16 2.63
ICHQ3D
ICHQ3D
3 USP
233
4
ICP
A.
uskP B.
2012
USP36 NF31 Second Supplement 3
<233>Elemental |mpurities-Procedures
USP<232>Elemental Impurities- 6
Limits
PDE) USP<233> 6 (SD)
UsSP 2013 6 txSD(t  4.03)
ICHQ3D 10xSD
2014 12 HP 10g 1.5 pg/g
USP Forum 0.5pug/g  0.5pg/g 4 pg/g
ICHQ3D 3 1) ICP
1
usk
10g
05 ¢g
ICH 5 mL 1 mL
(SCp
( ) PDG SCIENCE ) 500 pL
50 mL (

)
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0.1J 0.1J 0.1J 0.2J
2 mL
5 mL 0.25 mL
480 pL 50 mL
«C )
«C )
500 pL
50 pL
50 mL (1 pg/mL)
J
0J(BL) 0.5J 2]
(ng/L)
0J 0 0 0 0
0.5J 7.5 2.5 2.5 1
2] 30 10 10 4
5 mL
500 uL 50 mL
( )
5
mL 0.25 mL 500 pL
50 mL (
)
ICP
Y X
ICP
ICP
NexION 300D
1.6 kW
1.20 L/min( )
18.00 L/min( )
1.06 L/min( )

75( ) 114( ) 208( )
202( )
130( ) 205( )
209( )
2)
2-1) 7.02
5¢g 2 mL
500
2 mL 1 mL
(1-2)/ (1:1)1 mL
(2—5)1 mL
(1-4)10 mL
2
(2—5)10 mL 100 mL
N,N-
(1—-20)20 mL 5
4- -2- 10 mL
5 4- -2-
( )
0.1J 0.5J
(
)
J
0J(BL) 0.5J 1J 2]
(1—-4)10 mL 2
(U _g/mL)
0J 0 0
0.5J 0.125 0.125
1J 0.25 0.25
2] 0.5 0.5
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1400 ( ) 250 (
600 ( )
Y 2600 ( ) 1800 (
X 2100 ()
( )
ICP
( )
Z-2310
0J(BL) 0.57 1J 2]
228. 283.
8.8 nm( ) 83.3 (ng/L)
nm( )
0J 0
0.5] 1
2.2 ( 1J 2
) 2] 4
( ) 5 mL
ICP 0.5mL
J 0J(BL) Y
0.5 1J 2]
(ng/L)
0J 0 0 0
0.5J) 7.5 0.5 2.5
1J 15 1
2] 30 ) 10 /RA-3320
253.7 nm
Y
X C-
1) ICP
3
7
2)
2-1) 7.02
0.5J 0.5J 0.5 8 9
10 11
240FS AA 2:2)
)
193.7nm( ) 228.8 nm( ) (
283'3?;1(5 ) 120 13 14
«C ) ( ) 15 17 18
110 () ( )
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19

20 21
22
D.
USP<233> ICP E.
0.05 pg/g
0.01 pg/g 0.06 pg/g 0.22 pg/g
J 0.02J 0.12] F.
L.
ICP
2.
G
1.
2.
0.02 pg/g 0.13 pg/g J
0.04] 0.26]

104 % 117 %

ICP
(

) 0.28
ug/g 0.02 ng/g 0.14 ng/g 0.20
ug/g J 0.04 0.28J

ICP
76 % 78 %
94 %
99 %
USP<233>
ICP
10g
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1. ICHQ3D 3 PDE
PDE(pg/day) PDE(pg/day)
As 15 15 1.9 Pd 100 10 1.0
1 Cd 5.0 6.0 3.4 Pt 1000 10 1.4
Hg 40 4.0 1.2 2B Rh 1000 10 1.4
____________ P ‘p_50_5_0§0 Ru 1000 10 1.4
Co 50 5.0 2.9 L Tl 8.0 8.0 69
A Mo 180 180 7.6 Ba 13000 1300 340
Se 170 85 140 Cr 11000 1100 2.9
___________ V1201212 Cu 1300 130 13
Ag 170 35 6.9 3 Li 780 390 25
2B Au 130 130 1.3 Ni 600 60 6.0
Ir 1000 10 1.4 Sb 1200 600 22
Os 1000 10 1.4 Sn 6400 640 64
2 (ng/g)
0.021 0.005 0.025 0.089
0.02J ) (0.0 ) (0.05] ) (0.02] )
3 (ng/g)
0.05 0.01 0.06 0.22
0.04J ) (0.02J ) (0.12J ) (0.05] )
4 ICP
(SP)-(SmAv)
(ug/L) (ug/e) (ug/L) (sp) | e
He @ | ¥ | (smav) | B @ | (gle)
1 0.021 0.5030 0.002 1.708 0.5043 0.169 0.169
2 0.012 0.5011 0.001 1.760 0.5047 0.174 0.174
3 0.009 0.5025 0.000 1.759 0.5017 0.175 0.175
0.000
4 0.011 0.5020 0.001 1.772 0.5007 0.176 0.176
5 0.006 0.5017 0.000 1.780 0.5016 0.177 0.177
6 0.010 0.5042 0.000 1.860 0.5048 0.184 0.184
SD 0.006 0.001 0.050 0.005 0.005
SD*4.03 0.021
SD*10 0.05
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5 ICP

