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Method of Test for Phthalate Plasticizers in Foods

L * §5F: Aesk > 2" 857 ¥ - 7 i- 7 fig(dimethyl phthalate,
DMP)% 9 S35 40 = ¥ Befadp( L&) 5k o

2. BT E CRMET I EI IR > MR AR B E S R (liquid
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 47 2.

’5;&"—\0

= B

2.1. %=}
2.1.1. Ap k7P B R R
2.1.1.1. 3= k& L33 i & 33 (positive ion electrospray ionization,
ESI") -
2.1.1.2. 3f #5¢ +:(Trap column) :
2.1.1.2.1. Agilent ZORBAX SB-C18>3.5um-> p /£ 2.1 mmx 3 cm
£ b % 5 (HPLC & 2) o
2.1.1.2.2. ACQUITY UPLC BEH C18 > 1.7 pym » p j& 2.1 mm X 3
cm > & B 5 (UPLC 4 2) o
2.1.13. k473
2.1.1.3.1. Waters XBridge C18 > 3.5 um > pr j£ 2.1 mm x 10 cm » &
e s 5 (HPLC 4 32
2.1.1.3.2. ACQUITY CSH™ Phenyl Hexyl » 1.7 um » p i< 2.1 mm x
10 cm » & F % 5 (UPLC % %) o
2.1.2. 42 % # ¥ F B (Ultrasonicator) °
2.1.3. 3Rk %5 % & (Rotary evaporator)
2.1.4. #.< $%(Centrifuge) : ¥ iF 3000 rpm JF‘f o

22, BREURBEYREL ML HED NIRRT RAPA TR B
A KER® AP BT T PR RAGER Y R B RER Y
A7 #RF - ¥ - P fp(dimethyl phthalate, DMP) ~ 8 ¥
Z ¥ f& = ¢ fig(diethyl phthalate, DEP) ~ a8 % = @ fi- £~
fin (diisobutyl phthalate, DIBP) ~ #8 % = ¥ f&~ 7k % fig(benzyl
butyl phthalate, BBP) ~ #8 ¥ = ¥ f& = 7 fig(dibutyl phthalate,
DBP) - #8 ¥ - " @ - (2 ¢ A : &)



(di(2-ethylhexyl)phthalate, DEHP) ~ #% ¥ = ¢ B - ¥ fig
(di-n-octyl phthalate, DNOP) ~ & % L I i
(diisononyl  phthalate, DINP) ~ #8 ¥ = ¥ B = £ % fig
(diisodecyl phthalate, DIDP) ¥+ * &% & ; DMP-d4 (1000
pg/mL in methanol) ~ DEP-d4 (1000 pg/mL in methanol) -
DBP-d,~BBP-d, (100 pg/mL in nonane)~DEHP-d, 2 DNOP-d,
ity FUE LY SR
23. BEE
23.1. F2%:10mL ~25mL ~ 50 mL 2 100 mL » #3341 5 -
232 g D 15mL BBFHF -
2.3.3. kR & F(Vortex mixer)
KRBT TR 2 BEZ BT ARBHT AT R PRHT
*FmFANAAEE Y RREL R Y o
-
241, & A=A AL, V)RR
Pt A A AR 1L (ViV)Z W BR S o
242, 1 A% 9 A (1, VV)B R
Belt AR AR ] D4 (VIV)Z Ot BIR 5 o
2.5. BEApiB iR 2 F’%?i
2.5.1. HPLC )k %
2511 #&4p5 R A
FLB-fip 4% 0.39 g r13@ K03 2 = 1000 mL - & 1543 #- 4p
Bk A
2512 B 4piaie B " g o
2.5.2. UPLC % %t
2521 ##4pin R C:
Be®E: ImL o 4@ &K@ = 1000 mL > =i #4pi5 % C o
2522 ##4pipk D
PP A ImL o 4ve %2 1000mL > e #4pi3 7% Do
2.6, FAREER R
2.6.1. 50 ug/mL 2. DMP-d4 2 DEP-d; iR & p 3848 R %
HrEE P~ DMP-dy 2 DEP-dyff 22 p 3R 2.2 05 mL» £ §
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2.6.2.

2.6.3.

2.6.4.

