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UHPLC-MS/MS R332 M| 7E 7K 7= fa A IE 15

Rt EZI TR B

LCMSMS-071

WE: ASCRY T — RS AR B RO = BT RSO & 10 SR A R
SHTIE. BRENERE, FERSEARERY LC-30A F 6 min WMESE, =EIHRFRE LOMS-8040
HTEROT. (EAIMRELH 10 MERIAT A RWBORIASIERIT, MERHE 0.9989-09999 Zdl; 3T
RO R RO TSR, 4L 6 KRB ST RAOIERHREIRE S BITE 0.50 % 71 5.30% BT,
EBUBEEERT . FRRE FRFIRERISEEN 68.0%-95 5%,

KR KR EERENER EESUREERHY ZEMRAT R

MRS HE 25 ( Quinolones, QNs) ZFEATHAL
MN—KREZY), RERE &, HEAEMR. ARF
ER. MEREE. SEMMERNMLI W AMEEFRE
A2 N BT I E N 2 MRS AR T AT
BT WERAYEBER TGS 8KkRw, LEE
RAZEE—ENREKIER; SBEASAYEEASE
RENRME R R AYIRE, SRR BRI RS
EHRM, ASFEMAEIHRAYE, FENRSIER
REFETRASHIERREE =80 (308, 3.
BRE) 1B, AL, LRZYHSLEE MRS
AMIERE. BREEMRRAR., R DEARTRARM
FEFHKFERS. RBEHCSHET BEDE. TR
E. S50E. BRIVE. BER. RREEINYEHER

B SRS

11 Y=

ALRFEADEBSIREEREN LC-30A 5=
B MR RN LCMS-8040 BXFI R %, BARRE A
LC-20ADXR x 2 %y & &=, DGU-20A5 7 & B S #1,
SIL-20AC B zh # #£ 3%, CTO-20AC #¥;8 44, CBM-
20A RZx1EH188, LCMS—8040 = 2 I #R 4T B 13,
LabSolutions Ver. 5.53 @1 T {Euk,
1.2 DArsfF
AR

B®BIEFE. Shim—pack XR-ODS I1 2.0 mm I.D. x

75mmL., 2.2 um

MENHE: A - 5mM 2B (& 0.1% B ) ;

B -Zf&

PHREEHBERE; %E FDA F 2005 £54HZI1EH
FAFTRBMEKMARBRLNME YRS BNHE
MER; BRWEBEIRFNREDLE. TFRDE.
IBERL . SRR RAGKBRENTTTIE.

BT KRN EARKERSES. ERELAER
H, XAREEEENERGER, BEEERiES
BRHFUEHAZEREFE MR, REESH—RTK
% FEERRR YR BINI S, EEETRAYNT
EPTHRRBES . ACEL T —MERESRREE
T LC-30A F1 =5 M R T B (X LCMS-8040 BX A
(UHPLC-MS/ MS) JUZE/K =g 10 FEERER A =
HFTE

RER: 0.4 mL/min

tHm: 40C

HIEE . 20 uL

B RSN, BARVIGIREA 10%, HE
TR 1

*® 1 BERBREF

Time(min) Module Command Value
1.0 Pumps Pump BConc. 10%
4.0 Pumps Pump B Conc. 60%
4.5 Pumps Pump B Conc. 60%
4.6 Pumps Pump B Conc. 10%
6.0 Controller Stop

