30

®
« )
« )
« )
« )
« )
EU EU
EU
( 22 12 24 1224 1 ) EU
COMMISSION DECISION (2002/657/EC)
EU
B. B, G G2 COMMISSION DECISION
(2002/657/EC)
(CCa ) (ccp)
EU Bi B, G G
B B, G G
EU B,
B. G: G, CCa 0.27 0.17 0.29 0.21 p g/kg CCB
0.36 0.24 0.41 0.31 pg/kg 3-0-
CCa 56.3 58.8 p g/kg CCPB 62.6 67.7 u g/kg
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EU

EU
Bi B, G
COMMISSION
DECISION (2002/657/EC)
( )
(CCa )
(CCB )
EU

EU

A

EU B
EU 1 EU

1-1
Bi B, G G2
EU
( B:
Bz Gs

( 22 12 24 1224 1 ) G. 25 mg/L)

EU COMMISSION (
DECISION (2002/657/EC) ) (

)

Autoprep MF-A 1000(
)

Toronto Research Chemicals

3-0-
( 96 %)
(
) (
) ( ) Waters Oasis
HLB( -N-

)

B B, G G2
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11V 45 eV

(BLIXER-3D)
1-3
Bi B, G G2
4 mL
200 mL
( 500 u g/L
)
(HPLC) LC-20AD (9:1)
HPLC 5 2.5 0.625 0.25 0.1p
Mightysil RP-18 GP(4.6 mm 250 g/L
mm 5pum
(60:40) 0.7
mL/min 40° C 5 mg
365 nm 450 50 mL
nm (
)
(100 mg/L)
(BLIXER-3D) 3-0-
2 mg 100 mL
1KA
( )
SCIEX 3-0-
- (LC- (20 mg/L)
MS/MS) Triple Quad 6500+ 5 mL 25 mL
20 mg/L
LC-MS/MS 20 mg/L
InertSustain C18 (2.1 mm 150 3-0-
mm 5 pum 1 mL 20 mL
(1000:1) 1 mg/L
0.2 mL/min 40° C 0.002 0.001 0.0005
0.0002 0.0001 mg/L
46
V 45 eV 3-0-
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Gz

Bi B: Gi
1-4 10 plL
Bi B, G G2
B1
(9:1) B. Gy
G2
50 g 500 mL
(9:1)200 mL 10 p L
5
2500 r/min 5 B:
B2 G1
5 mL Autoprep MF-A 1000 G2
1.5 mL
2 ulL
10 g 250 mL
100 mL 0-
1
2 ulL
50 mL 1
200 mL 0-
4 mL( 0.2 g
) 15 mL
Oasis HLB ( 10 mL
(3:2)10 mL
) 1-6
(3:2)5 mL B. B, G G2
2 1)
10 mL 20
10 mL
2)
CRM
1-5 50 ¢
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Bl BZ
Gl Gz
1 1.5 2y g/kg

1 6 3 -
50 % +20 %(50 120 %)

3)
B; B2
G: G2
5 2.5 0.625 0.25
0.1 p g/L 5
4)
( CV)
Horwitz ( )
2/3 (CV:15 %)
5) (CCa )
1-6 2)
X
Y
B1
B2 Gy
G2 CCa
CCa vy y
2.33
6) (CCB )
1-6 2) CCa
(1 v 9/kg) CCB
1-6 2)
s ) 2

20 CCp
Bs
B2 G1
G, CCB
cCp CCa 20
1.64
1
20
2)
CRM
10 g
3-0-
25 50 75 p g/kg
1 6 3
-20 % +10 %(80 110 %)
3)
3-0-
0.002 0.001 0.0005
0.0002 0.0001 mg/L 5
4)
V) Horwitz
( )
2/3 (15 %)
5) (CCa )
1-6 2) (MRL)
(50 p g/kg) 18 )
2 20
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CCa
CCa 20
6) (ccp )
CcCB CCa
20
1.64 CCa
CCa
MRL
M g/kg) 20
1.64 (CCa )
CCp CCa 20
1.64
2
EU
-12
(
EU MRL (MRL
3
( )
1/3
1710
1/3
1/3
70 120 % 3

