Overal Migra-
tion Test into Olive Oil

Overall Migration Test

EN

1186-2 EN D

20

19 21

22 24

EN

EN

EN

43
50

EN



119 1000 ml
11 g/L
200 g 800 ml 70
0.1 mm
0.03 mm
0.009 mm 43 20+
0.3 mm 1
0.5mm 50+ 2
0.5mm XS204 XSE204
0.1 mg
()
95 T-N22S
() ()
43 5479 95 453 g
GC-FID  6890N Agilent Technologies
()
71
16 Sigma-Aldrich
()
(99.5) 10 cmx 10 cm
PCB 5000
()
()
28
()
99
Sigma-Aldrich
200 mg
100
ml 2 mg/m 10 cmx 10 cm 200 cm?
14
24

()

0.5mg



W, mg

3 cmx 3
cm 18 cm?
1cm? 2ml
10 kg
60 30
80 60 40 30
W, mg
190 ml 10 mi
40
120
10 ml
0.5ml
2 ml 15
5ml 0.5ml

10 mi

GC-FID

20

EN
EN 1186-2

200 ml

Polyethylene glycol
i.d.x 30m

GC-FID

W, mg
0 1500 mg

0.25 mm
0.5 pm

100 2min 100 250

/min 250 5 min

250
250
1:50
2.0 ml/min

FID

png/cm’

Wa (Wb Wc
x 1000

x 1000

W. W, mg

10 ml



10 ml

10 ml 190 ml
10 40
60
5 ml 2 360
20 ml 5
50 ml
190 ml
40
W, mg 120 240 360
png/cm?
190 ml
40 120
10 cmx 10 cm 3cmx 3
cm 40 60
1 4
W, mg Wi
mg W, W,mg
1
3 1
1
W, W,mg
10 ml
1 3
60 30

80 60 40 30 EN

(95:5)

10 ml

0 60 120 240

4 ml

190 ml

0

10 ml
15 30 60
4 ml



0 0.05 0.1 0.5 mg

GC-FID
0.5 mg
11.0 S/N
0.1
S/N 20 10
S/N 10
0.05 mg
0.05 1500 mg
R*>  0.9999
0.9974
!
0.1 mg

2 4 6 8 10 12 14
Time (min)

EN
W, W,mg
W. mg W,
Wy W.mg
100
0.05 mg
0.5 1500 mg
0.5 mg

] 0.5 mg l ]
O | c o
28 28
0o 0no
&N: g(\l:

g1 | s

g — S

0 2 4 6 8 10 12 14 =0
Time (min)

] 0.05 mg ]
=k 58
QO QO]
8K ] 8]

o B o B
O: o:
S %J
s ————— St
0 2 4 6 8 10 12 14 -

Time (min)

0,0.050.1 0.5mg
10.2 min

4 6 8 10 12 14
Time (min)

11.0 min



60
R2=0.9999 /. 75.7
s )
© 13.5 2)
H
£ 2 /./
.
L 9
10 /
0 / T T 1
0 500 1000 1500
F 1) 7l (ng) 0.05 mg
S EH00 11.3 SN 10

' Re= 0.9974/‘
e 0.05
5 2E+09
A
N
]

mg
LE+9 /./ !
5.E+08 ]
0.E+00 . . . .
0 500 1000 1500 €S- !
N QS 4
A7l (ng) 851

(0.05 1500 mg)

10q000

— T
6 8 10 12 14

o
N 4
N

0.05 mg 0.05 Time (min)
1500 mg (0.05 mg)
10.2 min,
11.3 min
0.05 1500 mg

RZ

0.9948
RZ

0.9999

77.3
10.4 7.0 2

0.05 mg 0.05 1500 mg



R*=0.9999 .

10
0/ . ; .

0 500 1000 1500
+7 57—l (ng)
3.F+00
R2=0.9948
2.F+00 ®
it
|2 2E+00
N /
1 1LE+00
4 /

T
500 1000 1500

5.F+08
0.E+00 ‘y’/
0

F757 i (ug) 60 30 10
cmx 10 cm 200 cm?
0.05 1500 mg
EN 7 3
EN
7
7
2 (95:5)
36.1
68
(95:5)

4-7)



e
o

Mt i oAU 7 IR EE (mg/ml)
=) =]
- o

=
* — g
== 7o~ F(40°0C)
= nF Y 2(40°C)
———~F 1 2(60°C)

—h— KT ) 1=95:5(40°C)

0
0 60 120 180 240 300 360
14 B R (omin)
40 80.7 40 6
60 0 60 120
240 360
60
40 0 360
60 (95:5)
40

—— IENER:
—de— 5o B BAR T

60 —— ————————9
50

o3

E

"

#

T 30

5 |

10
Ol

0

60 120 180 240 300 360
R (min)

40



EN

3
60
240 59.6 2
mg 1 3
60 GC-FID
60.5 mg
60
1 3
57.15 mg 1
60 57.76  57.95 mg
1
40 120
40 120
200 ml 60
3
1 53.16
mg 96.6 2 40 120
1.70 mg 3.1 3 0.15 mg
0.2 4
4
1 2 3 4
(mg) 53.16% 1.03 1.70+ 0.05 0.15% 0.01 ND 55.01% 1.05
() 96.6 3.1 0.3 0 100
3 + ND < 0.05 mg
(mg)
1 1 2 1 3
53.16x 1.03 56.17« 0.54 57.15% 0.56
57.95% 0.33 57.76x 0.27 57.91% 0.08

