ST EZAVEBIMAERA—F ST~ DI DR

O/NEEIR, BB, Ex BH—
BASHTA AT 4 A R

[BR] e REEHERL ST IC R R E R ORIE R

TIEAZBE LV —FRBUE"NEmEh T
W5, i, R U CIRMERLE 7 &R ER
M CRME A E T 2560805, £2TH
[B], ffH & &R A Wi NL U 7o FR R R S —
FONTiEE LTET b DSTQEIC X 58
REIRS M ~O IS A & Bt Uiz,

[ 7] RB o BRE, B3R (h
W) . ARHEREK  PLEREELC/MS Mixl (ARl
HTH) . WM —RFY > Smart-SPE
(T A AT 4 A R) | HERTALE L
B 4 H B AR R 2 EST-L300 (7 A AT
S A= R)

AN AR AR R EE0. 05ppm & 72 D
O ICE M ERSEER Z AL RN
IGRBR &2 1T - T2,

AL T o —

M 10g

K (10 g-AM- Pk E) mL
PEEZRUIL 10mL

MEIF -1 Z (13000 rom)

NaCl (Rif) 1g

DITEE3Na2Ki0Mm 1g

DI VEKFR2Nal1 5KF0W 05g

MgSO, (EKERESND #990) 4 g

F,Ti‘?’# (FTHRED 106D

EMNOEE (3500rpm 55D

\ BEEINER

7)@ b= kU LS 1mL

C18-30mg + PSA-30mg

B AS/—IL 1mL
piitend

K 0.5mL
C18-50mg

Wl AS =)k (441D Aml

EE (4 mbL, KTHRED

4

H

B LC:Prominence( &;:ZEEFT)
MS/MS: AP13200 system(T—E—:H4/IvHX)
DWHSL YMC-Triart C18

bl

HEHH A:0.05% B
B: 7Er=FJJL
TRIR 0.2mL/min
EAE 5 ulL
AFALE—F ESI Positive
AEE—F MRM(Multiple Reaction Monitoring)
[ R]

Y7 7 FlF K OTERAEHUAI27RL 53 KR
B T2y, B S SAHITEBUVN T304 TT0-
120% D EULRDG BTz,

[&%]

TEbhr=hbU MK DHH :

YL 7 7 FlFS K OBEREAS UL L & AR
P (LogPow<1) DR ML KE~DIHE
NIREEND, WINEIGRBROFS R LY, 7
T h=FUILA~DFENFHETH > 7,
HEI=FI—F) o VICXBRERHE

BWFICIE, ZEOBER X OIENBAE
EFNTEY ., BHBIEEMECISTHEEZ., &1
AW R E FHPSATHE NI 8 D FRE A3 AT HE C
bholo Bz, FERIZKZEML CE
o Rk A2 FHEE L CI8IC @k 45 = & T,
HPLCAy M1 1 5 s~ O R HE W) B A % 98 8 C &
Teo RODIWKEREATO 2 & T, A F AL
MR L MBS AR K D EE AN ATREIC /R o
DO TIXR W EHER S D,

V)E4£ZHE  RaslZHER T SR, BRI
W) X 1Z B 1 iy Dk 5 T B HE D il 1
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BV EFEROITEDEST Z T 1=,

® LC-MS/MSIc KB IREFRDAE
LC-MS/MSIC KD ZREFRDBIEZ R LT,

(QQUEChERSEIC K 3k TH#EDFHill
KICEERRERNL TRRDEZEEMRU,

GEM=Z135 AlC KD HRODIRET
FH > I L DRMEURGEERZ ML Tz,
-BEEH PRS- FRS
2 BRPERIIEIIRGHER (C L D R TA2(CH T D MEET R LTz,
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XTZREXTY

ZEM. HERITEN S <EKEYCHKRE T DalsetEiE VgL D 7HIRG
FRIETAIZ DI RE U,

=PLEMIZE LC/MS Mix1 (M #FEIR) =FEALIZ,

BILI7H (23m59) RERISIA (4R5))

i NH2

: “OI NH )l\ ~

| 1 NF; H,NT N O

1 HoN | /O |

l o e e e e e g

Bl:) LTS — Bl ) AIARTU LA

N RIS 7= RB% LT PRI ERELTARIELT
BEARBIR(CEDIEEY [EAZINS
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5T OLC-MS/MSIC KB REFRDAE
B9

