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Simultaneous Determination of Residual animal Drugs in Livestock Products and Seafoods
by LC/MS/MS

Takahiro HASHIMOTO, Masahiko KAJI, Mikio NAMIKAWA, Masahiro KOMEDA, Tatsuya NIIMI,
Katuhide YOSHII, Keiichi MORITA, Masahiro KAWAKAMI, Yoshiki TSUJI, Tsuyoshi KAWAKATSU

Abstract : Residual animal drugs in livestock products and seafoods are simultaneously detamined by
LC/MS/MS method, following extraction by acetonitrile. In our method, the LC gradient system was
performed on CAPCELL PAK C18 (2mm i.d.x150mm) using the mobilic phase (0.1% formic acid—
acetonitrile containing 0.1% formic acid ) at flow rate of 0.2 ml/min. When we noted the matrix effects of
animal drugs, we prepared the matrix standards, and measured the samples and matrix standards together.

With this procedure, we obtained good recoveries for 11-31 animal drugs (70-120% , RSD = 20% , n=3)
from 15 kinds of samples(meat products, fish, shrimp, milk, egg) after adding standard drugs at 0.1 n g/g

concentrations.
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3. EERAOEBMNEREHERKI v~ TTF7 1 —

(LC/MS)

1)LC B

4 : Agilent1100 Series (Agilent Technologies)

717 2 : CAPCELL PAK C18 5 m (2. 0X 150mm)

(G A )
H— K47 & : CAPCELL C18 MGS-5 (2. 0X20mm)
(B A=)
A7 IR - 40°C
BEFE : AR 0. 1% X ERKIETR
Bk 0.1% %7 & = b U LK

77V xy NEE BiK) : 1% (35min) ~100% (5min)
P : 0. 2ml/min
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T4 NE =L DABEIMZ T, ST ORI 71k
FEH1OFECED DL Lz,

S50 5. 00g

7 E=F)L 30ml
Tt b= R LA~ 20m]
NG R )L 10g
FEIFARX
SBLGE  (3000rpm, 5min)

R HE
TErZRFIUE AFHUE
T r=kJL 30l
FESFAX

BUGEE  G000rpm, Smin)

HHE HE

[f—— 7Eb=hUE
——n-T/ ¥/ —)U0m |

TR

BIERE @O°CLLT)

—— 7t b=kJJL:K (4 : 6) BR2mIISHEE
T b= MBI Uil ZAEE

iﬁt\ﬁﬁfﬁ (3000rpm, Smin)

YR

T b=kl - KB
SBUGEE  (10000rpm, Smin)

(BIOOELNSAI0. 45 um D 1 LR —
|28 ZEETI)

LOMSHIESEREHE

H1 REREHEARSE

- 123 -



m #&E
1. LC/MS BSR4 DEt
1) A A bS5t
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ROMELLFIZEREL, BIEDI T La B A LDOWER LS
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AX YA NDOBREEFEL, BT A PDOLC/MS/MSHIE 21
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5) BRI
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#£1 LCMSBIETIL—TRUETAVE - AFv AR FDRE