I+




10.50 mg

1 2
2
2
80
60
10 ml 120
190 ml 40 1
120
200 ml 40 60
2
1 16.58
(mg)
1 2 3 1 2
16.58+ 0.41 ND ND 16.87+ 0.34
16.32+ 0.48 16.30+ 0.48
10.50% 0.26 ND ND 10.66+ 0.27
11.06% 0.34 11.02+ 0.32
ND ND ND ND
ND ND
3 +

ND < 0.05 mg




EN

EN
500 mg

500 mg
o 1
0o
c o
88
no
DN
o]
st |
o
=8
=} T T T T T
=0 2 4 8 10 12 14
Time (min)
3 cmx 3 cm
B2 l
88
no
DN
o]
8:
o
=8
=} T T T T T
—0 2 4 8 10 12 14
Time (min)
0.05mg !
91 !
c o
88
no
DN
o]
8:
o
=8
=} T T T T T
0 2 4 8 10 12 14
Time (min)
0.05mg
0.05 mg)

10.2 min 11.0 min

1500 mg

11.3 min



10 ml

1/10 3 cmx 3 cm 18 cm’ 190 ml 40
120
200 ml 40 60
3
40 120
1
48.06 mg 2 0.55 mg 3
11.0 4
1 2 49.15
0.03 mg mg 1 3 50.60 mg
11.3 0.05 2
mg
1 1 2
0.05 mg 1 3
49.65 49.82 mg
1 3
60 30 50.60 mg
50 mg EN
0.03 1
mg 0.06
1
3cmx 3 cm
60 30
40 120
1
(mg)
1 2 3 4 1 2 1 3
48.06x 0.64 | 0.55+ 0.24 ND ND 49.15% 0.44 | 50.60% 0.18
49.65% 0.37 49.82+ 0.24 | 49.81% 0.23
3 + ND <0.05 mg




40 30

10 ml 190 ml
0.8 mg 40 120
200 ml
40 60 2
0.07 mg
1 10.98 mg
2 3
1 1
80 60 2 1
0.5 mg
2
60 30 40 30
40 1
4mg 10mg
11mg 80 60 11.26 11.29 mg
60 30 1
40
40 30 1
10 mg
0.07 mg 0.7 40 120 1
(mg)
1 2 3 1 2
10.98+ 0.07 ND ND 11.11£ 0.22
11.26 0.12 11.29+ 0.15
3 + ND < 0.05 mg



B
28]
AN
R L Q/
g L B :
"0 2 4+ & 8 10 12 1
Time (min)
g
25
A
.
0 2 4 6 8 10 12 14
Time (min)
0.5mg
!
CIJO*
38 !
gx WJL/W
e
o]
I
0 2 4 6 8 10 12 14
Time (min)
0.05mg
(0.5 mg) (0.05 mg)
10.2 min 11.0 min



EN W,

W. mg
EN
EN 5 pg/em?
EN
5 EN
80 60
60 30 40 30
10 cmXx 10 cm
200cm’
EN
3 cmx 3 cm 18 cm?
3
W, W.mg EN 1186-2
W, mg W,
W, W. mg pg/cm?
Spg/cm’
40 120
W, W, mg 1

EN



EN

Wb Wa Wc Wa Wb WC

(cm®) (mg) (mg) (mg) (ng/em?)
6.3+ 0.3 16.3+ 0.5 10.1x 0.2 50.3+ 0.9

200 80 60
EN 59+ 04 16.5+ 0.3 10.5%+ 0.1 52.7% 0.7
11.0+ 0.1 11.1+£ 0.3 0.1£ 0.3 03+ 1.3

200 80 60
EN 11.0+ 0.2 11.2+ 0.1 0.2+ 0.1 1.1+ 0.5
0.3+ 0.2 ND 0.3 0.2 1.5+ 1.1

200 80 60
EN 0.3+ 0.2 0.1+ 0.1 0.4+ 0.3 20+ 1.4
8.3+ 0.5 11.3+ 0.1 19.5+ 0.4 97.6x 2.0

200 40 30
EN 8.2+ 0.5 10.6x 0.1 18.8+ 0.4 942+ 1.9
29.5+ 0.7 57.9+ 0.3 28.5+ 0.4 1424+ 1.8

200 60 30
EN 312+ 04 59.6x 0.7 28.4+ 0.9 142.1+ 4.5
27.6x 0.6 49.6+ 0.4 22.0+ 0.8 1,223 + 44

18 60 30
EN 27.7% 0.6 49.9+ 0.7 22.2+ 0.5 1,235 + 28

3
ND < 0.05 mg

ND

0 mg

I+




EN

EN

1) EN 1186-2:2002 Materials and articles in
contact with foodstuffs-Plastics Part 2: Test
methods for overall migration into olive oil
by total immersion (2002).

2)

2 1 (2005).
(http://www.mext.go.jp/b_menu/shingi/gijyu
tu/gijyutu3/toushin/05031801/003.htm)

3) 2010,
p-216-7, (2010).

4) HPLC

37 272-280 (1996)

5)
40 189-197 (1999).

6)
41 54-161 (2000).

7)

42 316-321(2001).