LC-MS/MSIC & B RIFESADIEIL

LC : Prominence (BiE&4/FFN)

MS/MS : API13200 (T—E— - -HALIVvIR)
HSA : YMC-Triart C18 (D1 I LS «)

ZEiE : A:0.05%FF% B--7tzbh=hMUJ
TR : 0.2mL/min

EAS : SulL

1A >{tE— I : ESI Positive

AEE—R : MRM (Multiple Reaction Monitoring)

RABSEH MHEOEMNZSZ([ClEFRFZRIT U,
B, 1040 B ARREEF R FIERSERESE,20124,P.102
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RETOLC-MS/MSIC X B REBFRDAE

A ESAF

EE Ett time(min) 0 3 25 30/ 30.01 40
Name RT af Q3 af Q3
Sulfaguanidine 3.65 215 156 215 92 A conc. (%) 95 95 > > 95 95
Sulfacetamide 908 2151 156.1 2151 92.1| |B conc.(%) 5 5 95 95 5 5
Sulfisomidin 9.69 279.1 124.1 279.1 186.1
Diaveridine 10.6 261.2 2451 261.2 123.2 100 -
Sulfathiazole 10.7 256 156 256 92.2
Trimethoprim 11 291.1 230.3 291.1 261.3 90
Sulfapyridine 11 250 156.2 250 92.2 80
Sulfadiazine 11.1 251.1 156.2 251.1 92.2
Ormetoprim 11.5 275.2 123.1 275.2 81.1 70
Sulfamerazine 11.5 265.1 108 265.1 92.2 ;\a 60
Sulfadimidine 12.5 279.1 92.1 279.1 65.1 —
Sulfamonomethoxine 12.5 281.1 92.1 281.1 156.1 e 50
Sulfisozole 12.6 240.1 156.2 240.1 92.1 S 40
Sulfachlorpyridazine 13.6 285.1 156 285.1 92.2 2]
Pyrimethamine 13.8 249.1 177.2 249.1 198.2 30
Sulfamethoxypyridazine 141 281.1 156.1 281.1 92.1 20
Sulfamethoxazole 141 254 156 254 92.1
Sulfadoxine 14.2 311.1 156.1 311.1 92.1 10
Sulfaethoxypyridazine 14.3 295.1 156.2 295.1 92.2 0
Sulfatroxazole 14.3 268.1 156.2 268.1 92.1 ' ' ' ' '
Sulfisoxazole 14.6 268.1 156.2 268.1 921 0 10 20 30 40
Sulfabfenzamid.e 15.4 277 156 277 92 Time(min)
Sulfadimethoxine 15.6 311.1 156.2 311.1 92.1
Sulfaquinoxaline 15.6 301 156.2 301 92.3
Sulfanitran 173 3364 1341 3361 65 ﬁ AIIVIT 7V = RZEFR<L 268D
Sulfabromomethazine 17.49 357 156.2 357 92 I i o \
Sulfanilamide - 173.1 93.2 173.1 76.1 E—Oiﬂﬂﬁb‘ﬁl‘ﬁ‘étﬁj 7:"_'o




- #R53@QUEChERSIEIC K 5 ik TR DT

K- b= MUWRICH T I SEIERDOEEGRE (FREDH)
B’k 109 EIES

Sample Name (%)
Diaveridine 994
| — | Ormetoprim 117.6
7t l\_ l\ J)b lomL Pyrimethamine 104.0
Sulfabenzamide 90.0
Sulfabromomethazine 97.4
— NaCl 1g Sulfacetamide 69.7
Sulfachlorpyridazine 943
aI>E§3Na 1g Sulfadiazine 84.6
Sulfadimethoxine 86.4
DI >EEK3E2Na O. 59 Sulfadimidine 94.8
oy Sulfadoxine 85.8
ﬁ,"'@Mg (ﬁZk) 4g Sulfaethoxypyridazine 92.1
Sulfaguanidine 97.4
Sulfamerazine 99.3
s N B = Sulfamethoxazole 80.1
Ja"“‘ﬁ}ﬁﬁ(35()()r‘l)m 5m|n) Sulfamethoxypyridazine 105.2
Sulfamonomethoxine 90.4