. e LC/MS LC/MS/MS wemm] JIL—TA | JIL—TB [ JIL—TC
AERA N TR Y MS/MSEFE 757 A A m/2) (min) (min) (min) (min) scan event
5-ER DXV FTAVEY - + [218 218.00 @36.0 (1.0) 191 12.04 MS/MS(1)
Linsy) -l + 205 205.00 @36.0 (1.0) 178 12.55 MS/MS(2)
5-7 B LAWK N-1-H- segment1
NYRAIE Y -2-TTY + |240 240.00 @34.0 (1.0) 198 12.72 (10-15.5) MS/MS(3)
ANITY T Y + 1251 251.00 @27.0 (1.0) 156, 174 12.81 MS/MS(4)
FIANVEY N + 1202 202.00 @35.0 (1.0) 175 13.05 MS/MS(5)
FIART )L + 1291 291.00 @35.0 (1.0) 230 13.28 MS/MS(1)
EIUTI + [207 207.00 @36.0 (1.0) 174 13.77 MS/MS(2)
ANTTEYS Y + [250 250.00 @30.0 (1.0) 156, 184 3.90 segment1 MS/MS(3)
ANART YL + 1275 275.00 @38.0 (1.0) 260 410 (11-16) MS/MS(4)
ANITTIFV Y + |265 265.00 @27.0 (1.0) 156, 190 416 MS/MS(5)
IyA7R%%Yy + 1360 360.00 @35.0 (1.0) 342 427 MS/MS(6)
ANIFY IV Y + 1279 279.00 @28.0 (1.0) 204 5.19 MS/MS(1)
ANITAFVE NSy + 281 281.00 @29.0 (1.0) 156 5.54 segment] [MS/MS(2)
ANITEIIFDY + 1281 281.00 @30.0 (1.0) 215 16.82 (13-18.5) |MS/MS(3)
ANIFIRLENTY Y + 1285 285.00 @24.0 (1.0) 156 17.03 MS/MS(4)
TEAN VY - + [250 250.00 @31.0 (1.0) 218 17.51 MS/MS(1)
ANI7E RS + 1311 311.00 @28.0 (1.0) 156 17.76 | segment2 MS/MS(2)
ALTIN Y + 1688 17.76 | (15.5-19) MS
ANT7AEHY -l + [254 254.00 @28.0 (1.0) 188, 156 17.81 MS/MS(3)
ESIEY +  [262 262.00 @35.0 (1.0) 244 19.03 MS/MS(1)
ANTFA YR TIE + 277 277.00 @21.0 (1.0) 56 .26 seament2 MS/MS(2)
V739 + 361 361.00 @33.0 (1.0) 22, 272, 344 .30 (12_21 5) MS/MS(3)
IbvAa—f + 1238 238.00 @21.0 (1.0) 06 .37 : MS/MS(4)
ANI7¥/2HYY + 1301 301.00 @29.5 (1.0) 156 19.59 MS/MS(5)
Lhzyoy - 1329 329.00 @30.0 (1.0) 313 19.70 segment2 |MS/MS(1)
AT ARy + 1311 311.00 @30.0 (1.0) 218 19.73 segment2 MS/MS(6)
FT LYY + 1494 20.02 MS
INVEY) - + 1296 296.00 @32.0 (1.0) 64 0.38 MS/MS(1)
AV = + 1314 314.00 @31.0 (1.0) 82 1.19| segment3 MS/MS(2)
T AR + 1233 233.00 @35.0 (1.0) 15 1.30] (19-30) MS/MS(3)
TEYAYY + 1393 1.55 MS
1799y + 1447 1.99 MS
ANT7=RTY - 1334 334.00 @39.0 (1.0) 270 212 segment2 |MS/MS(2)
YTy + (329 329.00 @50.0 (1.0) 313, 251, 208 22.22 3 MS/MS(4)
B Pk Oy + 271 271.00 @310 (1.0) 253 275] Seemen MS/MS(5)
a-byik Ay + |21 271.00 @31.0 (1.0) 253 3.13 segment3 MS/MS(1)
IWI7)Y + 1309 309.00 @23.0 (1.0) 163 5.80 (21.5-28) MS/MS(2)
FAANY Y - |301 301.00 @20.0 (1.0) 137 26.57 segment2 |MS/MS(3)
JREXYY - 611 611.00 @27.0 (1.0) 568 29.08 (18.5-33) |MS/MS(4)
I7 ) FY + 1936 936.00 @33.0 (1.0) 874 33.93 14 MS/MS(1)
VTR + 1662 662.00 @30.0 (1.0) 644 35.26 S?g(’;‘_%) MS/MS(2)
ANWVAIFY + (897 897.00 @35.0 (1.0) 835 38.96 MS/MS(3)
C:3pocuments and Settings¥..%1025-b1 2006/04/11 02:36:52
RT: 0.00 - 40.00
20000000 B8 02050 F e £S) 100 24415 $1025-b1#1003 RT: 18.96
Fullms2 262.00@35.00 [ | AV:1NL:2.16E7 F: + ¢ ESI
15000000 22000-270.00] M'S 5t025-b1 ] Full ms2 262.00@35.00 [
10000000-] 50 262.06 220.00-270.00]
5000000 1
o 135 B51]| 2967 ] 262.76
853 NL:5.83E6 155.97 5025-b1#1040 RT: 19.53
9 m/z=5550-16.50 F: +c ESI Full 275 AV: 1 NL: 5.8366 F: + ¢ ESI
4000000} a0 e 025 b1 E Full ms2 277.00@21.00 |
] E 150.00-280.00]
2000000 104 277.01
o 595 || 2005 4] 17415 27638 277.93
.18 NL:2.35E7 2 222.05 st025-b1#1017 RT: 19.18
20000000 ;nz/i;0-222.50+27150-272.50+ 5 SCE Av: LN 1OBET F + ¢ ESI
glscoooom 34350-344 50 F:+cESIFulms2 | S5 ] 272.10 343.94 ;;'(‘).’(')‘z_zgg.ldg?@%»oo [
E 10000000 ;6;05%@23;?10[210007370001 % 20] 27118
5000000 é 1 221.18 \ d 298.10 319.03| 361,09
o 787 |\ 2041 s pre (N1 I [ WA e .
1955 NL:9.7IE5 3 206.07 st025-b1#1042 RT: 19.55
80000 m/z=205.50-206.50 F: +c ESI 4: AV:1NL:9.71E5F +c ESI
sz zomeaeol ] Fulre2 23002100
40000 2 238.02 : :
20000 2020 ] 205.33 | 237.33 ‘239.57
o 2 NL:354E5 155.96 E— $1025-b1#1067 RT: 19.91
I miz= 5550-156.50 F: +c ESI Full 16 AV:1NL:354E5 F: +c ESI
30000 ms230100@29.50 [ Full ms2 301.00@29.50 [
20000 150.00-230.00] M S st025-b1 1. 208.04 150‘00,230‘00]
mooog 0.5 225.81
162.06 | 22653
o AR NL:3.79E6 156,12 — St025-b1#1062 RT: 19.84
miz=217.50-218.50 F: +c ESI Full 24517 311.00 AV:1NL 12787 F +c ESI
3000000- ms2 31100@30.00 [ A Fullms2 311.00@30.00 [
150.00-320.00] M S st025-b1 150.00-320.00]
2000000 2 218.04
1000000 169.69 ‘ 247.70 29283 | 311.85
e P e T T T T T
Time (min) mz

EREEND, XY V= IR, ANTyXUXT IR, V77V, ZTRhAR—hK, ALT77F /%0,
ANT 7 PA RO LCMSMS HIEZ u~ b7 T 7, HGAIEENENDOEMIED~ A AT MLEIRT
B2 %' JL—7TJB segment 2 (OLC/MS/MS:RIFEHI (0. 25 1 g/m| #FAER & THR)
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*1

*3  EOED DAk

®2

BMEIRARE U TRENHER (1)

