = R % fip(diisodecyl phthalate DIDP) % 94& 4%
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(-) HEiLix
14548 28 5-(1000 mg/L) ~ 4F &2 (1000 mg/L) ~ #4528 5-(1000 mg/L) ~ & 52
#(1000 mg/L) : # * ICP-MS4 7% > fp 18 B Merck 2> & o
2QHRFZ L U iq(DMP) ~ MRF - " A o fg(DEP) -~ #RF - YA B 7 Ofg
(DIBP) « %= 7 i i ¥ ja(BBP) #8277 (DBP)  H5¥ = 7 ik
- (DEHP) ~#8%¥ - 9 f- % fiy(DNOP) ~ #8%¥ - @ - £ I fiy(DINP) % AR ¥
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- U pg - B % fio(DIDP) % 948iR £ 8 5 (1000ug/mL) 4% 0 £ o
(=) p vl s
1.4 FR4E % 2.(1000 mg/L) : ## % ICP-MS4 47 > Mg 4t WMerck = & o
2. DMP-d4 (100 ug/mL ) ~ DEP-d4 (100 ug/mL ) ~ DBP-d4 ( 100 ug/mL ) -~ BBP-d4
(100 ug/mL ) ~ DEHP-d4 (100 ug/mL) -~ DNOP-d4 (100 ug/mL) : 4% {&#&
(z) BF2 34
LA EE @ % A2 % 0 pEp 48 B Merck = @ -
2EF A BiR(0%)  H ARSI o BA 4G BMerck 2 7 o
30PRSI AR DB AR 475 > PR L EMerck 2 2 o
4.9 BL R E B ML LR Merck 2 P o
5485k R Gy EISMQ - ecmi b oo
SV BEZ B
(=) Bciy @ Bw 2 gfa 403 4 e o
(Z)EBMEAPFHT " )~ BL -~ F 28 -5 § SR FLIDL Pyrextt | o
® w3 AR R SRR MR EF T ARE  NHRGEER )
A PRR2 ) PELS O B F 2 BRL D B R PREDE STl Y o
(Z) Bty # ¢ ¥ 21000 rpm -
(z ) %R & F(Vortex mixer)
() TF B 10mL > IFHF - & * 5 F L7 FREE  sRicH * o
(=) g T 15mL BRIBPF - @ *FmF AT BREL > Righ* o
o~ KA
(-) R R#ms ]\ & ¥ ¥ & (Inductively coupled plasma mass spectrometer, ICP-MS) : %
Perkin-Elmer NexIon 300D -
(= ) % 4 Kk 47 ¢ % ¥ # & ( Liquid Chromatograph Tandem Mass
Spectrometer, LC-MS/MS ) : % AB SCIEX 5500 Q TRAP® LC-MS/MS System
(=) BBV Hk ) i % % (microwave digester) : Topwave » 5 7t ®Jena= & 2. & &
() zf &l @ 5 Milestonex 2 2 & 5
(7 ) Faps ks L Milli-Q 0 & # EMillipore 2 2 2. & &

- ﬁc,%ﬂ
(— ) AR R AR (1:4) @ B200mLi A= 4e800mLT i 0 R £355 o
Z ) ##gp

1.0.196% fa/? fi& © B~1000 mL® A4 I mL® fiz » iR £ 3595 -
2.0.19% " p&/-k : B~1000 mL2 33 R4l mL® f& > R 323 o
Ao~ AR el
(-) &k
LN RRAE A o oy P4 4R 802 0% (1000 mg/L) 10 mL > 12 1%F LA 7% T8 X
100 mL » £ fFrz £ 5~ 428 Rl mL > 12 1%F faia i 8 2100 mL » & fap
FRAR R % (1 pg/mL) -



