ICS 65.120
CCS B 46

thode AR R E R ATl AR R

NY/T XXXX-202X

MR BIE-S TS

Identify of antibiotic filter in feeds—

Liquid chromatography-High Resolution Mass Spectrometry

202X -X X=X X &%h 202 X=X X=X X 5Chth

ch e AR 3t 0 [E Rl R AT R 2%
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il

Al

AR GB/T 1.1 - 2020 ChRuEfL TAERN 55 1 #6535 ARifEfb SCUFROSSH R BRI ) (8
B

THTE A S RSN ZE T RERS S L A, AU AT AR UI & R T4

AR AN AR B R B R

AT A R TV AR EA R Z 512 (SAC/TC 76) A H .

AR RN i E A RRF B AR Ttk o 5 A B RS2 T

BN QLR ST
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RRPIE RIEENER REEE-SOYERIEE
1 SeE

RSO IR T R AR BT AR 2R U RO (- = 0 B IS 0 7 1
ARSCHEE T RS EL Wikl . KRN DR AR R P S8R . LR R BRER . BAE
ENNIP LS VIR 3 R -8

2 MSEMsIAXH

NS P 2SS E A SO RS | RIS BAR SO AN AT i 2 e, 3 HEBI G 5 LRI SCAE
AT T I R RRAR S FH AR S5 AN HORY S RSO, HBaihAs (LR IA i sk ) & I F A
el

GB/T 6041  JSti& /75 vk i

GB/T 13966  ZrHr XA A1

GB/Z 35959 WA i BB Fl o b o7 i e )

GB/T 6682 3 M8 28 JH /K KIS A0 7 12

GB/T 20195 ikt IXAERY i

3 ARIBFEX

GB/T 6041, GB/T 13966. GB/Z 35959 . GA/T 122 &M LI K T HIATE R G FH TA SO
YA Ryl B hiA R A AR Y R B A rE i AR e R AR ) Tl =R RS A R B A R Ay, AR
B FE L FE Tp A R XS sh A —E R A RAEH, fAEAFh e R

4 [RIE
RE BT AR 8 IR BORIA TR IR, WRAR O3 - S HE A O %, A © 2o 7 B0 e 12 ol

Xt AR ) S R T A R AT AE

5 s R

BRARSSAHLE , AT AR o
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51 7/K: GB/T 6682, —%.

52 WM. ks,
53 WIEE: fEgkal,
54 M. @ikl
55 0.1% WRIFEW: BB 1mL PR (52) , F/KFEZ 1000 mL, 1R,

5.6 0.5%C NP OR _ANIER . LS g MU 2mR, F/KIEMFBEZE 1000 mL.

57 ARRIBGAT : M50 mL 0.5% — M LRI (4.5) , A 750 mL ZJ . 100mL HEE, 100mL
TR, IRA,

5.8 HUERZGESRYIIARIES : AAEDCHIBRR Y RESRAS , RIS TR SO R AL 3CH ( CAS )
BT T BRI LR G IR R e RRAERE A B AR RS UM

5.9 B PrbRUE R B

5.9.1 ARUERERVAIR (1.0 mg/mL )« [ AHR S AR br iy T 4 AR RIS 25 IR, 3 A AR
WS 0.01 mg)  brifidh, SRRSO RAAFIEC R 1.0 mg/mLAARIER AR . WAhRIE S,
(PbRelIRpr ) EHIEFIFREICHI R 1.0 mg/mLiY  ARUEME ISR BE, - 18°CR LI NRDLIRAT,
ARONONH o EHNET A BUE BRI TS 2R

592 RGHRUETEIAW ( 10 pg/mL ) :  AEFHESHCECA KA IRIZE 259 1.0 mg/mL B—FrifEfi
B0 mL , HERIMBIFEAE10mL, 85, FCHB10 pg/mLIIRARMET R, BAbR
Hedh CIRBR ) BRI FRERE & R B AR R 10 ng/mLIRSFREP IR . — 18°C R AT
HOCORAE, ABUNT do

593 IRAARMETAERI (500 ng/mL~1000 ng/mL) :  WEGIESEL— 10 B 2 IR A Ar e P RIE 1 450.5
mL~1.0mL , AEFIFHRIFEAZEIOmL, 1A, T - 18CKL FRIGIAF. I B

510 fHALIERR . 0.22 um, BHLR.