*1 R EORARRE (—FAMETL)
X1 AE®EE A 5 D0 G 0 5% BR (n=3; 3R #F)
T B fE (ppm) EX:) A B4R 3 (% ) RSD (%)
FTATVEY L S5-EhO¥YFTAVEY - £ 0.01 BA P9 - e - BE B - FL 0.1 64.6-101.6 1.1-9.1
F7A /9 Y-l & 0.01 5 P9 - A BA - B B - L 0.1 82.7-103.9 0.5-7.2
Ln'Ey -l 5 0.01 # P9 - BF i 0.01-0.1 55.5-86.0 2.1-10.2
Ny % 001 55 7 - B A - B B - L 0.1-5 71.2-107.7 05-2.7
ANITVTY Y ANITVTY Y £ 0.01 BP9 - B B - 2L 0.07-0.1 81.6-122.5 2.8-5.2
LUART YL LUARZ YL 0.01 B P - B B - BF B - 5L 0.05 58.8-123.1 1.7-2.8
EIUTN E5vTl % 0.01 5 P - BF 1-10 95.9-97.8 2.2-20.8
AMITENY Y AMITENY Y £ 0.01 A5 B 0.1 91.4 1.1
ANARTYA ANARTYL &-F 0.01 P - B il 0.05 71.7-73.2 1.2-338
ANITITY Y ANITITY Y £ 0.01 % P9 - A5 Bh - BT B 0.1 50.1-90.3 2.4-45
1y070%4YY 1/u7u#&‘/ S 0.005 T B9 - BT B 0.01 102.2 5
ANI7Y" £ 0.01 i P - BT s 0.1 68.6-82.6 6.8-12.3
AMITAREVEEYTY & 0.01 T P - BE B 0.03-0.05 81.9-93.3 4.7-9.2
AWI7EIAEYY £ 0.01 % P9 - A Bh - BF B 0.05 60.4-118.4 2.0-6.6
ANIFHAMEYE VY ANIFIAMEYE VY S 0.01 # P9 - B B - BF B 0.1 65.5-101.2 1.4-3.2
YAV -0 FEIAVEY =0 = - - = - —
ANI7HEYY ANITEEYY & 0.01 AP - B - B - FL 0.06-0.1 71.1-126.6 1.5-16.5
AVFIEIAYY AVFUEIAYY n 0.02 % P - B B 0.1 114.4-164.2 10.2-16.5
ANTTARERY =N ANTTAEEHY = & 0.01 5 29 - S B - BT B 0.1 93.2-137.2 1.7-10.3
LERUERY): PESIESTL: £ 0.01 % P9 - BT B 1 97.5-115.5 0.5-1.4
ANITAVATE ANITAVA T & 0.01 # P9 - BF B 0.1 59.8 8.4
V739 V739 £ - - - - -
Ibn'a =} Ihn'a -} EXE 0.01 5 A 0.04 83.8 1.9
ANI7RIEYYY ANI7EIEHYY & 0.01 % P9 - BT B 0.1 52.4-73.7 1.8-3.7
7bbzyay 7vh=yay 2 0.002 % A 0.002 86.6 9.9
ANI7Y ARV ANI7Y ARV & 0.01 % P9 - BT B 0.2 95.9-96.1 0.4-15.9
FTLYY FTLYY i 0.01 B P - BT B 0.04-0.1 52.0-90.1 2.2-10.4
INTYEY ANV % 0.01 5 P - BF ik 0.04-0.2 53.1-75.8 2.4-13.7
INAVEY INAVEY N k-a 0.01 5 P9 - BF fi 0.01 69.5-86.0 1.0-1.5
TV ) AEE TV A B £ 0.01 P - BF 0.003 98.7-143.5 5.3-14.1
TRYAEYY TRYAEYY 2 0.01 B - BT 0.04 52.5-97.3 3.8-9.4
1299y T390y Eiid 0.005 5 P9 - BT i 0.005 71.3 6.5
ANI7bTY ANI7ZbTY 0.01 5 P9 - BF 0.1 69.0-96.0 8.7-9.1
54—y 54—y £ - - - -

RN B -tibyitay w 0.001 5 P9 - BF i 0.002-0.01 99 2.4
il o —tLvhny b 0.001 5 P - T B 0.002-0.01 576-115.9 10-23
INI7YY INI7YY Jiil - - - - -
TAALNYY FAANNYY &-F 0.01 B P - BB 0.2 69.7 3.1
JEEEYY JREAYY i - - - - -
17Y9/49%y 17°Y/29%Y E:] 0.03 5 P9 - BT i 0.1-2 78.4-85.9 5.3-9.9
[ EWED] tXYTIFY % - - - - -
ANWIDFY ANVAIFY 2] - - - - -

