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- B 78 ERERREEIERIEEHE (LC-MS ) MESHIPEiEEiERTNGx, +—fmapgk
PLEFEE0.05-20 ng/mLARESEREINL MR B, 18R E0A0.997 I E; SIKENRA0.5-49.5 ng/Lz
8], #E0.2, 2120 ng/mML=MREIMNFRERESFRAEMEIILER, ERERAES8.6%—-115.6%2E], HKX. HIEHEHE
E45BUEE0.9-8.4%F11.6-12.6% 2 |8] .

KA. MO EEMEZER ( magnetic dispersive SPE ) LC-MS 44} BEREEKAAEE

R AY(SAs) T Z BT REEsER, AMTEFAXENMAZSSBERASNY=RYE
R, UK, Wik A e/ \RESRE. AT HEBNREE, RBECELNESDEMR mP R
FIRAFREBEH100 u g/kg.

YRR AP EEENARNNESEGTAAAIERR, GB/T21316-200751¥EMHEmP it B E
FTE P A RRZEBUERRTANER B BIR1ER ¢, ALK AR/KHEE FRXE S BB MEMEHE R ZER
R, BEMERARIRIGEIE, SZ2IMNNEEZKS], TEE. REMMEREESRPLSBER, SFEEE, FEBUN
BRHNBRBEEE—H. EEREBE —SHNRTFRENE, EEREES, EBFMHY, RIEEHENILS
o] H B4 PR R AT B D TR E K .

B RIS
1. 515

1485: LC-20ADx 2 (%% ) , SIL-20AC ( BExhi##Ess ) , CTO-20AC (#H8% ) , DGU-20A3 ( TEZefi
S#l) , CBM-20A ( RGeH=hlag ) , API 3200=E PURAT SRR

PR EHESEWBAEE ( Sulfachloropyridazine,SCP ) , fEf&EEWME ( Sulfathiazole,STZ ) , TEREMLIE
( Sulfapyridine, SP ) , BEBEXT B MENE ( Sulfamethoxydiazine, SMD ) , TEREEREENE ( Sulfamerazine, SMR )
ik e —FRB0E ( Sulfamethazine,SMZ ) , EEREERSEBAEE ( Sulfamethoxypyridazine, SMP ) , #ERE[E] = B SUIENE
( Sulfadimethoxine, SDM ) , TshHFHIEE MW ( Sulfamethizol, SMT ) , fish&fE®t ( Sulfacetamide, SA ) , Tfi%|g]HFH
SUELE ( Sulfamonomethoxine, SMM ) , T E Sigma-ardrich/AE],

7. BB, LCMSZR, Fluka/AS]; BEz, HPLCZ, Merck/AT); B&ER, Ohal, EHERALFLFIER

RE],

2, AEN
A sh A8 A (0.2%FRE/KAER ) /B (0.2%HEHER ) —_—
=75 ,"25 ("u" f"u’:]' Time Module Action Value {%}
20.00 Pump Pump B Conc. 80
RO 10uL 22.00 Pum: PumP B sz 80
: S ump nc.
2 7% #F: Shim-pack VP-0DS ( 2.0 mm I.D. x _— s PumnpB Cane. 5
250 mmL., Sum) 30.00 Controller Stop
i i&: 35

HILEJ]*E*%F.-}L-E;[E



NO.LCMS-012

R &1
BFE: ESI; AfEA: EEFHE; wllAX. ZRNEN; BEHEEEKE: 4000V; FHSIES: 60psi;
TurboHeater GAS/E/]: 60psi; SHBSIES]I: 20psi; BFESE.: 450°C; NOBE: 3V; ffESANOBE.:

15V; fiESHEO8EE.: 3V;

Fe1 117 HERERY

BNETY . MHESEEMEREENR,
BHNEFX ., WESERFMEREE

WRETX  fESfEE EkEE

WRETX  AHESAEE  KkAE

Wi 2 K i e

m/z eV (m/z) eV v
SCP 285.0/156.1 19 45 SMP 281.1/156.0 22 45
STZ 256.0/156.0 18 60 SDM 311.0/156.1 27 50
SP 250.1/156.0 20 40 SMT 271.0/156.1 17 45
SMD 281.1/156.0 22 45 SA 215.0/125.0 18 40
SMR 265.1/156.0 21 45 SMM 281.1/156.0 22 45

SMZ 279.1/186.0 21 50

3. tr/EMIBHEAIAECH MBI

PRAES BBECH)

AFFFB N 1FSASZ 10 mgTF 10 mLEERY, FIEEREZE, RFRF-
FREFEER0.05, 0.2, 1, 2. 5. 10. 20 ng/mLEEFRERLZ .

GIp S L8

B mLAF9hEd, IIA10%SSEESE K100 p LIF FAZERKBEZE10 mL, J®HFET min, 1000 rpm &5 min, B
&R, MANE0 mog R MaARl, ZEBURAES0 s, WML _LER, FHEMEIIA mL 5% ZUKAEE, Eimaie
30 s, SEREEN B LE R, EWREIELT, 0.5 mLERIMEES, TEETNALCMSSHT,

B 5R5R

1. &MSeERKEHR

IARRE AT ng/mLANZE BTS2 RN TR R, EHATR, 11FSASHEMmIERAS:, TTRERTH.