5 A E R MR B (1000 mg/L) ~ £5(1000 mg/L) ~ 4% (1000 mg/L) ~ &
(1000 mg/L)2 #5873 ;% 1 mL > 72 1%# i3 % 2% 2100 mL > £ /2 B b i 4k
B Rl mL o 2 1%F B % 2% 2100 mL > B8 s < % % R (0.1 pg/ml)
PAGERL R AR S ARRE R G TRER R
YU1%R Fas ke AR kR 5 0.1-Ing/mL (7 48 10ng/ml) > &% 5 ~F % F3
o TR EAH -
(=) MF = " Bfqse
1. 3ug/mL2 DMP-d4 ~ DEP-d4 % 0.5ug/mL 2z BBP-d4 - DBP-d4 -~ DEHP-d4 %
DNOP-d4;2 & p 2845 % 7% % © 4 /72 £ B~DMP-d4( 100pg /mL) % DEP-d4( 100ug
/mL) P3R4 % &% £ 0.3mL > BBP-d4 (100ug /mL) ~ DBP-d4 (100pg /mL) -
DEHP-d4 (100ug /mL) % DNOP-d4 (100ug/mL) p 3848 &% 2 0.05 mL >
£ERI0mL LF BAY 0 T B AF o BIERE P IRER R
2. 10pug/mL;% & &3 7% ;%2 DMP ~ DEP ~ DIBP ~ BBP ~ DBP » DEHP - DNOP - DINP
% DIDP : # #% £ #~1000ug/mL DMP ~ DEP ~ DIBP ~ BBP ~ DBP » DEHP ~ DNOP -
DINP2 DIDPz_ i & #- % 572 ;7% 0.0l mL > 4c ? f50.99 mL? fig » & * o
3. lug/mL;® & &3 % ;2 DMP ~ DEP ~ DIBP ~ BBP ~ DBP ~ DEHP ~ DNOP ~ DINP
% DIDP : # #£ £ P~100ug/mL DMP ~ DEP - DIBP ~ BBP ~ DBP * DEHP + DNOP -
DINP2 DIDPz ;% & #2572 7%0.1 mL » 4c ? 509 mL" % > &% * -
4.100ng//mL;& & & ;% ;% DMP ~ DEP ~ DIBP ~ BBP * DBP  DEHP ~ DNOP - DINP
% DIDP : # #£ £ P~100ug/mL DMP ~ DEP - DIBP ~ BBP ~ DBP  DEHP + DNOP -
DINP2 DIDPz_ ;% & #2572 7%0.1 mL » 4c ? 509 mL"™ % > &% * -
=N %g,%;—r ;'24.:
(=) 2y
ik s AGTIR0 S 85 7L F 102897 6P 742§ F ¥ 1021950329 3.2 2 i3
Tk -8 Y EERREHR T E A S ERA2 R o
2.9 2 AE TN 8 &%%—gﬂ%l&mn 60 1S F % 1021950329 o4 i
THRE%SE-ar Y EERREKR D E ALk -
3ikfpEAARTIINE S L EFI03£37 250 SR E R GRS 2-3 57 BF

&

&

(=) w2z @
L€ 2%
AR PR IH02 g B 348 a A0 "F‘: P A r IR R % 0.2mL ~ B R
6 mL % ﬁ%ﬁ it a % A 1.5mL > 1/ %3“3}\4‘7"»’(/)}»/}; it %_EL /ﬁ v Hrk /ﬂ (LN WER T
- P e it e > A 2 20mLE £ELP 0 M3 B oKE I SmLE RS L A
CE o RRE N FEAY > MBI ORI F I20mL 0 B ITRIR o ¥ B 4 A AT
Wit E o A pIRR A R 02mL s O mMLZE HEF Y 23R 1.5mL s ik i
T LG e e



% EhPE SRR PR R AT R
# (W) (min) (min) (0) (bar)

1 700 10 15 160 40

2 900 5 15 180 40

3 0 1 20 50 0

2. 58 ?’;: fi& fin 58
FERA AL ORF BTG R RMN0S5 g Haf T E3ISmL
LR "F Poader B AU20S5mL @ H AR R A e~ p 2R 201 mL % &
Akl ® g (1:4) B R3ml o ’ﬁfﬁ‘/wbl A 4B > 71000 rpm A1 A4 o Bt
Fi o EAFS B o EE P FR O T BERF 210mL fif%%ﬁif‘é ° ¥ 15
mL s F o0 4o r A0S mL > £ A B4~ pIEER R0 I mL 2 B A%
PAE (1:4) 3R3mL o ki iT BiFRET iR -
() "8 sz #iF
L€ 2%
¥k R 501-Ing/mL 5 ~ 2 HFZR > AN UE KEERT jf(?"r?%'i
(ICP-MS) & {7 4 45 » Jothetf 58 6 A 27 p 3842 S8 6 f 200 60 3-8
B AR 2 Ap B T o
2RF Z Y BhfiniE
PR BRI R 2 IR R 0 T EARR 0 DR R #5420 5~100ng/mL
(r 7 0.03ug /mL 2. DMP-d4 ~ DEP-d4 2 0.005pug /mL 2. BBP-d4 ~ DBP-d4 -
DEHP-d4 % DNOP-d4h #8452 5) » A w12 jg 4p & 47 8 55 7 3% % (LC-MS/MS)
ﬁﬁgﬁ’%%ﬁ%%ﬁﬁﬁﬁﬁﬁﬁﬁ%%%aﬁiw@ayggﬁﬁ%ﬁ
N2 ApRE ol o
(2) REHFE
1B 48 & ?JJJ{’F*Q&Q (ICP-MS) % » dvdk = #777 o

av

%= RETRTH K (ICP-MS) il wif i
‘ RREF WTEF BrEF

HRTAEF o3 IS iR e
(W) (L/min) (L/min) (L/min)
o5
£ : 208 ~ 206 ~ 207
1600 17 1.3 1.1 4F 63~ 65
A& 202 ~200
g2 1103