(SP)-(SmAv)
(SP) (ng/g)

(wg/l) |y | (wgle) | SmAv) | g/h) | | ()
1 0.020 | 0.5030 | 0.001 0.512 | 0.5043 | 0.050 0.049
2 0.020 | 0.5011 | 0.001 0.510 | 0.5047 | 0.050 0.049
3 0.019 | 0.5025 | 0.001 0.492 | 0.5017 | 0.049 0.048
4 0.019 | 0.5020 | 0.001 oo 0.496 | 0.5007 | 0.049 0.048
5 0.019 | 0.5017 | 0.001 0.502 | 0.5016 | 0.050 0.049
6 0.021 | 0.5042 | 0.002 0.503 | 0.5048 | 0.049 0.048
SD 0.001 0.001 0.008 0.001 0.001
SD*4.03 0.005
SD*10 0.01
6 ICP

(SP)-(SmAv)

(SP) (ng/g)
he/L) | | ee) | CmAv) [ Ge/D) | o) | (/)

1 0.018 | 0.5030 | 0.001 0.520 | 0.5043 | 0.051 0.048
2 0.019 | 0.5011 | 0.001 0.535 | 0.5047 | 0.053 0.050
3 0.021 | 0.5025 | 0.002 0.524 | 0.5017 | 0.052 0.049
4 0.020 | 0.5020 | 0.001 oo 0.522 | 0.5007 | 0.052 0.049
5 0.014 | 05017 | 0.001 0.665 | 0.5016 | 0.066 0.063
6 0.166 | 0.5042 | 0.016 0.530 | 0.5048 | 0.052 0.049
SD 0.061 0.007 0.057 0.006 0.006
SD*4.03 0.025
SD*10 0.06
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ICP

(SP)-(SmAv)
(SP) (ng/g)
(g/L) |y | (wgle) | SmAv) | g/h) | | (g
1 0.015 | 0.5030 | 0.037 0.380 | 0.5043 | 0.941 0.929
2 0.007 | 0.5011 | 0.017 0.391 | 0.5044 | 0.968 0.956
3 0.003 | 0.5025 | 0.007 0.401 | 0.5029 | 0.996 0.984
4 0.002 | 0.5020 | 0.004 0o 0.399 | 0.5014 | 0.994 0.982
5 0.002 | 0.5017 | 0.004 0.399 | 0.5018 | 0.993 0.981
6 0.002 | 0.5042 | 0.004 0.393 | 0.5035 | 0.975 0.963
SD 0.006 0.014 0.008 0.022 0.022
SD*4.03 0.089
SD*10 0.22
8 (ng/g) 9 (ng/g)
0.006 0.05 0.02 0.13
(0.02J ) (0.10J (0.047 )  (0.26]
10
(SP)—(S/mAV)
(ng/g)
e I el Kl e I e
1 0.0021 | 5.0001 | 0.0041 0.0273 | 5.0008 | 0.0545 0.0510
2 0.0017 | 5.0003 | 0.0033 0.0277 | 5.0045 | 0.0553 0.0518
3 0.0022 | 5.0026 | 0.0043 0.0282 | 5.0085 | 0.0563 0.0528
4 0.0018 | 5.0092 | 0.0035 0:0033 0.0288 | 5.0032 | 0.0575 0.0540
5 0.0017 | 5.0004 | 0.0033 0.0281 | 5.0048 | 0.0561 0.0526
6 0.0014 | 5.0048 | 0.0027 0.0271 | 5.0023 | 0.0541 0.0506
SD 0.0003 0.0006 0.0007 0.0013 0.0013
SD*4.03 0.006
SD*10 0.02
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11

(SP)-(SmAVv)
(SP) | (ngle)
(ng/mL) (8 (ng/g) | (SmAv) | (pg/mL) (8) (ng/g)
1 -0.0008 | 5.0012 0 0.1462 | 5.0004 | 0.2923 0.2908
2 0.0012 5.0000 | 0.0024 0.1442 | 5.0020 | 0.2882 0.2867
3 0.0012 5.0011 | 0.0023 0.1442 | 5.0019 | 0.2882 0.2867
4 0.0012 5.0016 | 0.0023 0-0013 0.1383 | 5.0005 | 0.2765 0.2750
5 -0.0008 | 5.0020 0 0.1502 | 5.0008 | 0.3003 0.2988
6 0.0012 5.0030 | 0.0023 0.1562 | 5.0001 | 0.3123 0.3108
SD 0.0011 0.0013 0.0061 0.0123 0.0123
SD*4.03 0.050
SD*10 0.13
12 (%)
1 102 116
2 104 115
3 106 115
4 108 110
5 105 120
6 101 124
104 117
13 (ng/g)
0.111 0.005 0.053
(0.08J ) (0.0l ) (0.11J )
14 (ng/e)
0.28 0.02 0.14
(0.19T ) (0.04J ) (0287 )
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