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WE: AXHRSE=SIRARREEN, BT —MtEh+B% $BX. UFE SERE. 2B
SRS, EREW, SHALESANBEXRRY, 18X £B2. WHE. SHEFE. ZHB5k
PR 0.25 pg/kg, EEIEN 1 ug/ke GEETARAESRIBNR 2.5 ng/kg, EBIR 10 ng/ky) « MRS
S 65, RENEMEERESEET. IMFERRES, SASEKEEERY, THERIER,

XEE . SEMRMERREEAN MIREXRnEE tiE

RARRR:

% BINITY DB 13/T 52212020 (HiBA+BE, 2BE. MFE. SHENFE. ZHBRNNE SRAEE -

EREXFRIEE) o
<+ 10 RN E SR T IREERK,

TEER UK 285, ZMBEENZAKAR
GMANRERISNER. WIEREREEN, 2
NATaEEFEL, SEMREIEELAmaEN
RIS, TERTESRES. R iE
PR RTINS EN,

Z5%F A Na,EDTA-Mellvaine 2B 45AK + 2B (7:3)

| AR ibs)
IRRIE

BTEBA. 7, LR AadiBE EUNE, BE
SRE, BUE, ERMETFFR R

2 S A B 0 = E PO AR AT R B BX A A LCMS-
8050, WLRIFEBRE. FHREVE, BT TEPRIS
MO REMERRICN %, HIOMARSE,

AL 52 LCMS-8050 =BT RREAN, EEERSWNT:

A1 Hlgs . CBM-20A
wW & ®| . LC-30ADX2
=+ = ¥ . CTO-20AC

B T EuL
1.2 oifrst

LabSolutions Ver. 6.102

Bnh#EFE2s © SIL-30AC
FLig e Mes © LCMS- 8050

#HoOoE 2 0 10ul

BB

& & # . XBridge BEH C18, (3 mmx 100 mm I.D., 2.5um)
onh B  AME-0.1% BEK; BHE- 28

m ¥ 0.5mL/min

% m . 35°C

OB A X WHEER, BEIBIKRERN 20%, FIE L
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xR1 BEEHRNEER
Time(min) Module Command Value
5.00 R B.Conc 30
5.10 £ B.Conc 60
8.00 £ B.Conc 60
8.10 = B.Conc 20
10.00 R B.Conc 20
10.00 el Stop
e
FL‘%‘ F R ESI(+) ¥ O B K 45kv
EHME © 3L/min MARRBREE @ 400°C
mHESRME - 10.0 L/min DL & E : 250°C
F S mMZE © 10.0L/min ¥ O B E : 300°C
A #E & KX ZRNEEN(MRM) MRM & # : ¥NKR2

F2 AEERE MRM S

WEaYBEIR BIEETF FMEF  QlPreBias(V) CE(V) Q3PreBias(V)

426.0* -13.0 -19.0 -16.0
1 TE= 461.0

443.0 -17.0 -13.0 -23.0

410.0% -10.0 -20.0 -21.0
2 Mmif R 445.0

427.0 -17.0 -13.0 -22.0

444.0% -11.0 =210 -17.0
3 TEBR 479.0

462.0 -11.0 -18.0 -24.0

426.0% -17.0 -17.0 -22.0
4 EMEBE  443.0

381.0 -17.0 -24.0 -28.0

428.0" -17.0 -19.0 -21.0
5 %R 445.0

154.0 -10.0 -28.0 -17.0

A PRTEERTF

13 tERRNECE
1.3.1 fREEE R (100 ug/mL)

ERMENETER. MR, £8RK. EMBHEMLAEINERE 10.0 mg, DHIAFEAHHTESZE 100 mL, 4°C
RETEHIRBRF,
1.3.2 BEfuERENR (1000 ng/mL)

ERRENEAEEER (1.3.1) I mLF 100 mLBEMRF, BREEREZE, #5, 4 CRETEHIRERF.
133 BREIMEERR

HERRECESIVEFRR (1.3.2) B2, T61100 mLEEMFT, BIEE: 0.1% Bigk (2:8) R, It
FRERTIPEMERKED SN 1ng/mL. 2.5ng/mL. 5ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/mLo
1.4 malbiE

28 DB 13/T 5221-2020 (tEHLEBR. £BXK. MR, ZAEANKR. EMBRVINE SHRBEEE -
BEAPUEE) o
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1. FREX 5 g TEHSTF 50 mL BOES, MA 20 mL BEUR, SREE Imin, BERE 30 min, FEIRFHIR
30 min, 5000 r/min &% 5 min

!

2. BBES0mL ZEfP. BHFIA 20mL. 10 mL IRINRESIREN 28, §HLEER, EFE50mL, I8, Rl

!

3. #BEX 10 mL &, BL 0.5 mL/min BRE®@id HLB #F, SABMKIRA 5 mL 7KF0 5 mL 5% BEAMIE, FEMER

4'

4, BEHHTF 5min, B 10mL BEE+ ZERZEE (1:9) %, RERRIEWREZT, A 1.0 mL 2 +0.1% B
kK (2:8) , ARERE

!