4 T 0 #® O O R
&% Ak ®EAB B (W) F (B A B (B /)
T M @ (ppm) B4 E (%) RSD (%) F Bl (ppm B R E (% RSD (%) F MR & (ppm) B 0 E (%) RSD (%)
SR SR BEVFTATVETY L 0.02 x x 002 89 26.9 0.02 x x
0.01 X X 0.01 X X 0.01 X X
LSy . 0.01 60 9.8 0.01 95 9.6 0.01 x x
5-7 HE LALR-h-1-H- L -1-H-
2 PR R 0.01 96 4.9 0.01 87 3.0 0.01 94 15.2
‘ 0.01 115 6.7 0.01 97 8.7 0.01 82 18.3
wHUL 'leu 0.01 58 2.8 001 83 8.8 0.01 70 5.2
L5yl E'5YTh 001 X X 0.01 95 1.7 001 78 2.5
ANITE Y Y ANITTE Y Y 0.01 96 3.4 0.01 96 5.1 0.01 76 3.4
TSI SIS 0.01 78 2.9 0.01 81 11.6 0.01 84 8.6
ANITETY Y ANITAFY Y 0.01 88 5.4 0.01 92 3.2 0.01 80 5.1
EPL:PLES P Iyp7m0% 2 0.01 109 5.8 002 58 17.3 001 92 6.9
ANITY IV Y ANITY IV Y 0.01 83 151 0.01 69 10.6 0.01 66 15.3
ANI7ALEYE IS Y Y ANT7AtEYE S VY 0.01 108 4.8 001 83 2.4 0.01 77 44
ANIFPEIFDEYY ANI7TE/FEYY 0.02 104 0.8 002 86 5.1 002 89 1.5
ALI7IANE IS Y Y ALITIONE NS Y Y 0.01 80 32.0 0.01 92 2.3 0.01 88 8.1
TEYATE Y L DN Wi 0.01 89 5.8 0.01 79 4.1 0.01 70 11.8
ANITE EYY ANTTE F YL 0.01 73 26.5 0.01 107 7.5 0.01 x
ALTVRE Ay L7 YR A 0.01 96 32.9 0.01 95 14.1 0.01 99 8
ANTTARRSY - ANITAbEY Y — ) 0.01 113 6.5 0.01 97 14.1 0.01 103 18
EERNERYY EESPTESYY 0.01 88 7.2 0.01 100 3.8 0.01 95 2.4
ANIT7N YR TER ANT7A YR TIF 0.01 52 5.0 0.01 103 10.9 0.01 73 4.8
Y7397y ¥959°y 0.01 53 4.2 0.01 83 2.2 0.01 61 7.7
TEnA—F IhnA—F 0.01 56 275 0.02 103 20.6 0.01 62 1.7
N SSEVES TP AMIFRIEH Y 0.01 x x 0.01 82 6.3 0.01 53 17
JLb=yay 2Lk zyay 0.01 88 7.8 0.01 95 2.7 0.01 103 11.3
ANITY IbEYY ANTTY AREYY 0.01 91 8.8 0.01 86 2.4 0.01 77 3.4
FTLYY FTLYY 0.01 113 5.0 0.01 95 8.3 0.01 90 25.3
AINTVEY N INTYETY -0 0.01 96 9.4 0.01 96 0.2 0.01 X X
ILNYE Y - ILAYE Y= 0.01 105 5.4 0.01 85 2.5 0.01 115 32.0
FUy AR FUY 9 AEE 0.01 116 5.9 0.01 98 8.5 0.01 83 8.5
TR AEYY TEYAEY Y 0.01 104 5.7 0.01 90 20.4 0.01 100 18.0
T30y $7502 0.02 x x 0.02 x x 0.02 x x
AMIF=toy ANI7=t3 0.01 111 3.7 0.01 103 76 0.01 100 4.8
EE P ETYNED) IIhA4EIY-Y 0.01 91 2.8 0.01 73 1.2 0.01 x x