— Sulfanilamide -

7t I\— I\ UJLE Sulfanitran 90.9
Sulfapyridine 109.8
Sulfaquinoxaline 85.0
= Yr Sulfathiazole 94.7
7'kt 1 0‘nﬁ¥R Sulfatroxazole 93.8
Sulfisomidin 94.0
Sulfisoxazole 89.9
LC-MS/MSHIE x10fE#&R
Trimethoprim 119.3
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#R53@QUEChERSIEIC K 5 ik TR DT

QUEChERSZEICK DDAV WY b~
D=0 Bl C K DRURR TR B
QBEHBR (PEhZhUL) [CXBRTINIZHER
OFRERIC X DIRLVEDNADHIHE

BmPoR
™
- mARAINYE
B 2z =eHE
| m JKIKIEDD
,.eL T 205 &5
mEER

0% 10% 20% 30% 40% 50% 60% 70% 80% 90% 100%
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RECEMH="HS5 AlCKDREDER
=]

£Y > 7 )Lz RWcaiLE O EHEETh

Pointl

"% 109 REBEND  point
Point3 L 7K 2mL o SERERIEIRERIC & D
_ P&R=RUL 10mL & LRI
Point2

RESFAX (13000 rpm) RGP TINS5 R (TR

309 /4 — NaCl 1g e
OI>EE3Na 1g

DI >K3FE2Na 0. 5¢g
MiigMg(#®K) 4g

}ﬁiﬁlf (FTIEES 1min)
Elﬁ}ﬁ%‘ﬁ(3500rpm 5min)

_ mEmRNE@  Point3
PERZBMVIVE < pwiesm KDPESHHIEE
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RECEIHZ"N5 AlCKDERDR

Pointl
— KNI
o e h=RULE SERREFEIRRERIC & 5
c18-30+ PSA-30 & TR DAL
Point4
109/1etk — e XFJ—J)L 1mL C18"'ﬂéﬁﬁ§ {EAR RS
ilzlfllill;ﬁ PSA"'HE
| b0 7k 0.5mL Point> ‘
Point> iBi% A% L TC18ICER
C18-50
— B A5 —)-K (4/1) 1mL

5 S 37 Y
=o'y “gn £E1) ﬁ&)ﬁ)ﬁb"@
EE (4mL, KTHE) < o)
=1:0.8:1.2 X BENRIBRE(CLD
BRI E S,
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ACN10%

ACN20%

ACN30%

ACN40%

ACN50%

A QEHH=

(&E]

“HSAICKDFRDERE

72 b MU -KERICKDIE—TRARDZE(L

tax. 1124 ops)

G of +MRM (82 pais): 215.000/156.000 ba |b: Sulfaguanidine 1 from Sample 3 (130403 _animal drag_S T50ppbvaten of 130903 _Animal drag.wiff (T

ANITF7EHI=ZR

g s AWVIF7IOP=>>
=
= 1.0ed
g (RT 3.65) = (RT 9.09)
c  S000.0 . .
=
=
ok v . T . T T ¢ . y T . y
1.0 20 40 50 8.0 70 20 2.0 10.0 11.0 120 130 140
Time. min
B C oof +MRM (82 pairsk 215.000/156.000 Da ID: Sulfaguanidine 1 from Sample 4(130403_animal drug_STS0ppb/ACH10%) of 130403 _Animal drug.m. Max. 2600.0 cps.
2000 3.58
w
=3
=
&= 5000
]
=
=
=
1}
1.0 2.0 20 40 50 8.0 70 20 [ )a] 11.0 120 130 140
Time. min
B C oof +MRM (82 pairsk 215.000/156.000 Da ID: Sulfaguanidine 1 from Sample 5 (130403 _animal drug_STS0ppb/ACH20%) of 130903 _Animal drug... Max. S456.7 cps.
w 5000 zfs=
o
b=
= =000
=2
& =zooo
= 13.51
1}
1.0 2.0 20 40 50 8.0 70 20 [ )a] 11.0 120 130 140
Time, min
B C of +MRM (22 pairs)k 215.000/156.000 Da ID: Sulfaguanidine 1 from Sample 6 (120402_animal drug_STS0ppb/ACHE0%) of 120402 _Animal drug.m. Max. 2600.0 ops.
fegerd 361
w
= 3000
=
£ z000
@
=
i 1000
= 4.0z 10.97
o
1.0 2.0 20 40 5.0 8.0 70 20 [ )a] 11.0 120 120 14.0
Time, min
B C oof +MRM (22 pairsk 215.000/156.000 Da ID: Sulfaguanidine 1 from Sample 7 (120402_animal drug_STS0ppb/ACHA0%) of 120402 _Animal drug.m. Max. 27322 ops.
4000
w
= = Ha o
=
= zooo
=
=
£ 25 11.18
o
1.0 2.0 20 : 50 8.0 70 20 2.0 10.0 11.0 120 130 140
Time, min
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RECEIHZ"N5 AlCKDERDR