10mL F &5 > P RREE o

10 pg/mL 2. BBP-d4 pr $R4E 22 7% -

HFEE P~ BBP-dy = P MRS I mL 0 S5 F F i M T fR
10 mL /% f# -

100 pg/mL 2. DBP-d,~DEHP-d, 2 DNOP-d, i & P 28453 f %
B~ DBP-d, ~ DEHP-d, 2 DNOP-d, f =% p 2R {88 5.2 % [ mg »
AT 25 10mL 3 877 » MY BBESTF -

3 ug/mL 2. DMP-d, ~ DEP-d; 4 0.5 ug/mL Zz. BBP-d, ~ DBP-d, ~
DEHP-d; 2 DNOP-d4 pr 3R 4582 7% -

#HrEE P~ 50 pg/mL 22 DMP-d; 2 DEP-d; 2 & p R4 R % 0.6
mL ~ 10 ug/mL 2. BBP-dy p 3748 R /% 0.5 mL 2 100 ug/mL 2z
DBP-d, ~ DEHP-d; 2 DNOP-d /2 & p 3R #& a7 2 0.05mL > =
B3 10mL R #5L¢Y > T BB TR 0 BIERIMEER R o

2.7 B2
2~ DMP ~ DEP ~ DIBP ~ DBP ~ BBP ~ DEHP ~ DNOP ~ DINP % DIDP
Rt R EL G 100mg HrREfE = B3 100mL 7 77 -
PR ART R 0 (TR EERR O R F";hw,’]‘ foif O IR R
P AL 0.005~0.2 pg/mL (P 7 0.03 ug/mL 2. DMP-d,~DEP-d,
% 0.005 pg/mL z. BBP-d, ~ DBP-d4 ~ DEHP-d4 # DNOP-d, pr ¥% 4% %
&) BIEIRIER R

28. Wiz

2.8.1.

2.8.2.

GoRlE s B e R E ke s

PR AR lg R B 10mL 3 2417 > A4
for NIRRT 0.1 mL 2 T AR 8 mL v AZH AART 30 4
48 0 A Frie 0 M ERTF o FER B FIINBAR2mL E
o g 9 o 12 3000 rpm s 15 A4k 0 Be b i i (TR o F B
10mL % 35 > & W4 » pFR4ERA % 0.1mL 2 ¥ 2% 8§mL »
Fe ik it > 1T 427 9 #& % (procedure blank) °

et

PR RO lg Hrfie > B0 15mL g P o 2 R4
RIEEARO0ImL 2 e i ImL %GRRE 1 A& Fer 0t
A A AR(LL, VAV)R R 2 mL o SRR & 1 A 480 3T 1500 rpm
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oo 1o B FR oo AT E Ao r B A% 3 mL o ER S
124850 1500 rpm 3o 1 A 480 B~ b i s £AF S H A1 = -
EE PR N AT FER 10mL HrAEP 1 mL ¥ F
PRFcis o e % ImL B BT e T 1SmL e g o A
W4 » pRREEA R 0.1mL % ¢ fiE 1mL o T B ITRAE
TV ORIR
2.8.3. Wik uE
PR ARG lg HAR T B3 1SmL AR F P o 4o r 22|
k1 mL & BAfR > B A %4~ P IRHEEAR 0.1 mL 2 2 ]
mL > %R & 1 A4 §4e » & A% [ AR (L], v/v)i% ik 2 mL
MORR A 1 a4 2 1500 rpm s 1 A4 B iR o AT P
Fher A 3Imlo SRR E 1 A 4803 1500 rpm dges 1 4 48
wL i LEEAI LK G E LR 2 ARG 10
mL #HmEB 1mL 5% F *Rigfs > e ¥ I mL i3z ki
¥ o FB’»ISmL%ﬁL'U’g v de »ZERFK ITmL o A B4 ~ po3R
HERAZROImML 2 2 IlmL> Pt BiEET0 R o
2.84. @ g5
REEECE | E RV S7 R B R LIS A Y S O.Sg’ﬁ%r’f* .
B ISmLAEcF P b2 P AR 05SmL i HipfE s £ AW
»>pOFRAERER R 0.l mL 2 & A= T AR(1:4, v/v)ia ik 3mL o
R E 1 44 > 1000 rpm & 1 448 0 Bt e 0 EAF S
Al o gk T ERITFEL 10 mLo BIEiER o ¥ P
15 mLé}ﬁ:u'g s e ~ A= 0.5 mL @/,,\\gjét/\p\ V‘Kﬁl_%/‘j”g
0.1 mL 2 & A= 0 ¥ Ag(1:4, v/v)id i 3 mL > g ie» & iEin
A2Z 0 KR o
29 B M2 iF
HAEPRER R L 10Ul 2Bl 2Ap A 178 BFFRY - &7
FIWE R TRAP R AT B BT A 4T f]*féﬁ-“?‘ TR & IR
R BB EBF D YRR R > A BT Ao
AP & 4T B TRl wLE
1. HPLC & %t :
R 45 ¢ * Waters XBridge C18 > 3.5 um » P f£ 2.1 mm x 10 cm °
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B CARE BRI T AR EAHAA

Time (min) A (%) B (%)