2 A K ATk # BT & (LC-MS/MS) if &

AR % ®* 2 LC-MS/MS ik £ 2 35 5 AB SCIEX 5500 Q TRAP®
LC-MS/MS System= £z f& & /5|2 32+ [ 5 3# &k > & § ElectroSpray Ionization
(ESI)2 Atmospheric Pressure Chemical lonization(APCI)# g+ /k » ¥ 45 fe
Dionex Ultimate 3000 Rs system UPLC
(1) UPLC #£ 2

i :Pi—jﬁ 12 (Trap column) : Water Xbridge ,C18,5um ,4.6 x150 mm
A 17 ¢ & (Column) : Agilent ZORBAX SB-C18, 5um , 4.6 x150 mm
# 47 ¢ 8 & (Column Oven Temperature ) : 35°C
# #4p i (Flow rate) : ImL/min
;248 (Injection volume) @ 10uL
#Fodp 1 0.1% 7 pa/k (AR)
0.19% 7 p&/? F5100% ° f% (Bik)

#de4ptR (LCPump Gradient ) :

R (min) Az (%) Biz (%)

0 17 &3
4 17 &3
5 12 &8
5 0 100
15 0 100
15.1 17 &3
20 17 &3

(2) ® B F &k (MS/MS) if it
#+ &k (Ion Source) : 72 (ESI)
# # # ¥ (Curtain Gas ; CUR) : 30
#ide 5 %8 (Collision Gas ; CAD ) : High
TR % /& (Ion Spray Voltage ; IS) : 5500
se#8 & (Temperature ;s TEM) : 550
7% 1* % %8 (Nebulizing Gas ; GS1) : 55
‘v# % %8 (Heated Gas ; GS2) : 55
WopHEEY 2 £ & & 4B (multiple reaction monitoring, MRM)
PEF BRI RIE Sl Aok = AT



3= 5 EF RO PR 2k

b7 g i ol DP EP CE CXP PRI
DMP 195/163 50 0 15 10 DMP-d4
195/133 50 24 10
DEP 223/149 41 0 12 10 DEP-d4
223/177 41 24 10
DIBP 279/223 40 0 13 10 DBP-d4
279/167 40 16 10
313/149 40 19
BBP 313/204 40 10 10 8 BBP-d4
313/239 40 10
279/149 40 18 10
DBP 10 DBP-d4
249/205 40 8 10
391/149 80 30 10
DEHP 391/279 80 10 17 10 DEHP-d4
391/167 80 28 10
391/149 80 24 10
DNOP 391/261 80 10 14 16 DNOP-d4
391/121 80 28 6
419/149 50 25 10
DINP 419/275 50 10 25 18 DNOP-d4
419/293 50 13
447/149 50 28
DIDP 447/289 50 10 14 8 DNOP-d4
447/307 50 14
DMP-d4 199/167 51 10 17 10 —
DEP-d4 227/153 41 10 23 10 —
DBP-d4 283/153 136 10 19 4 —
BBP-d4 317/91 81 10 43 6 —
DEHP-d4 395/153 66 10 23 10 —
DNOP-d4  395/153 66 10 23 10 —

HIEZAGF AR (DP)-mRELETR (CE)s »r & (EP) mfL 3445 /& (CXP)



() #FEWFE%HKE 7 £RlT
L€ &%

HAAEPR PR~ 20 RREFEERZ AWl r R EEE j}%??‘&'i
(ICP-MS) *® &Rl4~ s -2 A 3 & »jjb*ﬁni’ CZO R EERRERRY
EHBETERRE BV R > T RTIFENSRNGRHY L EE2 A‘E_
(ppm ) °

(C- Co) xVx1000
M

i 2 € 262 7 £ (ppm)=

C:d By RFEHRZE? L€ £H2 kR MmgmL)
Co:d B MAFLG RY L€ &2 kR (ng/mL)
ViR et 2% 2 A (ml)