MRL

30

)

cv Horwitz (
2/3

(15 %)

CD

1 EU

D

2)

120 %)

3)

4

5)

6)
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B B, G G2

Bl BZ
G1 Gz

)
-1 4
-50 % +20 %(50
B, Bz
Gy G2
-1
B, Bz
Gy G2
0.995
14
B1
B, Gy
G2
(CCa )
-5
(CCB )
-6 -7



1) -12 3
3-0-
cv
2) ( )
-8 9 70 120 %
-20 % +10 %(80
110 %)
15 %
3)
3-0-
-2
3-0-
0.995
4) E
-8 9 EU
Bi B, Gy
3-0-
( )
5) (CCa )
-10 11
6) ccp) 3
CCB 62.6 y g/kg
3-0- cCB 67.7
M 9/kg
B, B
Gy G2
1 p g/kg
30
50 p g/kg
F
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3
Ccv
14.7 %
3
G
EU
EU
EU
EU
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-1 B;
i g/kg)
(v o/kg) 1 2 3 4 5 6 ® ) ®
1 1.0498 | 1.0060 | 1.1016 | 1.0627 | 1.0350 | 1.0454
1 2 1.0113 | 1.0294 | 0.9396 | 0.9386 | 0.9598 | 0.9244 | 1.0239 102.4 3.8 5.9
3 1.0239 | 1.0644 | 1.1200 | 0.9997 | 1.0877 | 1.0412
1 14864 | 1.4713 | 14584 | 15138 | 1.5209 | 1.4620
1.5 2 13903 | 1.4553 | 1.4110 | 1.4061 | 1.4564 | 1.4611 | 1.4781 98.5 2.3 3.7
3 1502 | 1549 | 14476 | 1.5718 | 1512 | 1.5114
1 2.0005 | 2.0391 | 2.0093 | 2.0391 | 2.0378 | 1.9814
2 2 1.9282 | 1.8178 | 1.8970 | 1.9171 | 1.8919 | 1.8574 | 1.9900 99.5 2.5 5.2
3 20140 | 2.0180 | 1.9895 | 2.0012 | 2.1708 | 2.1110
-2 B,
y g/kg)
(1 o/kg) 1 2 3 4 5 6 ® ® ®
1 0.9846 | 0.9799 | 1.0431 | 0.9931 | 1.0064 | 0.9864
1 2 0.9374 | 0.9744 | 0.915 | 0.9%57 | 0.9157 | 0.9388 | 0.9869 98.7 2.6 5.4
3 1.0662 | 1.0231 | 1.0338 | 0.9811 | 1.0534 | 1.0092
1 14716 | 1.4673 | 1.4542 | 1.4630 | 1.4442 | 1.4348
1.5 2 13992 | 14104 | 13922 | 1.3599 | 1.3950 | 1.4114 | 1.4541 9.9 1.5 4.2
3 15114 | 15572 | 1.4940 | 1.5313 | 1.4953 | 1.4816
1 19570 | 1.9662 | 2.0014 | 1.9518 | 2.0008 | 1.8907
2 2 1.9162 | 1.8323 | 1.8402 | 1.9378 | 1.9205 | 1.9053 | 1.9567 97.8 1.9 3.6
3 2.0099 | 2.0056 | 2.0096 | 1.9909 | 2.0233 | 2.0316