SSL-CA09-586
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LCMSMS-071
g DLRE. 250°C
BFAER: ESI(+) IFAEHEEF . 400°C
BFMEBE: 45kV HiEER . ZRNEN (MRM)
FEHX. ®X3.0L/min T¥EBRTE]): 10 ms
FIES: &S 15L/min FERAFE]: 3 ms
WES. EX MRM &5, I3k 2
2 MRM k5%
hEMEIR BEEF FEF  QiPreBias(V) CE(V)  Q3Pre Bias(V)
nHE IR 304.2 286.1* -30.0 -19.0 -20.0
217.1 -30.0 21.0 23.0
303.2¢ -15.0 -18.0 22.0
BB 321.2
204.1 -15.0 41.0 21.0
318.2¢ -30.0 -18.0 22.0
SEIE 362.2
261.1 -30.0 26.0 27.0
. 316.1* 22.0 21.0 -16.0
EEUPE 334.2
290.2 22.0 -16.0 -30.0
314.1* -15.0 -20.0 22.0
NP2 3322
231.1 -15.0 -39.0 25.0
o 265.1* -12.0 23.0 29.0
BEDE 3522
308.2 -12.0 -16.0 24.0
340.2¢ -17.0 -19.0 -17.0
KEE 358.2
82.2 -17.0 44.0 -30.0
. 342.2¢ -17.0 21.0 25.0
B g 360.3
316.2 -17.0 -18.0 22.0
. 368.3* 26.0 20.0 25.0
IR 386.2
270.2 26.0 -44.0 -26.0
245 1% -12.0 -14.0 -12.0
miahE 263.1
189.0 -12.0 27.0 -19.0
. REERET
1.3 A HIE
1.3.1 FRfEA KL H
ORI 105, DRAKELE. ERVVE. BEVE. MANDE. EEDE. KEWE. BiEbE.
HbE . ﬂttmﬁﬂﬁva/"‘
tRE LIRS RECH. FHZHE.%EE?F'J 10 mg/L BRETRAEREBR, FHZBEF 0.1% BEK (109, viv) BRI

RIRERES

IETIER. SIREMRIIREREILR 3,
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3 IRBIVETERTFEIVEVRIRE (ng/L)
BFR RE1L O WRE2 O RE3 RE4 RES KRE6

MRS 2 4 10 40 200 500
RIEE 2 4 10 40 200 500
SEE 2 4 10 40 200 500
B2 1 2 5 20 100 250
R E 0.5 1 25 10 50 125
BEDE 2 4 10 40 200 500
KELE 2 5 20 100 250
B2 0.5 1 25 10 50 125
R 2 0.4 0.8 2 8 40 100
g E 2 4 10 40 200 500

1.3.2 BEmBIANEFT % B &81ie

K= mEBERNBAERET S BEFR (GB/T
20366-2006 FY)R~MmFEEFHEZEENNE &
HERE - BEREE) o

2.1 pvER R — R R R B TR IR R

Inten (x1,000,000) Ipten. (x1,000,000)
1 257 286.15
4.04 304.2 ]
] 20
3.0 1
] 1.54
207 1.0
107 05 217.15
] ] ‘ 304.10
L B 0.0 — A
100 200 300 miz 100 200 300 mz
1. MBS B9 — Rk B (2 ) F1 = B8 FF AR B Bl (CE {B-20V) (A )
Inten(x1,000,000) Inten. (x10,000)
1 3212 7.54 232.05
1.004 ]
075] 5.0- 303.10
0501 ]
] 2.54
0.254 ]
1 ] 20%‘0525 05
] 1 176. ’
0.00 0.0 Huqﬁqm”ﬁ‘w?“pw
100 200 300 400  mlz 100 200 300 miz
2. kg B —R SR (B =R FIaERIEE (CE E-20V) (A E)
Inten(x1,000,000) Inten. (x1,000,000)
] 362.2 5.0 318.15
6.0 1
] 404
504 ]
4.05 304 261.10
30] 1 10
i 2.0
207 62.10
] 1.0
1.0 ]
00— 0.0
100 200 300 400 miz 100 200 300 miz

3. |EVDEMN—REUEE(ZR) N~ E UL RE(CE E-22V) (GE)
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Inten (x1,000,000) Inten. (x1,000,000)
] 334.2 6.0 316.15
1504 ]
] 5.0
1.254 ]
3 4.04
1.007 ]
075 307
0,50 20
] = 290.15
0254 104 23315 | 334.10
0.00 —————— 77— 0.0+ —
100 200 300 400 m/z 100 200 300 mz
B0 B A — RS E () A4S T R (CE fB-21V) (5T
Inten(x1,000,000) Inten. (x1,000,000)
1759 3322 15 31410
1.504 ]
1259 ]
] 1.0
1004 ] 231.10
0.75 ]
0.50] 05 45.15
] 1 283.10
0.254 ]
] p 20?.10 ‘ 33%00
0.00- 11— 0.0-——— == ‘
100 200 300 400  miz 200 300 mz