M: A4z £ £(g)

2RF Y Bhfin#E
(1) =4+
% PR (Retention time ; RT) : £2.59%
%] z_gh#c (Identification point ; IP) : 4 IP
a3 &R (lonRatio): T3 He T 43 2 L% e ff4p % M g
(<100%) » % # § Bl4c

10§ 56 & (%) 3 i (%)
> 50 20
>20~50 25
>10~20 +30
<10 +50
(2) =&

Bt o~ nART O R A AR R o 4 WL~ R AR R AT R BTG R
(LC-MS/MS) # o getkit 2 b3 i sr B L 2 F g pER 2 5 £ 7 il
HAET BARV ER 2 > X RTIEN R ARY LAY D YA §
£ (ppm)

(C- Co) xVx1000
M

KA 2 HR¥ - Y BefAg2 7 B (ppm) =

C:d By R fFHhipd La8F - 7 fafia2 k& (ng/mL)

Co:d BV RLEFIAZT Y R P LA F - ¥ fafia2 k& (ng/mL)
VR T F 2 8HmL)
M: B 17tz £ £(2)



R AL
(-)£4%

(=) m

P IPE R -3 R 1V NN A rr,;ﬂgr? 5% ,*ﬁﬁgm (LOQ) ¥2:

0.01 ppm ; &2 ¥ RAp A HHr>0.99 ; 0 £ 73230122 £ % (LOQ)
LR RAP AT APHTEL E5410%; AT LR T A <10% ;
B A AT 2 T w qod L A3 102.5-110.8% ~ 4 41 0 71.2-80.9% ~ 4 4 5t
80.5-90.6%% & 4 %786.0-92.3% » d L (¥ T raw oK 4 3870-110% » 12 ¢
RN ESS A
F oY ERfa

A~ 2§ %+ #|2 DMP ~ DEP ~ DIBP ~ BBP » DBP » DEHP + DNOP - DINP
2DIDPE9fE AR Y - 7 Fefiadf2 S HF 4158 % » £ 84&'T (LOQ) i DMP »
DEP - BBP ~ DBP * DNOP % DIDP#2 % 0.1ppm » DIBP » DEHP 2 DINP#2 % 0.2ppm ;
B AR A8 >099; o A5t 12% BT (LOQ) ; B 44
PR AT 2 ARETFL B 5 210%; EA AT APH LR T A0t <10% ;5 e A 472 T
¥aw 4z % L DMP 4 %+90-118% ~ DEP 4 %890-120% ~ DIBP /i %+91-116% ~ BBP 4 *¢
82-97% ~ DBP 4 %+95-114% ~ DEHP 4 %$93-104% ~ DNOP 4 *+88-115% ~ DINP 4
*191-114%% DIDP 4 %+ 80-110% > o J* 1 4 > T 35w Jx 5 354 »180-120% » 11 +
TRENP LT EARM AR

NSV E
(-)E£4&%

FRHNAGT R EART R L PR B Rci 4T 0 AF1001 &
A ek kM RE £ ReR S 2 %P%%%ﬂﬂm,giﬁa
0.012~0.094 ppm ; 2+ %ﬁ%“'%ﬁi? Vep o 452 7B 50.015ppm ; 9 e k8 R
i o 4F 2 2ﬂr+&0014~0359 ppm ; AR I (drdw )o ¥ o HY 41124
B P U~ 4% 4 > F SRR PR IR R 4 0 1 I pRIR RN 40
R o 54 F & BRIOIE (4rtT )

FOLE MR 7 LA B AR Y AR LR RS TRE 6115
e N D NER=NE ‘131—;:.\Uf£’7 1R AT L FUEE IR L 2
G MRS 2B S TR FER TEL S g TR L
B ~ 6% 52 K 6% 5 Wi 3w 1 E R 1Ty s
R I F R N A SEINS R A A SV I SV LT Y 1
o HeRBOE H b A &K (4Bl 2 7)o

VERKL EBA a2 A2 F RPN KR T P E LR
1306 B P FILF LA RTR T R REHR ARG BT

TR L LRI
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LA A 3\ EES ST 1

B&TE  WEE% (ppm) 2 RTEIRE(ppm)
h 0.012~0.094 0.1
p 0.015 0.1
i 0.014~0.359 0.4
Py 'Sl 0.05

SRS T L S

5 Fh & 4 A
FRINEE S 88 2%!1 92 0
'S EIT 12 98 91 100
Bt 100 100 100 100

112 etz g 1 e R~ 452 4
*2 15 e iR AR 2 4

e I

100 7 91
80 -
61 w3
0 n
40 - "HA
L !
o 13 £ KA
4 1 1 w3t
0 . . . . - -./ ﬂ_ﬁ‘
X
PO B %* 3k
%% é?
Ble a* 3¢ & 425 EHciE AR RiRe fE2 2B
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70 m = Fiid

60 = 4 Fiik
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10 - T S = FHFH

| . ' 1 4- 4 ¥ a #

0 ——— Dl_-l_.' e e FoATid
=/ EEE @|-EEEEEFEE o
WOEE KR AR R R W oo s
H o RF D 8w K 4+ .

