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Method of Test for Phthalate Plasticizers in Foods

Lo * #o0: Mas> 2@ % 857 8% - 7 f- ¥ fig(dimethyl phthalate,
DMP)% 9 &30 48 F = 7 Fafig#p(L "2 )2 ek ©

2. B2 L AR ‘:B"Z‘ E Et@/@ fo » MR #Eé] 178 B?if?"r& liq(llquld
chromatograph/tandem mass spectrometer, LC/MS/MS) 4 #7 2.

y
722‘\ [e]

2.1. %%
2.1.1. Rip kAT e BEH K
2.1.1.1. 33 B 23+ v & 33 (positive ion electrospray ionization,
ESI) -
2.1.1.2. 4 #i_¢ +x(Trap column) :
2.1.1.2.1. Agilent ZORBAX SB-C18>3.5um> p /&£ 2.1 mm x 3 cm >
A b s 5 (HPLC Jk 52) o
2.1.1.2.2. ACQUITY UPLC BEH C18 > 1.7 um » p & 2.1 mm x 3
cm > 2 % 5 (UPLC % %) o
2.1.13. K54
2.1.1.3.1. Waters XBridge C18 > 3.5 um > p j£ 2.1 mm x 10 cm » &
s 5(HPLC & 32) o
2.1.1.3.2. ACQUITY CSH™ Phenyl Hexyl > 1.7 pm » j 4 2.1 mm x
10cm > & F %% 5-(UPLC % %v) °
2.1.2. 42 % A ¥ F B (Ultrasonicator) °
2.1.3. Rk % % % (Rotary evaporator) °
2.1.4. # 8(Centrifuge) : ¥ i¥ 3000 rpm -

22, REIUBEYARES QM 2 E D VR RIpA T R
A-Rbe* AR A AT TR s fE pRARER B L AR
AT s BRF - P B P fg(dimethyl phthalate DMP) ~ #8 ¥
- ¥ f& - ¢ fg(diethyl phthalate, DEP) P Sl
(dusobutyl phthalate, DIBP) ~ 8% = 7 p& = 7 ¥ fiz (benzyl
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butyl phthalate, BBP) ~ #%8 ¥ = 7 f& = 7 fig(dibutyl phthalate,
DBP) - # ¥ - 9 @ - (2- ¢ A ¢ A ) @
(di(2-ethylhexyl)phthalate, DEHP) ~ #% ¥ = ¥ B - ¥ fig
(di-n-octyl phthalate, DNOP) ~ #=% *{ - " Bk = 2 I fq
(diisononyl  phthalate, DINP) ~ #8 ¥ = ¥ B = £ % fig
(diisodecyl phthalate, DIDP) %} P& * Jf%lv—% & ; DMP-d; (1000
ug/mL in methanol) ~ DEP-d; (1000 pg/mL in methanol) ~
DBP-d,~BBP-d, (100 pg/mL in nonane)~DEHP-d, 2 DNOP-d,
iz p RS
z&$£a+ﬂﬂ4.
231, F2%:10mL ~25mL ~ 50 mL 2 100 mL » #3341 5 -
232, g C15mL BBHF -
2.3.3. kR & E(Vortex mixer) °
iRk TR ZBEZBHHEE IABHET AT R YR
B mFAMAAEE T R RECHE * o
4. @2 DY
241, & A=A AL, Vi) R
Pt N AR 1L (VV)ZWBR S e
242, & Az ER(LA4, vV R
Bt AR Y AR ] L4 (VV)Z W BR o
25. BEApp A
2.5.1. HPLC % st
25.1.1. BE 43Rk A
AP~y e 4% 0.39 g A K% 2 = 1000 mL > i (43 & 49
Bk A
2512 B 4piaie B " g o
2.5.2. UPLC % %t
252.1. BE B R C:
Be®E: ImL o 4@ &K@ = 1000 mL > i #4pi5 % C o
2522 ## 4k D
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Be? A ImL v 4v2 35 i€ & 1000mL > i=iefd4p3 % D o
2.6 FRARIEA R
2.6.1. 50 ug/mL 2. DMP-d4 32 DEP-d 2 & p 3848 R %
HrEE B~ DMP-ds 2 DEP-dyfF 22 p 302 5% 05 mL > £ &
3 10mL F £5gP > U AREE o
2.6.2. 10 ug/mL z. BBP-d4 pr 3R R % -
R B BBP-dy =% N SRR & I mL o 5§ F ki 1T
10 mL /3 f% -
2.6.3. 100 ug/mL z. DBP-d4~DEHP-d4 # DNOP-d4:® & p 3848 % :
B~ DBP-d, ~ DEHP-d4 2 DNOP-d, F i % p 3R 2 2 4 1 mg >
TR R R I0mL F 277 0 Y BRBfET TF o
2.6.4. 3 ug/mL 2. DMP-d, ~ DEP-d4 2 0.5 pg/mL 2. BBP-d, ~ DBP-d, ~
DEHP-d4 2 DNOP-d, pr 3045875 7%
HFrEE B~ 50 ug/mL 2. DMP-d, 2 DEP-d /2 & p R4 % 0.6
mL ~ 10 pg/mL 2. BBP-d4 p %4 % ;% 0.5 mL 2 100 ug/mL 2.
DBP-d; ~ DEHP-d; 3 DNOP-d; /2 & p 3R4E& m % % 0.05mL > =
B 10mL 7 £#g7 > T BRI F o RIEpIHREREAR o
2.7 i 2 L
B DMP ~ DEP ~ DIBP ~ DBP ~ BBP ~ DEHP » DNOP ~ DINP %2 DIDP
R iREEL N 100mg FrEf T > £ £ 100mL 7 £ 57 > 14
TSR IRE G R R RR TR B B R SRR R
1P AR L 0.005~0.2 pg/mL (f ¢ 0.03 pg/mL 2. DMP-d,~DEP-d,
% 0.005 pg/mL 2. BBP-d, ~ DBP-d, ~ DEHP-d, 2 DNOP-d, pr R 4% %
&) BIEIR R R
28 twie 2 Y
2.8.1. Acklyg s B e Rz Mgk e
PR I R 1g Hafie s 3 10mL 7 £4g7 > 4 9
e r PR RA R 0.1l mL 2 P R 8 mL o AgF AIRT 30 A
b8 0 44Tt o NP BRI o FREE OB FIINBARN2mL o BT
;gﬁm‘*g: ? 5 02 3000 rpm HEes 15 A 48 0 B b -;‘— TR o ¥ B~
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10mL % B 5L > A B4 » R 3EE A% 0.1 mL £  f5 %) 8mL -
fe 3% 17 > 1T 427 ¢ #& % (procedure blank) -
et