M= BAYAN0.05, 02, 1, 2 5, 108020 ng/mLERFHRITERERLZ:, 11FBE A IVRERZERIR2, HX
FELA0.997 E; SASHILODFILOQSERES HIHE0.5-49.5 ng/LF11.7-165.0 ng/L,

100 pg/mL SASEYEFRAHR,
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NO.LCMS-012

T2 SAsMZ MG LASNR. EMFR

Linearity and sensitivity characteristics

Compound Linear dynamic Regression line LOD LOQ

range (ng/mL) Linear equation R? value (ng/L) (ng/L)
SCP 0.05-20 Y=-2131.83+38832.76X 0.9979 1.8 6.1
STZ 0.05-20 Y=1015.54+18666.70X 0.9975 2D 8.4
SP 0.05-20 =-127.67+28535.78X 0.9982 3.1 10.3
SMD 0.05-20 Y=-10105.67+54511.63X 0.9978 0.7 2.2
SMR 0.05-20 Y=209.60+15762.16X 0.9987 3.2 10.6
SMZ 0.05-20 =-5404.41+25134.66X 0.9974 1.1 3.7
SMP 0.05-20 Y=-7897.4+40625.13X 0.9984 2.3 7.6
SDM 0.05-20 Y=-725.74+115929.74X 0.9992 0.5 1.7
SMT 0.05-20 Y=-1554.30+33318.96X 0.9973 2.2 7.4

SA 0.05-20 Y=-6550.41+29644.3X 0.9980 49.5 165.0
SMM 0.05-20 Y=6449.95+27151.36X 0.9982 1.9 6.3

2, OEREBHK., HEFEZESXR
EVSEPRFER, 0.2, 2. 20 ng/mLESIRRENEHEBINERZ BA. BEBEE, HERMERIr, 11768
A A INAR B R E88.6%-115.6%= 18], BA. BIEHEHED HI70.9-8.4%F11.6-12.6%= 8],
=3 SAsHEEE BN, HielEEE

Intra-day precision Inter-day precision
Recovery (%, n=3)
(RSD%, n=5) (RSD%, n=3)
;ompound
0.2 2 20 0.2 2 20
0.2 ng/mL 2 ng/mL 20 ng/mL
ng/mL ng/mL ng/mL ng/mL ng/mL  ng/mL
SCP 2.8 1.8 2.3 5.7 3.8 1.4 1156+38 1041*1.5 1023+3.8
STZ 6.9 4.9 5.4 7.2 5.6 XA 10851+87 955%t75 1019+ 6.4
SP 4.1 3.1 2.5 10.8 4.1 3.2 105.1+92 924120 98.6+ 1.7
SMD 54 2.2 2.4 3.8 3.1 2.8 89.7t 4.6 977126 1038+ 1.2
SMR 5.3 3.9 2.6 8.5 3.4 22 109.61+9.8 100.1+35 963+36
SMZ 4.1 1.8 2.9 15 3.0 4.3 101.8+54 1005+12 108.7+3.2
SMP 2.6 0.9 1.0 3.6 3.0 1.8 100.1£36 913%27 9761 1.9
SDM 1.8 1.3 2.9 5.1 4.2 L P 87.61+ 5.9 103.3 L 4.6 93.1+2.8
SMT 5.0 2.6 4.1 4.4 X2 4.0 103.6x52 931139 103.3%+3.3
SA 8.4 %9 L3 12.6 7.1 2.6 99.8 = 10.1 96.51 8.2 105.1+4.9
SMM 3.8 2.3 2.0 32 1.6 2.0 88.6 4.6 99.1£29 10281 2.2
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3. PRI
BHmETIEE =49, —FEmigHsP, —MhiehSMP, EXEER. 0.2 ng/mLIYIIFRRENE=
DETFERIIEINR, FERRF. RIEQNZERIIERA.
4 KFFFEmONER

Sample 1 Sample 2 Sample 3
Compound  pyeected Recovery Detected Recovery Detected Recovery
(ng/mL)  (02ng/mL,%) (ng/mL)  (02ngmL,%) (ng/mL) (0.2 ng/mL, %)

SCP n.d. 99.8 n.d. 94.1 n.d. 102.9
STZ n.d. 95.6 n.d. 101.3 n.d. 108.7

SP n.qg. 107.2 n.d. 96.3 n.d. 102.9
SMD n.d. 89.3 n.d. 94.9 n.d. 96.4
SMR n.d. 98.5 n.d. 91.2 n.d. 93.7
SMZ n.d. 83.6 n.d. 95.1 n.d. 101.6
SMP n.d. 86.8 n.g. 91.0 n.d. 89.3
SDM n.d. 88.4 n.d. 83.9 n.d. 91.2
SMT n.d. 92.7 n.d. 87.5 n.d. 95.0

SA n.d. 81.2 n.d. 90.1 n.d. 84.9
SMM n.d. 83.6 n.d. 93.8 n.d. 97.6

*n.d., not detected; n.q.; not quantified.
B 5it

1. AXEBZ T RS EERERGRER AL ( LC-MS ) BRRNES Y kg TN %,

2. 11FBEIREDFE0.05-20 ng/mLSEREIA, M8 FENL0.997 E, SRASNPRTE0.5-49.5 ng/Lz (8], i
0.2, 2§120 ng/mL=/MNREMNFREELFRAERBIBCR, BIZEES8.6%-115.6%2 8, BN, HEHEEES A7
0.9-8.4%#01.6-12.6% = [al,

3. FERBERS, WEML, BIEEE, TTEESFTIPEEEAYERE I TINEX,
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