5. A EN—RFUER(ZR) N~ MBS THHEUERE(CE E-24V) (GH)

Inten(x1,000,000) Inten. (x1,000,000)
] 3522 ]
3'&; 1.00
259 ] 334.10
2.0; 0.75‘,
157 0.50
1.0 ] 265.10
] 0.25+
0.5 ]
] 1 251.1 30%.15 35%_15
00— 0.00 L ——L
100 200 300 400  miz 200 300 miz
6. BEDPEMN—RFUEE(ZE) =Y E FEfERIERE(CE E-23V) (FE)
Inten (x1,000,000) Inten.(x100,000)
1504 358.2 ] 34Q0.10
i 2.5
1.254 ]
] 2.0
1.004 ]
] 1.5
0.757 ]
050; 10i 82,20
] 0.5 %80 255.05
0.25] 71 7706,30 :
] ] 83 10 3527.10
0.0 ————7——— 17—+ 0.0 —
100 200 300 400  miz 100 200 300 m/z

7. RES EMN—RFUEE(ZR) MBS T FUERE(CE {E-30V) ()
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Inten(x1,000,000) 2 5Imen. (x1,000,000)

360.3 -9 342.15
2.5 ]

] 2.0+
2.0] ]

1 1.5
15 ] 316.15

] 104
1.04 ]

1 ] 360.15
057 0.5*: 24515
00—t 0.0 —

100 200 300 400  miz 100 200 300 mz

8. B EMN—RBUEE(ZR)M=ME TR (CE E-21V) (G &)

Inten(x1,000,000) Inten. (x1,000,000)

386.2 3.0 368.05

T
NN
T

NN NN SRR FENE e

= ;
N
o

386,05
1 1.0 342.10
051 299.05
1 17.1 05
] 322.15
0 N 0.0 ‘2%“ ‘
100 200 300 400 miz 300 mz
TR B B — R FUSE (Z ) R8s FHA R ROE B (CE B-22V) (A E)
Inten(x100,000) Inten. (x1,000,000)
] 2631 ] 24505
5.0 100 ]
] - 217.10
4.0+ 1
] 0.75+
3.09 ]
205 0.50{
] ] 189.05
1 1004 25
1-0‘:/ 264.1 0 5:
1 ] 161.10 261}-05
0.0 0.00 e
100 150 200 250 miz 100 200 mz

10. PEiE) B — Bk E (2R =& T3 BRI (CE fE-20V) (£ E)
B 110 FEEERSA A R — R R R Y B TR R

2.2 FOERE AR MRM &i5E]
10 FHIEFETRSEHUAE AT MRM BIEEIMNE 2 Fiiro

{7:304.205286.10(+
17500092:321.20>303.15(+
13:362.20>318.15(+
14:334.20>316.05(+
M

G

(+

-~

15000015:332.20>314.10
16:352.20>265.10
12500017 358.20>340.15

19:386.15>368.25(+

)
)
)
)
)
)
)
)
¥

(
100000410:263.10>245.10(+)

750007

500007

25000]

0]

-250007

0.0 1.0 2.0 3.0 4.0 5.0 min

B2 10 MRS A FAOER M) MRM BiEE

LCMSMS-071
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lh%ﬂﬂﬂ 1o WEONER(4pg/L); 2. fRIE
. %L/"‘E( 2ug/L); 5. ITW/"E( lug/L) ;

E(ng/L); 8. B E(lpgl);

23 RMHRR
BARRERERRES

ORI E(0.8 pg/L);

E(4pg/ll); 3. EFVE (4ugﬂJ'
6. BEDE@pgL); 7. KED

OETIER (W3 ) 3% 1.2 PRDMTRAHITNE, DIREAREER, EETRANLER, b

PNEETIRAEENE 3 Frr, FISREMLEMEXRRE, SMTRREXAEINR 4.