-3 Gy
i 9/kg)
(1 9/kg) 1 2 3 4 5 6 ® ® ®
1 10568 | 11122 | 1.1636 | 11472 | 1.1365 | 1.1305
1 2 0.9920 | 0.9194 | 0.95% | 0.9791 | 0.9482 | 1.057 | 1.06%6 106.3 3.6 8.6
3 11229 | 1.0628 | 1.0727 | 1.1306 | 1.1524 | 1.0780
1 1.6043 | 1.5984 | 1.4983 | 1.5866 | 1.5571 | 1.5197
1.5 2 1465 | 1.5133 | 1.4911 | 1.5678 | 1.4902 | 1.5606 | 1.5554 103.7 3.4 4.0
3 16315 | 1.6266 | 1.5043 | 1.5233 | 1.6845 | 1.5736
1 21417 | 2.1368 | 2.2002 | 2.1704 | 2.1297 | 2.1144
2 2 2004 | 2.0220 | 2.0030 | 1.9741 | 1.9697 | 1.9127 | 2.0893 104.5 2.0 4.8
3 21835 | 2.082%5 | 2.1735 | 2.0698 | 2.1173 | 2.1930
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i g/kg)
(1 9/kg) 1 2 3 5 6 ® ) ®
1 1.094 | 1.0766 | 1.1098 | 1.103 | 1.1087 | 1.0861
1 2 0.9905 | 0.9914 | 0.9733 | 0.9839 | 0.9686 | 0.9602 | 1.0548 105.5 1.6 6.5
3 11194 | 1.0805 | 1.0890 | 1.0596 | 1.1135 | 1.0728
1 15812 | 1.5579 | 1.5449 | 1.5665 | 1.5633 | 1.5371
1.5 2 1.4800 | 1.4864 | 1.4500 | 1.4504 | 1.4750 | 1.5124 | 1.5390 102.6 1.3 3.7
3 15697 | 1.6153 | 1.5750 | 1.5058 | 1.5813 | 1.5412
1 20609 | 2.1359 | 2.1623 | 2.1137 | 2.0770 | 2.0152
2 2 2033 | 1.9503 | 1.9739 | 2.0157 | 1.9974 | 1.9786 | 2.0729 103.6 1.7 3.9
3 2.0 | 2.1200 | 2.1483 | 2.1130 | 2.1403 | 2.1469
-5 B1 B, Gy G, CCa
Bl Bz Gl GZ
y (a) 0.048181 0.011300 0.029036 0.028297
y ) 0.091876 0.064957 0.108655 0.076687
(b)x 2.33 (c) 0.214072 0.151349 0.253165 0.178680
(a)+(c) 0.262253 0.162649 0.282201 0.206977
CCa 0.27 0.17 0.29 0.21
-6 ( M 9/kg)
Bl Bz Gl GZ
1 0.9608 1.0028 1.0758 1.0764
2 1.0313 1.0195 1.1294 1.1151
-7 B: B, G G, CCB
Bl Bz Gl GZ
n=20 (Sb) 0.054103 0.045216 0.076918 0.056864
1.64x SD  (d) 0.088728 0.074154 0.126145 0.093257
CCa +(d) 0.350981 0.236802 0.408346 0.300234
CCB 0.36 0.24 0.41 0.31