Pointl
(PO g e EIRER (C & B & TR MEEEEC DT A
FO GHHED) . TN GhlE) . FN6 (ERE) O3STHM
BN ETS T & TE RIS SRRREI TR TS LB,
JF—>C
Mo
M TRICER. FER TR (C IR, AT .
. SR EY] . EHEADIRES . A A ALIRE
. PHIZ& B A A AL BHHRE RRARE

e o




REGBZZN35 Alc LD IREDIRET
L AT $ o 0 RN hlEIUERER (FBEN)

Sample Name EIES ElES EIRES
(%) HIE (%) ¥ITE (%) HIE /N F3—2 @”yfﬂ o ﬁkﬁj‘*&
.
Diaveridine 447 X 658 A 656 A A C (%)
Ormetoprim 750 O 987 O 995 O 120- 1
Pyrimethamine 879 O 991 O 1151 O
Sulfabenzamide 817 O 708 O 1028 O 70-120 23
Sulfabromomethazine 923 O 1124 O 942 O _
Sulfacetamide 824 O 96.1 O 1144 O 50 70 1
Sulfachlorpyridazine 776 O 666 A 1057 O —50 1
Sulfadiazine 811 O 828 O 1042 O
Sulfadimethoxine 905 O 918 O 944 O 5
Sulfadimidine 928 O 1033 O 950 O INF—>A
Sulfadoxine 900 O 785 O 1079 O o N,
Sulfaethoxypyridazine 977 O 1040 O 934 O * iﬂﬂjiﬁﬁb‘*ﬁﬂ]
Sulfaguanidine 792 O 646 A 875 O . — ~
Sulfamerazine 109.1 O 1030 O 1153 O PHICK D1 AL
Sulfamethoxazole 861 O 889 O 927 O o g
Sulfamethoxypyridazine 94.7 8 90.6 8 100.8 8 } \g_/B
Sulfamonomethoxine 83.7 88.7 103.8
Sulfanilamide - - - - - - - BEI#ENDIRE
Sulfanitran 1371 - 1228 - 771 O . =8
Sulfapyridine 927 O 880 O 951 O 'ﬁtﬂﬁ*E
Sulfaquinoxaline 831 O 918 O 1119 O
Sulfathiazole 682 A 80.7 O 1011 O A o ~
Sulfatroxazole 765 O 899 O 934 O INF—2>C
Sulfisomidin 754 O 959 O 1069 O . ~ ==
Sulfisoxazole 765 O 899 O 934 O 4 z- /{bpﬂ =
Sulfisozole 869 O 911 O 1024 O o} *'J;FE
B3
Trimethoprim 827 O 952 O 1141 O F
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REGBZZN35 Alc LD IREDIRET
HHH AT $ o P ARG mhnEIUERER (BXEN)