1. MEWIER

Area

150000004

10000000

5000000

3. §EEE

Area

20000000

15000000

10000000

5000000

5. NAIE

Area

10000000

75000004

5000000

2500000—:

"~ 850 100 Conc.
7. BEDE

Area

7500000-]
5000000-]

2500000-]

100 260 Conc

2 IR

20000000
15000000
10000000

5000000

4. BEDE

10000000
7500000
5000000

2500000

S I1(1)0I o IZ(I)OIOoInCI.

6. BEIE

A
10000000

7500000{

5000000

2500000

8. BEE

Area

7500000
5000000

2500000

"7 7s0 100 Cone

LCMSMS-071

10. Eiva;d‘impg/u
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9. WRPE 10, FEDE
Area Area
] 15000000
10000000 ]
7500000 10000000
5000000% 1
] 5000000+
2500000 1
"5  Conc. 7 250 7 Gon.
310 FEEIRERAE RIVERERTRE L
£410 %q:uii%ﬁﬂaé?ﬁi%%&fm%%ﬁ
No. &EWER RAEZ ) HEXEFRER
1 MEEIER Y = (36578.1)X + (-5519.45) 2~500 0.9999
2 fRiEE Y = (46525.9)X + (19258.1) 2~500 0.9999
3 FEE Y = (44869.6)X + (66854.4) 2~500 0.9994
4 EEUbE Y = (45846.3)X + (-22086.0) 1~250 0.9996
5 HRE Y = (95160.9)X + (-3949.78) 0.5~125 0.9991
6 REDE Y = (19564.3)X + (168771) 2~500 0.9989
7 KEUDE Y = (31820.2)X + (-19813.1) 1~250 0.9997
8 Bagih 2 Y = (74899.2)X + (-49109.1) 0.5~125 0.9997
9 R 2 Y = (117672)X + (120403) 0.4~100 0.9993
10 PEELE Y = (31726.8)X + (200913) 2~500 0.9994
2.4 FEBEELR

MNARRERESTVETIERESENE 6 K, ZRURNVEEE, RENBTIETERNES HERNE S Frx.
HERER: FRNEIERREN EMERRVBNTRAERZ I BITE 0.02 % ~ 0.50 % F1 0.87 % ~ 5.30 % Z[&], {X

REEE R %5 REFEMEDRESHER (0=6)
. RSD% (2 ng/L RSD% (40 ug/L) RSD% (500 pg/L
T (2 ng/L) (40 pg/L) (500 pg/L)
R.T. Area R.T. Area R.T. Area
N VIER 0.39 3.64 0.23 2.82 0.34 1.42

RIEDE 026 1.67 0.50 1.68 0.37 2.01
SEE 014 3.60 0.14 2.88 0.09 0.96

BEDE 012 3.53 0.04 2.14 0.07 1.28
mEDE  0.07 3.78 0.04 1.94 0.04 1.05
RSD% (1 pug/L) RSD% (20 pg/L) RSD% (250 pg/L)
R.T. Area R.T. Area R.T. Area
BEEUPE 012 5.30 0.09 2.61 0.07 1.73
KEE 011 2.63 0.02 2.42 0.05 1.34
RSD% (0.5 pg/L) RSD% (10 ug/L) RSD% (125 pg/L)
R.T. Area R.T. Area R.T. Area
AP E 013 3.61 0.08 2.18 0.13 1.68
BEiE2  0.08 5.24 0.04 2.04 0.08 1.77
RSD% (0.4 pg/L) RSD% (8 ug/L) RSD% (100 pg/L)
R.T. Area R.T. Area R.T. Area

WROPE 0.08 439 0.03 2.27 0.07 0.87
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2.5 i HRANEBIR
AT EEURBRREE, BEH TREAIRENREER 1 ( 3R6 ), TR T 2Ro B 7 RN ERNIRAERZE (S)
IHEHCHRIESR, HANIGHR MDL = 3.14xS, EE8FR L0Q=4x MDL, WELERMFE 6 FrRo