i g/kg)
( gk) 1 2 3 4 5 6 (1 (1) ()
1 26.2598 | 26.5209 | 27.6753 | 24.6935 | 25.5547 | 24.7298
25 2 28.4264 | 26.0960 | 25.8069 | 24.7610 | 25.2414 | 23.7223 | 25.5924 102.4 6.0 6.0
3 24.6058 | 23.8795 | 25.3324 | 24.3942 | 24.2542 | 28.7090
1 48.4422 | 47.6158 | 48.2320 | 47.8589 | 47.6373 | 49.6415
50 2 49.0453 | 47.8458 | 48.0527 | 46.9695 | 48.8451 | 49.7659 | 49.8269 99.7 7.0 8.3
3 53.8606 | 54.4627 | 45.3092 | 46.0634 | 57.5996 | 59.6377
1 74.3550 | 74.8921 | 70.9227 | 71.9909 | 74.7689 | 70.9252
75 2 75.9626 | 73.3099 | 74.4980 | 72.7203 | T74.0410 | 75.8843 | 72.3384 96.5 2.0 3.8
3 69.6336 | 70.3783 | 68.5645 | 70.5972 | 70.0059 | 68.6420
-9 3-0-
U g/kg)
(1 9/kg) 1 2 3 4 5 6 "~ wm w
1 24.7901 | 26.4833 | 26.6497 24.5770 | 25.6568 | 23.9308
25 2 24.105 | 21.3754 | 22.5502 21.049 | 22.3192 | 20.5221 | 24.2247 96.9 4.9 9.1
3 26.5863 | 23.5630 | 24.5496 | 25.4485 | 26.5320 | 25.295
1 47.8695 | 45.2712 | 46.8005 | 50.1080 | 47.0636 | 48.2859
50 2 40.0295 | 42.4216 | 42.4514 | 42.3299 | 40.8355 | 41.8368 | 47.8872 95.8 3.7 13.8
3 55.4465 | 55.9657 | 52.3429 | 50.5577 | 55.8422 | 56.5125
1 81.0024 | 72.5007 | 77.1592 | 84.3082 | 77.1777 | 84.0849
75 2 64.7492 | 66.6047 | 65.9929 | 64.8725 | 62.1989 | 70.5448 | 71.6894 95.6 4.6 10.6
3 68.5661 | 72.3953 | 66.7070 | 70.9361 | 69.9749 | 70.5446
-10 CCa -11 3-0- CCa
50 p g/kg 50 p g/kg
No. (1 9/kg) No. 1 9/kg)
1 48.44215 1 47.86952
2 47.61577 2 45.27117
3 48.23197 3 46.80050
4 47.85885 4 50.10797
5 47.63732 5 47.06355
6 49.64145 6 48.28585
7 49.04532 7 40.02945
8 47.84582 8 42.42160
9 48.05272 9 42.45137
10 46.96952 10 42.32985
11 48.84512 11 40.83547
12 49.76587 12 41.83677
13 53.86060 13 55.44647
14 54.46272 14 55.96565
15 45.30917 15 52.34287
16 46.06340 16 50.55765
17 57.59962 17 55.84217
18 59.63767 18 56.51245
19 47.47125 19 44.25080
20 46.66655 20 47.12640
3.824337744 5.390432375
1.64 6.2719139 1.64 8.840309094
CCa 56.2719139 CCa 58.84030909
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2500 8000 -
7000
2000 |
6000
Bing 1500 38 5000
T T 4000
D | K]
1000 3000
y =425.07x-6.7015 y = 1370.6x- 24.81
Rz = 0.9995 2000 Rz =0.9994
500
1000
o0 - . . 0
1 2 3 4 5 6 0 1 2 3 4 5 6
T77 % /BLEFE (1 g/L) T7IMV/B2ERE (1 g/L)
1800 - 7000 -
1600 6000 -
1400 -
5000
1200 -
*’E 1000 4 4“& 4000
| |
kY 800 9 3000
00 y = 324.08x- 6.9127 y = 1246.9x - 26.579
2 = -
Rz = 0.9995 2000 4 R2 =0.9993
400
200 1000
0 0
1 2 3 4 5 6 0 1 2 3 4 5 6
TIFMV/GLIREE (1 g/L) TIFMV/G2HREE (1 g/L)
- 1 Bl Bz G 1 G2
700000 - 300000
600000 ~ 250000
500000
200000
400000 =
Hel =
N & 150000
| 300000 - |
v y = 3E+08x - 1762.5 u y = 1E+08x + 91.254
200000 R2 = 0.9993 100000 R2 = 0.9995
100000 50000
0! . . . : ) 0 )
0.0005  0.001 0.0015 0.002 0.0025 0 0.0005  0.001 0.0015 0.002 0.0025
FoLNE Y U HEE (ng/L) 3-0-7EFI &4 BT HEE (ng/L)