R, B -tLyk'Ay 0.01 5117 o157 0.01 113 11.2 0.01 * %711 *%24.7
BEtyvaey o -bLykOy 0.01 * 361 *35.2 0.01 89 2.4 0.01 *378 52.5
ILI70Y INI7y 0.01 53 20.9 0.01 x x 0.01 84 14
FAALN Y Y FAALN Y 0.02 x x 0.01 x x 0.01 x x
ENE D) ENE D) 0.01 84 8.2 0.01 79 6.8 0.01 75 241
ESNVEVED) I17Y9/49%Fy 0.01 x X 0.02 X x 0.01 X! x
[EDENED) [EERED) 0.02 x x x x x x x X
RN YED) RN YED] 0.02 X X 0.02 X X 0.02 X X
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®3 FHNERSBREVTEREOHRE (2)
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DIED D R HF
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LT O R ®EE
E RIEIEB B (Em) F(Bm) & (5
TR fE(ppm) | EIURE (%) RSD (%) TRIE(Eem) | EIRE (%) RSD (%) TFRRIEEpm) | EURE (%) RSD (%)
FTAVEY -1 5-EFARVFTAVEY N 0.0 15 6.7 0.02 7 125 0.0 72 9
FIAVEY) =l 0.0 07 10.0 0.0 8 2.8 0.0 93 7
LIl LT - 0.0 17 20.5 0.0 7 11.3 0.0 101 49
5-7 AE LWANKZ-1-H- |5-7 AE WANKZ)h—1-H-
R A s Ty AR ALY e p TRy 0.01 66 34.1 0.01 79 3.4 0.01 87 0.5
ANIFY TV Y ANIFY TV Y 0.0 64 4. 0.0 72 6. 0.0 88 4.2
VETYAIA M AR L 0.0 102 6. 0.0 70 1. 0.0 91 0.4
EIUTh ESVTIL 0.0 117 2. 0.0 83 5. 0.0 120 6.7
ALITEYS Y ANTFEYSY 0.0 X X 0.0 63 15.6 0.0 65 10.9
ANARTVL EIE SN 0.0 X X 0.0 X X 0.0 84 224
ANITIGV Y ANITIGV Y 0.0 88 28.1 0.0 82 232 0.0 112 1.9
VLS DY) 1ya70%%vy 0.02 X X 0.0 93 22.7 0.0 102 10.6
ANIFTV I Y ANTFVEV Y 0.0 X X 0.0 77 7.4 0.0 8 125
ALITAREVE NS Y ANTFAEVENEYY 0.0 92 22.4 0.0 87 1.2 0.0 9 22
ANTFEIAREYY ANTFEIAREYY 0.02 95 19.5 0.02 7 49 0.0 9 7
ANI79ANENEY Y ANI79ALENEY Y 0.0 X X 0.0 5 14.5 0.0 7 2
LEZNL W] TEAVEY =N 0.0 52 5.7 0.0 55 2.3 0.0 6 35
ANTFNEYY ANTFNEYY 0.0 X x 0.0 125 10.3 0.0 109 45
ALTIRRIAYY AVTUNIAYY 0.0 108 18.7 0.0 X X 0.0 75 10.7
ANT7AESY = ANT7AEYY = 0.0 99 23.1 0.0 X X 0.0 77 2.6
PENDEDNT PEFIEI 0.0 113 8.5 0.0 97 3.9 0.0 104 5.6
ANTFAVATIN ANTFAVRTIN 0.0 X X 0.0 74 20.2 0.0 78 2.4
PEP] Y739y 0.0 70 4.7 0.0 76 6.8 0.0 69 7.7
IFANA—F IFNA—F 0.0 X X 0.0 52 7.3 0.0 100 5.6
WSS EYES TP ANI7RIFHYY 0.0 64 21.7 0.0 64 4.9 0.0 87 127
JUVN=yRY 7Lk zyaRy 0.0 X X 0.0 7 8 0.0 X X
ATV IEEYY ANTTY IEEYY 0.0 9 12.9 0.0 84 9 0.0 92 5.7
FTLYY FTLYY 0.0 84 11.4 0.0 115 1838 0.0 X X
INVEY - NI - 0.0 8 8.3 0.0 80 2.1 0.0 90 6.3
TNANVEY) =N TNAVEY) =N 0.0 89 5.3 0.0 71 34 0.0 82 0.6
T IREE TV IR 0.0 X X 0.0 X X 0.0 108 3.1
TEFAIYY T IR 0.0 107 9.2 0.0 90 12.1 0.0 85 24.7
1290y 1790 X X X 0.02 X X 0.0 X X
ANI7PZETY ANTF=ETY 0.01 105 5.4 0.0 105 44 0.0 112 438
XThAETY-Y TRV 0.01 52 17.9 0.0 70 1.6 0.0 61 4.0
PR B -bLyi'ay 0.01 *%97 *37.8 0.01 89 6.3 0.01 *384 *%55