= =
KA L=
B &*%j0° £ &BHNdindr o fdsgz » i
(=) MR¥ = 9 Bhfiqsg
A FEHRDBH G B ANF = "]ﬁ’xﬁq&‘ﬁ”t%m? z & ?-l'—-‘;:{gp‘—-‘p s 24

ERCE A ;L,;JE F = 7 pa= (2-¢ A @ #L)fa(di(2-ethylhexyl)phthalate, DEHP) »

£ 4 300.779~3.114ppm 2z FFF ; 4 %8 DA F - T BR - 7 fig (dl—n—butyl

phthalate,DBP) > # 7z & 4 *t0.5162 0.619 ppm2_ [ ; 1 2 44 I 48 F - 7 pa—

A ¥ fig (butyl benzyl phthalate, BBP) # 7 £ 5 0.456ppm (4ck = )o ¥ > H ¢ 5
ER R R D e Sl Sl (22 é* é)ﬁq (di(2-ethylhexyl)phthalate, DEHP)

R ARF - Y 4= 7 fg(di-n-butyl phthalate, DBP) RER T 0 Eﬁﬂfﬁ - S i

7 g (di-n-butyl phthalate, DBP) 2 #% ¥ = ¥ f& = A ¥ fg ( butyl benzyl
phthalate, BBP ) » F]* » 2Z=x 3 % 2. 1001 & * jd et ? > % 2 5 A8F - 7 ik

fig BEA35261% (dodk =)o
d20 Ml 2 F HF - TR AR R nar B2 e KE R
KA R EZIEZERH TR BELABHT I AL 2 Bu kA 47585 512
AW ORI EXJIASELAIT I UG B A RS EE L 14 S
b 6% 5 2R AR A F RS IR LT RS R IR A0 526205 2L
TWAE (B -5 2 N )o
AR kD R GG ARF = ﬁ’xﬁth\ Z_ Y Faw @ I#ﬁw
RBHF  RPSETREAY T I DT ERHTET TN R
MABATL R SRR 0 T b0 F MBI A Rae F é*ia*/éﬁ_@ﬁa@’%ffwﬂ' ’
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e 54 7 B % % ¢ EH5 R RE
(ppm) (ppm)
DEHP 0.8~3 ol
DBP 0.5~0.6 0.1
BBP 0.5 0.4

A AR Rl kA L

WP DEHP DBP BBP DMP DEP DIBP DNOP DINP DIDP

114
te i 24 4% 1 0 0 0 0 0 0

qJr {4
Al 96 99 100 100 100 100 100 100

R 2L

®3 100 100 100 100 100 100 100 100 100

* 121 pFtg ' DEHP 2 | # fr pF 4 11 BBP

R

30 / 25

25 -

20 -
¢ T
k St

10 - .

: [ ] ’i; 52&
5 -
0 f f f

2 rH %
Bl= %@ AR% - 7 phfasiie Pk e X7 BEHT AL 0t
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#

*ﬁ%ﬁﬂ EE & &J%ﬁ%m’é’\ v RSt Jd’v%/ﬁ»/ﬁ Ly m aJd? g % /‘J’Tﬁc‘r’f&.

6 L% (ICP-MS) il £ & - %$ FRET Y BRI
5 £ £220.012~0.094 ppm ; 21 H MR 14y 452 5 B F 50.015 ppm s 9 & B ik )
ﬂ%’ﬁfgﬁf“OM$O%9wm,iB%ﬁmouPé%ﬁﬁb #4 5 1137102# 8

PO0P 25456 3 F 1021350146552 0 22 2 T &% b ipiEs BB | (bt 3R
40.4 ppm > & 0.05 ppm > #0.1 ppm > 450.1 ppm) °

£ ﬁi&ﬁq&\ﬁ—‘%ﬁ‘ﬁ@f"& c H P 24 e D ARF - 7 B (2-2 Ao Z’%)ﬁia
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