0 — 2.0 75 — 50 25 — 50
20 — 42 50 — 50 50 — 50
42 — 43 50 — 20 50 — 80
43 — 95 20 — 20 80 — 80
95 — 9.6 20 — 80 — 100
96 — 17.0 0 — 100 — 100
170 — 17.1 0 — 75 100 — 25
171 — 22.0 75 — 75 25 — 25

##4pinid ¢ 0.3 mL/min o

A~ 110l -

£ g % & (Capillary voltage) : 4kV o

7% WAE4TR & (Desolvation temperature) : 350°C

B R4 § 18705 1# (Cone gas flow rate) © 10 L/min -

¥ 7% ® & 4 (Nebulizer) : 40 psi °

WopHC ¢ % £ & & 1 R|(multiple reaction monitoring, MRM) °
B HE+ ¥~ B4R 48 T B (cone voltage) £ FiLdE it &
(collision energy)4-*f % ©

2. UPLC ) 3t
% 5% * ACQUITY CSH™ Phenyl Hexyl » 1.7 um > p /& 2.1 mm

x 10 cm °
FHEApBR CCREDRUTIEEREHRE LT
Time (min) C (%) D (%)

0 — 20 75 — 50 25 — 50
20 — 72 50 — 50 50 — 50
72 — 7.3 50 — 20 50 — 80
73 — 95 20 — 20 80 — 80
95 — 9.6 20 — 80 — 100
9.6 — 12.5 — 100 — 100
125 — 12.6 — 75 100 — 25
126 — 15.0 75 — 75 25 — 25




#Hd4piniE ¢ 0.4 mL/min o

A g 110 ML o

£ g % & (Capillary voltage) : 3.2kV o

-+ 7R & (Ion source temperature) : 120°C o

% 12578 & (Desolvation temperature) : 500°C

B HR4a § 18005 i# (Cone gas flow rate) @ 100 L/hr o

7% A4 7w i (Desolvation flow rate) @ 800 L/hr -

BRI S ER BB BRI H o BRAT RO NS

4ot & o
T FERIRIEEAIE AP T ORI Y 2 RE > X T S 2B
CEERE

2.10.F%@R%E 7 2R T
AT HRR ~ AT R 2 HREZRE IOUL » & B2 > R 4p K
ﬁg%gﬁ@a,sz%@w%%sﬁﬁﬁ&P@ﬁﬁﬁ’ﬁﬁﬁ
BRERRTERE L FGRETE S EF RS w
Ew|2 0 B ET IR SRR EARF S Y pifi2 2 £ (ppm) ¢

WY LA S Y a2 7 (ppm) = ELJ%A&X

C:d By RFLEFHRY LaF - 7 fhps2 k& (ug/ml)
Co:d HBd AKWIRIET G Hhip? LMF - "Bz kR
(ug/mL)
V:ite®EaE T F 2B (mL)
Miﬁﬁéﬁﬁwfii®
PARHEE S R LS HR IR HL S iy e @
(émmﬁ’gﬁ#@%Ti

AP HALS 5 B (%) 3 i (%)
> 50 + 20
>20~50 + 25
>10~20 + 30
<10 + 50




1. A% > 22 T %" 4c™ £
T E & 'ppm)
LA I I P T VY S E )
5 L o5 5 = 5 . WPy R
DMP
DEP
BBP
0.05 0.1
DBP
DNOP 0.05 0.05 0.05
DIDP
DIBP
DEHP 0.1 0.2
DINP

2. 8 R 3 RBRBRES LT P T o




AT

2

PR E 9 NI ANE - P RAREZ P E A RPN Sk

4 4 AL ¥ B4 RN E [
W ERAET (Mi2) > # 3 (miz) =BV (eV) [ e
195> 163* 14 12
DMP DMP-d,
195> 133 14 24
223 > 149* 10 16
DEP DEP-d,
223> 177 10
279 > 149* 13
DIBP DBP-d,
279 > 205 13
313 > 149* 19 12
BBP 313 >205 19 BBP-d,
313> 239 19
279 > 149* 16 15
DBP DBP-d,
279 > 205 16 8
391 > 149* 19 23
DEHP 391 > 279 19 13 DEHP-d,
391> 167 19 9
391 > 149* 21 16
DNOP 391 > 261 21 9 DNOP-d,
391 > 121 21 47
419 > 149* 19 30
DINP 419> 275 19 9 DNOP-d,
419 > 293 19 12
447 > 149* 17 25
DIDP 447 > 289 17 10 DNOP-d,
447 > 307 17 10
DMP-d, 199 > 167 10 8 —
DEP-d, 227> 153 10 12 —
DBP-d, 283 > 153 16 14 —
BBP-d, 317>91 15 22 —
DEHP-d, 395> 153 18 20 —
DNOP-d, 395> 153 18 18 —

ik