5. i 0.22 um J8EE, LC-MS/MS 1

Bl aREmRE
B ER511E
2.1 AR R eI

R3 5SHALRER

No. FRC & #R ERE=y CAS 5 {REEBYIE] (min)
1 TEH Oxytetracycline 6153-64-6 1.579

2 2 Tetracycline 60-54-8 1.875

3 FEE chlortetracycline 57-62-5 3.234

4 EMER methacycline 914-00-1 3.444

5 ZANER doxycycline 564-25-0 3.790

5 MIERRIREA R MRM BIEEIUNE 2 PR, EXUEMERIRE 3.

Q 461.00>426.00 (+) 41 Q44500541000 (+) 693e4 Q479.00>444.00 (+) 2.56e4
RT=1577 RT=1867 RT=3227

100.00 100,00+ 100.00

00 os o Tas 2ol TS 3 05 B N Y N s 20 25 30 35 40 45 50
RT G R (min) RT (min)

Q443.00>426.00 (+) 88  Q44500>428.00 (+) 8.37e4
RT=3440 RT=3784

100.00 100,00+

SRR

55
RT (¢ RT (min)

2 SHAERIVERR MRM BiEE
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AR 1.3 BB REAVERR, URBRYRENESYS, BEAREERANLET, DUSMRELR BT R

£, FISREMSEMEXRARY, AMHAXRHEAT 0.999, HMLALERITE 3 Fir.

& 4 o

Area

1BR
1.0e6 -y = 21241.58x - 1769.916
R?=09997491 R =0.9998745

8.0e5 ] Curve Fit: Default (Linear)
: Weighting: Default (None)
Zero: Default (Not Forced)

Area

MRz

y =35341.21x - 6359.312
R?=09994123 R =0.9997061

Curve Fit: Default (Linear)
Weighting: Default (None)
Zero: Default (Not Forced)

1.8e6

1.5e6

1.3e6 |

SAYFEEINYEEF NS¢

6.0e5 - 1.0e6
7.5€5 -
4.0e5
5.0e5
2.0e5
2.5e5 -
00e0 -+ H—————F—————————7 T 0.0e0 T T T T T
0 10 20 30 40 50 0 10 20 30 40 50
Conc. (ppb) Conc. (ppb)
Area Area
SB% EfER
8.0e5 7y = 16719.60x - 5378.931 25e6 Y = 53589.18x + 4688.192
7065 R?=09996488 R =0.9998244 R?=09996260 R =0.9998130
: Curve Fit: Default (Linear) 2066 Curve Fit: Default (Linear)
6.0e5 3| Weighting: Default (None) e6 Weighting: Default (None)
5065 Zero: Default (Not Forced) Zero: Default (Not Forced)
e 15€6]
4.0e5 -
3.0e5 4 1.0e6 |
2.0e5 4
5.0e5 -
1.0e5 4
0.0e0 T T T 0.0e0 T T T T T
10 20 30 40 50 0 10 20 30 40 50
Conc. (ppb) Conc. (ppb)
Area
SFERE
y = 44148.66x + 5641.650
2066 k2 = 09998670 R = 09999335
Curve Fit: Default (Linear)
Weighting: Default (None)
1:5€6 1 Zero: Default (Not Forced)
1.0e6 -
5.0e5 -
0.0e0 T —
0 10 20 30 40 50
Conc. (ppb)

A=Ly/E=R i

ZIEE

B3 feaiiEms
x4 RERESH

H M PR

BXHRK (1)

EER

1 TBXR
2 MHIf &
3 TBER
4 eSSk
5 ZRNER

(ng/mL)
1.0~50.0
1.0~50.0
1.0~50.0
1.0~50.0
1.0~50.0

(ug/kg)

0.9998 92.1-102.9 0.25
0.9997 91.1-105.0 0.25
0.9998 97.2-107.7 0.25
0.9998 92.1-102.9 0.25
0.9999 96.6-105.1 0.25

(ug/kg)
1.0

1.0
1.0
1.0
1.0

23IEEMER

FEEHIREN 1 ng/mLARERR, ELE#HEF 6 R, ZRNMAEREFNENEERRNEE L. ERKRA: &
EBBT[E]AY RSD% $35/)VF 1.0%; EEFRAY RSD% /T 10.0%, FZEEMRY, NBEBERF. ARIEK S
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&5 EEEMWE (h=6)

hEMEMR  EBERSD (%) REHIIERSD (%)

1 TEF 2.40 0.12
2 MHIf R 1.92 0.06
3 TEBR 4.86 0.07
4 EhE=R 1.39 0.05
5 LR 2.06 0.04

2.4 IR SEES

R 1.4 PBPHIEFRANTER, = DKFIITRKREN TR 6 Fim. ERER: S FRIMRFIYLEII
Z7E 85.2~101.3% 28], MHEXHREMRE RSD% £ 1.17~3.74% Z[8lo

®6 FHmMTERER (n=6)

o PP =Y 0.25 ug/kg 1ug/kg 5 ug/kg

(ng/mL)  [Eg=x % RSD%  [EE % RSD%  [EWE % RSD%
1 TE= N.D. 97.7 1.61 85.2 2.17 89.4 3.06
2 PuifE N.D. 99.8 2.51 92.3 .57 94.6 1.17
3 +BE N.D. 101.3 2.64 99.0 3.74 99.4 1.39
4 EBE N.D. 93.4 4.19 92.3 1.49 95.5 2.71
5 S FIFE N.D. 92.2 2.46 90.1 2.35 89.4 2.93

N.D.: RRFMH,

H 4t

ANCH A BRA TR LCMS-8050 = UMK &EIEAAN, S8 DB 13/T5221-2020 (tZEH+BER. €&
PR ER. ZAME. EMBRNNE SRRERIE - BEMIEE), BU T HBERIBR £ BR . NIFE. ZAEME.
FMBRAVNETTE. ATARPERS. EMNMERY, AR LTEFEER. £BFR. IR, ZHEME.
EBREE,

BENAS

BREWER(PE)ARRASE - 2P0

Shimadzu (China) Co., LTD. — Analytical Applications Center

Email: sshzyan@shimadzu.com.cn Tel:86(21)34193996 http://www.shimadzu.com.cn