HFBRHLY# RS PEEAD) 0.0 382 | %22 | o001 76 6.2 0.0 331 | *%8.9
INT7IY INT7)Y 0.0 91 23.5 0.01 59 3.6 0.0 95 75
FAALNY Y FAAMNY Y 0.0 x X 0.01 X X 0.0 X X
JhEAYY JREEYY 0.0 91 10.1 0.01 72 14.3 0.0 95 10.2
SNVED] 17 /2950 0.0 X X 0.01 X X 0.0 120 15.4
TFVTIFY TFVTIFY 0.0 X X X X X x X X
ANNIIFY ANNAIFY X X X X X x X X X
LT O B R
2K AlEER E (B ) F (Fr i) & (it 18
T BR fii (ppm) (B 4% 5 (% ) RSD (%) T R f&§ (opm) [8] 4% 5 (%) RSD (%) IR {ii (ppm) (8 4% % (%) RSD (%)
B, 5-ENOFYF7A VI T I 0.0 X X 0.0 7 7.3 0.0 7 76
FTaYEY b FTAYE T L 0.0 x X 0.0 7 8.4 0.0 9 0
VNEy - VNS - 0.0 96 15.7 0.0 5 111 0.0 9 6.9
5-7 Ot VALK=Ib—1-H- |5-7 AE VALK =Ib—1-H-
SR AE 273y [N R AE Y enT Y 0.01 91 4.2 0.01 65 6.3 0.01 83 4.1
AWITYTYY ANITY T Y 0.0 X X 0.0 X X 0.0 3 6.2
WETSAIA FUAFT A 0.0 88 12.4 0.0 55 6.9 0.0 0 0.7
EFVT EFUT 0.0 102 30.0 0.0 65 125 0.0 5 6
ANITENY Y ANITEYY Y 0.0 X X 0.0 X X 0.0 7
ANIET VL ANIFT VL 0.0 115 7.9 0.0 x X 0.0 8
ANITI5V Y ANTTI5V Y 0.0 67 15.2 0.0 71 56 0.0 0.4
Iy07R%%vY IY07R%%VY 0.0 X X 0.0 79 1338 0.0 X X
ANITY IV Y ANITV IV Y 0.0 X X 0.0 54 19.9 0.0 81 28.2
ANI7PAREVENE Y Y ANTFAREVEYEYY 0.0 74 5.6 0.0 77 2. 0.0 65 11.7
ANTTEIAREYY ANTTEIANEYY 0.0 8 2.0 0.0 75 T 0.0 71 5.7
ANTFIONE TS Y ANTFIONETE Y Y 0.0 6 11.4 0.0 65 4. 0.0 x X
EEDZNL N TEINVEY =N 0.0 X X 0.0 X X 0.0 58 52
ANVTTFEYY ANTTFEYY 0.0 X X 0.0 X X 0.0 77 31.7
TLTIEIAYY TLTIE Ay 0.0 82 7.7 0.0 47 0.0 76 33.5
ANT7IEEFT = ANT7IEFY =1 0.0 107 6.7 0.0 26 0.0 55 8.3
EESIEDY] EEPIEDY] 0.0 73 10.4 0.0 2.6 0.0 115 3.6
ANTFA YA TR ALVTFA YA TR 0.0 X X 0.0 X X 0.0 X X
RN s 0.0 55 134 0.0 X X 0.0 69
IFNA—F IFAA—F 0.0 x X 0.0 66 24.3 0.0 57
ANT7EIEHTY AT 7RI R 0.0 X X 0.0 64 14.8 0.0 122 -
JLk=yay NN 0.0 111 27.4 0.0 X X 0.0 X X
ANTTYIEYY ANT7Y IEYY 0.0 93 8 0.0 73 42 0.0 76 9.0
FTLUY FYLUY 0.0 84 6.4 0.0 53 30.0 0.0 X X
INYEY T INYET 0.0 70 47 0.0 X X 0.0 69 47
TN IE T = TN IE T = 0.0 61 43 0.0 X X 0.0 63 5.0
TUY IARE TUY IARE 0.0 x x 0.0 99 6.5 0.0 135 6.5
TETIRY)Y TETIEYY 0.0 x X 0.0 90 252 0.0 X X
T390y 1799y x x X 0.0 x x 0.0 X X
ANT7=F5Y ANI7=F7Y 0.01 147 21.5 0.0 x X 0.0 X X
ESY IV ESY RV 0.01 X X 0.0 X X 0.0 66 5.4
R, B -bLyik'Ay 0.01 *S107 | *°13.3 0.01 71 4.6 0.01 *365 *S17.1
BB LA Ry a-tbykay 0.01 *3106 *36.8 0.0 58 7.8 0.01 *352 *%10.4
779> 779> 0.01 X X 0.0 X X X X 3
TN Y TN Y I3 I3 X 0.0 X B3 3 X X
JREAYY JREAYY 0.0 X X 0.0 X X 0.01 95 16.8
SSNVVED] SSNVEVED] 0.0 X X 0.0 X X X 104 14.6
E¥VTIFY E¥VTIFY 0.0 X X X X X X X X
ANNAIFY ANWAIFY 0.0 X X X X X X X X
X (B - RSD) @ [BEUXERAB0%AM, 150%LL F, RSD36%LL L, WiEMEDREDH D b