PR HRME 1 g ML T B 15mL,§{;L.u§d ,/,,\w]ﬁ)\
pARHERER R 01mL 2 2 iR ImL SRR E 1 A48 e r
At A AR (L, viv)iR R 2 mL o SRR & 1 4 48 0 Y 1500 rpm
oo 1A PR AGHFE 2T A3 ml o ER S
1 4 &b > 1500 rpm & 1 4 48 > B~ b R > €450 7‘5%14 ;
EE T FR oD M F 2 10mL e 1lml 5§ F
rRicfe > Mo ImL A Bivkeik - 59»15mL¢}E‘_~~g A
Bl 4e » pFRAEE AR 0.1 mL 2 2 B8 1 mL > e iRdk iv o BT 4R
9 iR
ks BE
PR 3 RN Lgo MR B3 1SmL e § 7 o 4o 32
k1 mL & HAfR > £ A w4 r pIREER R 0.1 mL % 2l
mL> %R R & 1 A4 F4e » & A% F Ak (1], v/v)i3 ik 2 mL
SRR E 1 A4k 2T 1500 rpm B 1 A48 Bt R o R
AL f\l"\"%3mL’*>’iif§‘}ElL‘ 1 & 48> 1500 rpm 3w 1 4 450
el EAFSHAR LT GE PEFR NI ARETF L0
mL > #FFEEE 1mL 5§ fFRicfe > e % 1mLiajg . ikiF
ik o ¥P 15mL 3s g > 4o > FAPK ImL > £ 4 S 4e » 38
A% 0.1mL %2 ¢ @ IlmL 3T EENETY iR o
o g 5