- 315 -




G—AQLT0T/TO(RE) BB, —AY ¢ RHCIFETHEC
G—AOLETOREHHL—AOFHYEHEZQ

£ AREG—AZLHED

£E Z %01 ® G 86 D £ 86 D 0l 0l - SN/SH21] AR AT
g9 6 701 2 £ 001 2 [6°¢LL 2 g8 £y 08 08 SKHSH-01| E LEY(iE LEY(E 1%
LT 97901 4 Z 201 @ €101 @ 0l 0l I = AR =TT
L7l [£760L @ [oz8 T [9°¢ol T 0l 0l ov SKSK-01] E VAAPEOY NI AT
9°¢g 896 D [698 ® Z°(8 D g [ 051 [SN/SW-01| &6 Y J/4D4C 4404
92 86l @ v el ® 0°2L D S g SN/SK-01] 8 Lyl ik Lyl &
97 636 D € €6 ® 116 D 0l oL - SN/SK-01| &6 YGho (4L Yeho (7L &8
gzl |L68 ® Z 86 O 9°¢LL D 0¢ 0¢ - SN/SKN-01| ®8 LAyELAT LAyELAT
70 0°€0L T v eol ®© 6 €01 D 0l 0l - SH/SH-01 | B Ty /%0y Yy /%0¥
6 696 D 966 D e 90! D 08 08 - SN/SN-0T | S [ (M IE) Z(A AR
£ 2 L ® £ Z8 D L6 ® 002 002 SK/SH-01 | =S R LA v 3
8¢ T @ [0°L0L ® 896 D 001 0l 00GL | SN/SK-071| =& LA EELf LAy EEL,
S0 v 66 @ 966 @ €00l D 0082 ol 0062 | SK/SK-07 | ¥ [T-ESINOC A-E-IcAo Ex
6 ¢ 626 O 8°L6 D €001 T 08 0l 08 T EE] A-L-IC/ i A-L-I(/LE
LT 8 €0l O G 66 ® {86 ® g0 g0 - I EEE A-pLi% A-pL%
L6 £i6 ® ZZ8 T 1 €8 T g g - SHSH-0T | = A-0L VA4 A-0L VA A4
G 97101 © 816 z 7oLLL Z Az 001 00 |SK/SK-01| S E(C (3
G '8 Z 0LL T |66 T G 101 ®© 001 0l 002 | SWSA-0T| =X AT AT
1l 6 28 2 [6718 © 1718 © 008 0l 008 | SW/SA-07| =X AE TG LT M
76 1201 D L 88 D 6 S8 D 08 ol 00L | SA/SW-07| = \. Y ALY ENY LAY
0°9 .86 ® 9°i8 T |[z°¢6 D 08 0L 00L [Sw/Sw-01| =H LB PACAY] A6 LGN YR ACAY
LZL [8°¢0lL O v 28 D 088 D 08 ol 00L | SN/SK-07| B \. AN /T \. ENL /ALY
88 g'cs I 696 T 128 D 0l 0l 002 [ SW/SA-07| =X L/&%0C/ & \.\,‘?QQ K
0°¢ [T ® 1101 © L €0l © 0l 0l 051 [ SW/SA-07| =X 74L%0C ¥t 7ALE0C | @
6T 168 D g 98 z 08 < 0l 0l - SHSH-0T | = AT IAEL 744500 MK
¢ 728 @ €18 ® G938 D 0l 0l - SH/SK-01 | = Li&0CE \.\,;a%
97 0°G6 D [ooolL D 9°86 T 0l 0l - SHSH-0T | =EE L/ &E0CAT [RATRT;
6°LL [g6L ® G g6 ® gL D 0l ol SN/SK-21 fA4%000 (4
£6 |2 v8 D 1628 O T T oL oL 002 Shop-07] = 7740007t 40000z
9°¢ 8°£6 2 € 70l D 196 D S0 g0 - SKSH-0T1 X A-0L% A-0L%
£9 9718 2 Gi8 © | D L L - SHSH-0T| X A-0L W 4 A-0L W A4
. wExE| &8 |ose| 88 || a8 U I R
oEs | wx | oo | wE | grec | wx | gree [JUU | SVID [ DT | span | R G sEEaE | ®S
EER ES7 EET

EHEHSEIRN TE

- 316 -