& 6 10 M4 RAC HRAERIR

No. 235 RE A ERE 16 PR EER

(ng/L) (RSD%) (ng/L) (ng/L)
1 ntEunE: 2 4.63 0.29 1.16
2 kg2 2 2.85 0.18 0.72
3 SEE 2 1.63 0.10 0.40
4 BRI E 1 4.48 0.14 0.56
5 AN E 0.5 4.40 0.07 0.28
6 SREDE 2 3.23 0.20 0.80
7 KEPE 1 2.80 0.09 0.36
8 B2 0.5 2.80 0.05 0.20
9 IR 2 0.4 1.82 0.03 0.12
10 g E 2 2.91 0.18 0.72

2.6 BFUINTRELE

UARE 10 MEEIRENE ZNEREAT BFER, #HTEFIREE, MRRENR 7 Frr. BRERAEN
BEESHIIFREREEE S BINE 4 FE 5 frr. R 7 ERTMZGERBES, WTaRERTH 10 FEEEE
EPE RN ERETESR { GB/T 20366-2006 SR~ FPEHEIIRZBENNE RHEE - RERIEE)
K

60000-{1:304.20>286.10(
12:321.20>303.15(
13:362.20>318.15(
14:334.20>316.05(
5000075:332.20>314.10(
16:352.20>265.10(
17:358.20>340.15(

4000043:360.25>342 .20
ek 386.15>368. 25%+

s
+
+
+
+
+
+
+

)
)
)
)
)
)
)
)
)

soooo{

2000(»:

1000(}? n S

'1000(}:\““\““\““\““\““\““
0.0 1.0 2.0 3.0 4.0 5.0 min

4 BARFEME MRM 23



@ 3
SHIMADZU

Excellence in Science

LCMSMS-071

{1:304.20>286.10

12:321.20>303.15
60000-3:362.20>318.15
14:334.20>316.05
16:332.20>314.10

16:352.20>265.10
50000t7'358 20>340.15

40000 : 28"

3000({

20000

10000

-10000
0.0 1.0 2.0 3.0 40 5.0 min

B 5 sapEiifrERA MRM SEEIIMRRELR 7)

ERVARE. 1. WUIER; 2. fKEDE; 3. |E8DE; 4. BEIDE; 5. KADE;
6. BEIDE; 7. KEPE; 8. BENE; 9. WIIE; 10, EELE

7 IIAAE R ERFEREE

s HBFR IR E gtk STNME 1]l gz

(ng/kg) (S/N) (ng/kg) (%)
1 Uiy 2 76 1.62 81.0
2 R E 2 46 1.36 68.0
3 fELE 2 154 1.76 88.0
4 BEIDE 2 224 1.44 77.0
5 mEbE 2 51 1.91 95.5
6 BRI E 1 33 0.92 92.0
7 KEDE 1 42 0.83 83.0
8 IALE 0.5 55 0.37 74.0
9 RiEiheE 0.5 41 0.38 76.0
10 R E 0.4 104 0.33 82.5

i

AN T —FERAREBSRBEIEMN LC-30A F1=F MR FIE X LCMS-8040 BX A E 7K /= &
10 FRE BRI A KA DT, 1Z 7R 6.0 min 2 N5ERL 10 B AR S BHT, IREMLNEXRETE
0.9989~0.9999 Z [8], WARRENIRESRATIBEELR, EEL 6 XHAFREBHBMEBRNBNIRERZED
FE0.50 % F15.30 % T, RERBEERT. ZAZEAFBRE. SRENES, RHRETELSR (GB/T 20366-
2006 R FEEIIRABENNE RIEEYE - SBUEE) , B4k RPERRENTAE RERBEN
RERAS T

(] BN ARARFRZFFHL

EBmEBEKETOS LLTER BiEHEIE: 021-22013542 http://www.shimadzu.com.cn