FliE e LK BTG O BOR S R 0.5 g HRALE
B0 15mL g F ¢ o der 3 A% 05mL @ H AR E A 4
>R R R 0.1 mL 2 & ANl P AR(1:4, v/v)ia ik 3mL o g
iR E 1 448 > 1000 tpm & 1 448 0 Bt e o EAF
,%1:'(’é‘»ﬁ,_‘/ph»’z’“gﬁ%'k%i 10 mL » & ieig o ¥ B~
15 mL 3t g > 4o x A% 0.5 mL > £ A %) 4e 2 FRAR IR
0.1 mL 2 & A% @ 2 Ag(1:4, v/v)ig ik 3mL > g ic» &iE)n
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AR 0 feiR e
2.9 & Hm2 T
HAE ARG RS 10uL > & B3~ Rip 7P BTHF R > &7
PSSR A R 1T B S A AT R B BRE S U R S R SRR
SRR AR B R RRF D TRk R A B RITIREY R o
e Ap k45 B B Rl a2
1. HPLC & 3t :
R +7 ¥ © Waters XBridge C18 » 3.5 pm > p /£ 2.1 mm x 10 cm ©
e AR CAREBRUTAEEREEHAE ST

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 — 170 0 — 100 — 100
170 — 17.1 0 — 75 100 — 25
171 — 22.0 75 — 75 25 — 25

#F#4p ik 0.3 mL/min -

2~ £ 110l o

£ g % & (Capillary voltage) : 4kV o

% B-1E 578 & (Desolvation temperature) : 350°C o

B HR4a § 18005 i# (Cone gas flow rate) © 10 L/min -

" % ® & 4 (Nebulizer) : 40 psi °

ORI ¢ % £ & R 8 B|(multiple reaction monitoring, MRM) °
E P HE+ ¥~ B4R 48 T B (cone voltage) £ A dE it &

(collision energy)+4*i % ©

2. UPLC )k ¢ :
k5% : ACQUITY CSH™ Phenyl Hexyl > 1.7 um > p /& 2.1 mm
X 10 cm
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BEAR B R L Cirdr D T F)iEE R R A
Time (min) C (%) D (%)

0 — 2.0 75 — 50 25 — 50
20 — 72 50 — 50 50 — 50
72 — 73 50 — 20 50 — 80
73 — 9.5 20 — 20 80 — 80
95 — 9.6 20 — 80 — 100
9.6 — 12.5 0 — 100 — 100
125 — 12.6 0 — 75 100 — 25
126 — 15.0 75 — 75 25 — 25

#F#4poiiE 0.4 mL/min -
A~ ® 110l e
£ g T & (Capillary voltage) - 3.2kV -
# 3 Jh 8 & (Ion source temperature) : 120°C -
A ¥ 4R A (Desolvation temperature) @ 500°C
B HR4a F 18705 i# (Cone gas flow rate) @ 100 L/hr o
A AT a# (Desolvation flow rate) @ 800 L/hr -
WRIBEES S EF R o WORIBES H o BRAT RO N 2
ot & o
P AR IR E AT AR T ORATR Y 2R E 0 R TR & 2R
TLiEE o
2.10.F %33 %k 2 7 B2
AT PR~ ART 9 g 2 REZRE 10Ul > & B3~ R ip &
1re MR ®29.5RAPHATE MR EE AT R
BREERRAEREZFGEEE S LR BRI A

Fwjz o LiETAREN RGN L F S 7 a2 7 £ (ppm) ¢

(C—C,)xV
M

WAREY LAY - Y g2 7 (ppm) =

C:d By REFwRY La8F - 7 fafs2 k& (ug/mL)
Co:d By MAF AT Y LT "Bz kA
6



(ng/mL)
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WP MR R R RERT H R R e

(=100%) » % % 4 Fl4c T

o $H 48T 5 (%) g A0
> 50 + 20
>20~50 +25
>10~20 + 30
<10 + 50
=
. 2%5% > 22 T £ &0 £
CE & '(ppm)
S R IR P R
R se | ss | opw | PTF
DMP
DEP
BBP
0.05 0.1
DBP
DNOP 0.05 0.05 0.05
DIDP
DIBP
DEHP 0.1 0.2
DINP

2. 85 F RS RBRES 2P TR B A -
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A HRF - TR T a9 SRR F - Y BRfasE S €K R RIS Sl

i 4+ 4 efhsn mERE P
W SRS (M) >A s (miz) BN (V) =
DMP 195> 163" 14 12 DMP-d,
195> 133 14 24
223 > 149* 10 16
DEP 223> 177 10 9 DEP-d,
279 > 149* 13 6
bIBP 279 > 205 13 7 DBP-d,
313 > 149* 19 12
BBP 313> 205 19 8 BBP-d,
313> 239 19 6
279 > 149* 16 15
bBP 279 > 205 16 8 DBP-d,
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 —

ST SR