BRIEEThHLIN, 2B L L TYIT TITo o —FRBRILETORNLE - RSD #/7R L7z




x4 FHNERSBREVTEREOHSE (3)

El I ECE
LoE] BEER E3 7313 ECYY
TEBR{E(pm) | EARE (%) RSD (%) TRIEPEem) | EURE (%) RSD (%) TR {EEpm) | EIRE (%) RSD (%)
FTAVEY ) 5-ENOFVFTAVEY =N 0.0 0 43 0.0 99 17.2 0.02 84 7.9
FINVEY - 0.0 0 241 0.0 X X 0.0 X X
VNS -l L) -l 0.0 0 6.3 0.0 103 17.7 0.0 108 18.0
5-7 REWALKZL-1-H- [5-7 BEWANKZL-1-H-
AURAI Y N-2-73y |aur sy -n-2-73y | OO 96 48 0.01 x x 0.0t n 176
ANIZVTYY ANIZYTYY 0.0 80 6.2 0.0 79 11.7 0.0 64 17.3
WEISAIA FART A 0.0 64 8.3 0.0 94 5.0 0.0 89 8.4
ESUTh EIUTL 0.0 X X 0.0 88 71 0.0 X X
ALTZENYY ANTFENYY 0.0 7 14.0 0.0 97 8.2 0.0 77 10.9
ANART L ANFET YL 0.0 7 4.6 0.0 127 12.9 0.0 X X
ANTTITY Y ANITITTY 0.0 7 2. 0.0 99 1.6 0.0 x X
Iy70%%yy 1y070%4%YY 0.0 6 X X X 0.0 X X
ANIZY Iy ANIFVIVY 0.0 4.7 0.01 94 8.3 0.0 73 3.9
ANT7AREVEYE Y Y ANTTAEVEYSE Y Y 0.0 7 9. 0.01 104 6.2 0.0 59 105
ANT7ERIFEEVY ANTTRIFEEYY 0.0 80 11 0.02 X X 0.02 X X
ANTZHANENE Y Y ANTFIONEYE Y 0.0 79 17.0 0.0 X X 0.0 X X
EEZNI WIS AXAVEY - 0.0 62 . 0.0 51 20.1 0.0 85 174
ANT7EEYY ANTFERYY 0.0 90 4 0.0 95 15.8 0.0 X X
AVTURRAYY AVTONRAYY 0.0 105 . 0.0 X X 0.0 X X
ANT7AEHY —) ANIT7AEYY ) 0.0 92 11.9 0.0 X X 0.0 X X
EEDESVI A EENIRVT 0.0 82 3.9 0.0 109 8.4 0.0 87 8.6
ANTZA YR TIN ANTFAVATIN 0.0 51 4.7 0.0 104 6.0 0.0 X X
v739 V779 0.0 74 18.5 0.0 101 9.5 0.0 89 126
IFANA—F IFnA—F 0.0 103 55 0.0 108 2238 0.0 110 26.3
ANT7E/RHTY ANI7X/ XYYV 0.0 67 204 0.0 81 12.0 0.0 X X
PAN=IN D] PN 0.0 68 15.1 0.0 77 1.8 0.0 52 4.0
ANT7YAREYY ANTFYIREVY 0.0 74 8.1 0.0 8 3.2 0.0 70 0.7
FTLY FTL)Y 0.0 110 8.7 0.0 7 5.7 0.0 94 2.2
INVEI=N NV 0.0 83 10.1 0.0 8 2.3 0.0 135 0.9
TNAVEY - N 0.01 120 3.9 0.01 104 48 0.01 X X
T IAER T IRER 0.01 97 12.3 0.01 121 1.2 0.01 138 10.8
FRIRIYY TRYAYY 0.0 101 3.5 0.0 120 34.5 0.0 *%103 | *°11.9
F700Y T 0.0 X X 0.0 x X 0.0 6 8.5
ANT7=F5Y ANI7=R5Y 0.0 91 17.1 0.0 102 1.2 0.0 54 7.1
WIhAE )=y kL LIVNEY 0.0 86 17.2 0.0 128 21.8 0.0 7 238
. B-tLyikOy 0.01 105 6.5 0.01 *S61_ | *%20.8 | 0.01 *Sx *Sx
HFERbL VRS PR 0.01 113 0.1 001 | *%96 | *%97 | o001 | *%99 | *71a
INI7Y INI7YY 0.0 86 77 0.0 110 14.1 0.0 110 74
FAALNY Y FTARNYY 0.0 X X 0.0 X X 0.02 X X
R EEYY IR ETYY 0.0 66 6.6 0.0 61 5.6 0.0 51 148
SNVED 170/59FY 0.01 X X 0.02 X X 0.01 X X
TXVTIFY YT I9FY X X X X X X X X
ANNAGFY ANNAGFY X X X X X X X X
El IR
LK) BEEB 24 IE EEN
T BR {8 (ppm) (8 4% % (%) RSD (%) T R fif (ppm) 2 4% (%) RSD (%) T IR fl (opm) [B] 4% % (%) RSD (%)
gy AN TN W 0.0 8 7 0.0 107 20.4 0.0 113 7.3
FTAUSY L FAZNL T 0.0 7 7 0.0 X x 0.0 X X
VNI . VAT -l 0.0 5 5 0.0 117 13.0 0.0 99 16.5
5-7 AENANK=-1-H- |5-7 BE L ALK=b—1-H-
N el e v g 0.01 17 24.7 0.01 74 22.1 0.01 x x
ANITV T Y ANITY Ty 0.01 93 193 0.0 111 92 0.0 84 34
FAFTTL WETADN 0.01 X X 0.0 77 8.5 0.0 86 0.3
EFuTh E7vTl X X X 0.0 X X 0.0 107 2.2
ALIZETY Y ANIFENY Y 0.01 113 7.6 0.0 79 9.8 0.0 56 9.9
ANATYL ANAT YL X X X 0.0 X X 0.0 114 7.1
ANITTATY Y ANIFEFTV Y X X X 0.0 X X 0.0 71 13.0
Iy00%9vy TynI0% Yy 0.0 x x 0.0 X X 0.0 8 4
ANT7Y I Y ANT7 > 0.0 X X 0.0 80 18.4 0.0 8 .
ANTPAIEVE NS Y Y ANI7AEVEYE Y Y 0.0 X X 0.0 88 11.9 0.0 7 )
ANTTETIFYY ANTFETIEYY 0.0 108 72 0.0 X X 0.0 7 0.1
ANITHANE NS Y Y ANTFHALEYEY Y 0.0 X X 0.0 X X 0.0 7 5.7
P ESNS W) PENPI W) 0.0 83 94 0.0 117 243 0.0 116 75
ANT7E EVY ANITFEFYY 0.0 X X 0.0 X X 0.0 148 85
AVTUNIAYY AVTUNIAYY 0.0 87 5.9 0.0 X X 0.0 88 17.3
ANTTIEXHY ) ANIT7AESY ) 0.0 101 12.3 0.0 X X 0.0 70 14.4
EEPIESYT: PEPIEDYT: 0.0 59 36 0.0 105 0.4 0.0 106 3.
ALT7A YR TEN ANTIA YR TIN 0.0 X X 0.0 89 5. 0.0 71 6.0
Y739y 737V 0.0 x X 0.0 83 4. 0.0 70 30.3
IFnA—F TFAA-F 0.0 X X 0.0 112 9. 0.0 103 8.6
ASIEVETTP) ANTTETEFTY 0.0 x X 0.0 57 19.0 0.0 108 203
PNV PAAN=DNP) 0.0 x x 0.0 118 39 0.0 11.3
ANT7Y FREYY ANT7T AREYY 0.0 63 24 0 61 0.4 0.0 838
FYLTY FYLTY 0.0 89 108 . 65 . 0.0 14.3
IR INVEY 0.0 106 5. 0 07 5. 0.0 7.
TNV T = TNV T = 0.0 61 3 0 19 0. 0.0 8.
TS DA TV IARE 0.0 89 3. 0.0 10 9. 0.0 0 6.
TEYAEYY TEYAEYY 0.02 *%70 *%21.7 0.0 *3%91 *%18.1 0.0 81 13.8
F7970 F797Y X X X 0.0 105 3 0.0 117 32.8
ANT7=F5Y ANTF=F7Y 0.01 85 93 0.0 105 6 0.0 90 4.1
IRV XDV 0.01 X X 0.0 82 7 0.0 111 2.3
. 8 —H/:Jﬂi:l:l:/ 0.01 ::91 **3313.1 0.01 **33125 33.0 0.01 *133101 7.3
a-bLykny 0.01 83 8.1 0.01 94 45 0.01 98 3.3
TLITTY TLITTY 0.01 X X 0.01 85 9.0 0.01 102 3.2
FAAWNY Y FAANY Y X X X 3 X X X X
N PP JREAYY 0.01 X X 0.01 84 10.7 0.01 88
SSNVE SNVED) 0.01 X X 0.02 X X 0.01 53
EDAE D] X979y X X X X X X X X
ANNVIIFY ENTEVED] X X X 0.02 X X 0.02 X