Sample Name EIES EIlES EIES
(%) HITE (%) ¥ITE (%) i AY @”yfﬂ o) ﬁkﬁj‘*&
.
Diaveridine 727 O 910 O 1030 O (%)
Ormetoprim 762 O 1054 O 1011 O 120- 1
Pyrimethamine 86.1 O 985 O 1100 O
Sulfabenzamide 833 O 953 O 1061 O 70-120 24
Sulfabromomethazine 815 O 747 O 103.7 O _
Sulfacetamide 1036 O 939 O 1143 O 50 70 1
Sulfachlorpyridazine 763 O 865 O 1153 O - 50 0
Sulfadiazine 939 O 1034 O 1225 -
Sulfadimethoxine 1047 O 1066 O 1211 - 5
Sulfadimidine 999 O 1105 O 1221 - INF—>A
Sulfadoxine 971 O 990 O 1094 O o N,
Sulfacthoxypyridazine 1145 O 1117 O 1084 O - SR AREL])
Sulfaguanidine 1409 - 1248 - 2013 - B . — ~
Sulfamerazine 1085 O 1206 - 1150 O PHICK D1 AL
Sulfamethoxazole 934 O 883 O 1165 O o g
Sulfamethoxypyridazine 99.5 8 98.0 8 108.7 8 I\5—>B
Sulfamonomethoxine 88.1 99.0 106.9
Sulfanilamide - - - - - - - BEI#ENDIRE
Sulfanitran 804 O 732 O 1250 - . B8
Sulfapyridine 1090 O 1090 O 1146 O 'ﬁtﬂﬁ*E
Sulfaquinoxaline 919 O 843 O 1203 -
Sulfathiazole 679 A 722 O 1046 O A o ~
Sulfatroxazole 1085 O 1083 O 1265 - INF—2>C
Sulfisomidin 837 O 939 O 1136 O . ~ ==
Sulfisoxazole 891 O 929 O 1084 O 4 z- /{bpﬂ =
Sulfisozole 806 O 665 A 1088 O B o} *'J;FE
B3
Trimethoprim 930 O 1134 O 1321 - F
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RECEHE=_H3 AlCKDIFTRDIRE
TR i % R A RS mhlEIUERER ()

Sample Name EIES EIlES EIES
(%) HITE (%) ¥ITE (%) HIE /\F—2 @_I_Iy?ﬁ_( o ﬁkﬁj‘*&
.
Diaveridine 522 A 800 O 915 O A (%)
Ormetoprim 762 O 1022 O 993 O 120- 0
Pyrimethamine 631 A 934 O 1020 O A
Sulfabenzamide 574 A 706 O 914 O A 70_120 18
Sulfabromomethazine 985 O 1118 O 1118 O _
Sulfacetamide 970 O 1000 O 1170 O 50 70 8
Sulfachlorpyridazine 676 A 574 A 880 O B - 50 0
Sulfadiazine 611 A 819 O 917 O A
Sulfadimethoxine 791 O 886 O 1037 O 5
Sulfadimidine 804 O 975 O 1045 O INF—>A
Sulfadoxine 930 O 945 O 1086 O o N,
Sulfaethoxypyridazine 820 O 944 O 1042 O * ;ﬂﬂj;ﬁy;b‘$ﬁﬂj
Sulfaguanidine 1110 O 1315 - 1548 - . _— ~
Sulfamerazine 847 O 1054 O 1084 O PHICK D1 AL
Sulfamethoxazole 7114 O 768 O 1021 O 5 g
Sulfamethoxypyridazine 781 8 83.7 8 101.1 8 } \9 — /B
Sulfamonomethoxine 90.0 89.8 112.7
Sulfanilamide - - - - - N - BEI#ENDIRE
Sulfanitran 802 O 917 O 875 O . B8
Sulfapyridine 727 O 809 O 917 O 'ﬁtﬂﬁ*E
Sulfaguinoxaline 761 O 775 O 917 O
Sulfathiazole 68.2 A 838 O 1234 - A o ~
Sulfatroxazole 703 O 738 O 946 O INF—>C
Sulfisomidin 683 A 884 O 1016 O A . ~ ==
Sulfisoxazole 851 O 797 O 950 O 1A >ALIHE
Sulfisozole 726 O 730 O 1138 O . JEEE 2B
B3

Trimethoprim 69.2 A 881 O 1044 O A F
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R 8 %”uﬁuasﬁﬁﬁ(aﬂqﬂaﬁppm)
25 - 24 5
a nERS
15 - m KRG
n EBEEH
10 -
5 _
0 - -
<50 50-70 70-120 120<
LV EFCTY
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