X ([EL =R - RSD)  [FURERAS50% AT, 150%LL F, RSD35%LL |, WHEMEDEEDH 5 EHD
X (F R fE ) : BB TIRMEAN0. 02ppm 25 H D
DEDDHABERBRIER TH DN, 5L L TYFT T - T —FRBRIETOREILE - RSD #~ L7
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BPIDO—Fl e L TANVT 7E ) A MR UOB%EK 31T
RKLTre ANVTF7ES AN UDES, = ) w7 2%

IR B —

BAT L0 B b R SN L 72 K B R RIS & A TR 4
_ . T . 12 |
L20DfEZ R LTe, WS & RRBEAMET L 7o fih R
1.0
T, M0.5DfEE R LTz, 0.8
3. HINEERER 0.6
= ; - SEE il Y TS -
wKEMS g H1200.5u g DBIMIITEREZ T T 0.4
A TEMEUGRER (n=3) #1772, 0.2
7?0)"‘* N - 3 SRR PR 100 0.0 . . . . . . . . . . . . .
[ O T G IR FARNS, WINEI AR & 5 M4+ M4 4 B BB EE &£ &£ T
0 SRFF Y o |7 7, AT R=RUY L - I ~ B A~ A~ A A~ ~ B L -~ ~ ~ E
RN AR DWIEIZ 725 £ 5127 b= R YL : A (4 AT T E LY
-
© 6) W AR L2 IRATEIER 2 LOMS TISHE L, 5 EBERAERRE RER
3 S g St . . -
AR & S LI R 2 R L7, ~ R U » 7 2%
DEBPREVABHIOWTL, < Y v 7 AL TR H3 FEKEHMHETOINI VI RHREO—H
L, WMV & iz LC/MS JIE L, mmfsfE 4 b (RIVIFEI A FFDY)
e 3 S = %2
BLRH Lz, &SEKEDOBPYIE T & OBRILERITHR 2 ~
4DLEBY THD,
c¥locuments and settings¥. ¥isi¥n-bl-a 2006/04/01 14:50:39
RT: 0.00 - 40.00 RT: 0.00-40.02 RT: 0.00 - 40.00
5000000 135 :vL 50086 5000000 :,L:'OOEG 500000 :',L: oose
400000 1555156 5+189.5-190.5 4000000 123 155-156.5+189.5-190.5 4000001 1555156 5+189.5-190 5
F:+C ESI Full ms2 F+c ESI Full ms2 F:+C ESI Full ms2
5300000 26500@27.00 [ gsoouoou 26500@27.00 | gaoooou 26500@27.00
£ 200000 500021000] M 5000000 150.00-270.00] MS 200000 5000270.00] MS
100000 1000000 100000
1233 1B61 152 14.48
R S T T TR T T
Time (min) “Time (min) “Time (min)
RT: 0.00 - 40.00 AL 20087 RT: 000 - 40.02 20087 RT: 0.00 - 40.00 20087
200000003 m2=2435244 5F: 200000007 1902 m/z=2435244.5F 200000003 mz=243.5244.5F
 m000000) 04 26200038000 0000003 26200035001 15000000 262 00838000
z E| 220.00-270.00) MS z E| 220.00-270.00] 2z 3 220.00-270.00]
§ 10000007 S025b1 § oooooo] MSm2b § 000000 MS mbl-b
"~ 0000003 "~ 50000003 " 50000007
E| 158 || 2055 E| 1857|2104 E| B4 1855 2092
R o e s o e e s e U 0 L o o e e e L B e o ML s e
» 20 30 » 20 30 40 » 20 30 40
“Time (min) “Time (min) Time (min)
RT: 0.00 - 40.00 RT: 000 - 40.02 RT: 0.00 - 40.00
NL: 4.00E6 NL: 4.00E6 NL: 4.00E6
400000 088 mz=21752185F + 4000000 mz=2175218.5F: 400000 mz=205285F: +
300000 31?&551'3’5‘50 | 3000000 oo ;;ﬁg%ﬁz[ 300000 ;i';é”g'gfo [
2 10.00-32000] MS | F 150.00-320.00] £ 150.00-320.00] MS
g 200000 S025b1 § 2000000 MSm2b § 200000 mbl-b
" 00000 " 1000000 " 100000
16.40 779 || 20.87 o 1776 || 2102 o .
SN T
0 » 20 30 0 » 20 30 40 0 » 20 30 40
“Time (min) Time (min) Time (min)
RT: 0.00 -40.03 RT: 0.00 - 40.00 RT: 0.00 - 40.02
NL: 4.00E7 NL: 4.00E7 NL: 4 00E7
400000003 2142 M2z=2815-282.5F: + 40000000 mz=2815-282 5F: 400000007 m2z=2815-282 5F:
E CESIFull ms2 E +c ESIFull ms2 E +CESI Full ms2
300000003 314.00@3100 200000003 2149 314.00@3100 [ , 300000003 314.00@3100 [
2 E 260.00-32000] MS | 7 3 260.00-320.00] 2 E 260.00-320.00]
§ 200000003 02581 § 200000003 MSm2a § 200000003 MSmbla
10000003 " 000000 ~ 10000007
El 1084 || 2260 2793 El 2032 || 23112925 El 2175 2566 29.64
[ R R R N L ———— T L R e SRR, L S
) 20 30 40 » 20 30 40 » 20 30 40
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