6 /&

6.1 WRAHETE- A FE B . — A FEREA/NT 20000 [ LAFIIT m/z=609.2807 R Jkifl,  #e P s
( FWHM ) i), Bt x 2 A KT 5 ppm  (m/z=609.2807 ) 5 AT HERA/NT 10000,
ARSI E A TR HE VR, A ORI A R AL T IE R TARIRES

6.2 HrRF: KEE 0.1 mg 1001 mg.

6.3 E.OHL: FEAMET8 000 r/min.
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6.4 MFIIETAL,

7 ¥

B8 GB/T 20195 BLE R #akE, F /0 200 g, Ryl H43ad 0.425 mm iR, F80485) . 2EA
EIHER, &H.

8 WMELLSE

8.1 I A AYEZEN

SEATROP GRS . FRBGREE 5 g, KEHIE 0. 1 mg, BT 50 mL B0, A 20 mL iR BUA
W (5.7) , HAHEE30 min, % 10 min JRFE—IK, 8000 r/min B5.0> 5 min, B EWEWR, A 0.22 pm JEIE
(4.11) 3%, EALE.

82 WHRBE-SOYEIESEEN
82.1 RIEBIESEZN

a) fapkt. C18idt:, K100 mm, PWAR3.0 mm, KifE1.7um, SCPEREFH Y
b) MBI : A-0.1%FERKE; B-Z0F, BEEEVEMG, VR L2,

¢) U : 0.3 mL/min;

d) i 30°C;

e) ke SuL.

*® 1 BIEERETR&M

AtiE] (min) ¥i# (mL/min ) A% B%
0.00 0.3 90 10
1.50 0.3 90 10
4.00 0.3 70 30
9.00 0.3 5 95
10.00 0.3 5 95
10.01 0.3 90 10
12.00 0.3 90 10

822 MRiEBEXH
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a) BT FmESE B R (ESD

b) HEH . I FHEH (ESI+)

o) REM . —HAeHIMT B T 24 HH(FULL-DD-MS?2, 5 7 S B2 ssCR Al 24 19 Hoftb 49
iR

d) PR EILE . MSHHIER:  m/z 100~2000,

e) BAIEHE: 40KV,

) BEFIRERE . 120°C

j) FEFNRE: 320°C
82.3 ME

AR ERAESMT, A iERPT A R 2Esm (8.1) LALINE .
8.3 IEEHERIRA
83.1 FHe

P o BRI R 2 — 2R 10 ppm, 2T B FoM20 ppm, XSRS RO Tk
R R i A TR, BERE TR EE (s ) g, B SZI0NER BT A Z R & o

Bare CHRSE A) PR S YRR AR CILRISRC ) BEATRT L. X LA RFEIRAT 533 R
SRR, AT A 3SR PR A

2 HEAERMNF

FH HE &M
R AR A AFREAR DT 5 A RAER

1) 5 (S/N) F7EFERT, Riffi S/N>3
7 o M ELR 2 ) M SN AIETERT, DL 95%E (5K Fal e P
AL B ARG 0 e A A G B

Ir

1) —HEEF m/z>200 B, HAXMRZEN< 10 ppm
Bt e T 2 ) —HHEF miz<200 B, HAGHEZER < | mDa

8.4.2 WA

i A FNBERAFHVERE AL S, QA XERLA , R PS8 bl it AT X RIS, S8 hpifle i o BE I S
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dn T HARE S WU LG . INBESRAT SR AR 28 R I, R LI 2 B It rh A il K o

BT R — B NS ppm, TN 10 ppm, XA T RAG I S i B TR I,
ERERTHHRR GG (B ) 1, X BRI A5 R R AR & 2R3 TR AR N, AT afiA Ay i A B v, 7500
B

ATCRNAFIRER,, WA HCRE RN - B 7 B, fEAHRREER R (CE) T, FEE T2,
H SRR R R BOE PR IL T A A AR FHDE BCRE #EA T3 HERE DR L E>T70% 9 IR IE ), Al
B A A, S0 R B

® 3 B9l & s

F 5] 5 HRE AT

G WO B BRI FERT TR 265 , BAsYI5S%4n e LR R A5
W58 AP B 1Rk [a] B & X i 22 o, AS K 0.2 min

{5 B8 Bt ]

— BB T m/z AR 2E<S ppm;
[T ER P THRTE T m/z FHX R 2£<10 ppm;

4 m/z <2000, HAE X2 < 1 mDas

JOLE B AR it ) 8 2 0 2 A R HE B R 2L IR e m i, R0

[ {37 2
W& m/z AT BRI B A MR,
FoB e v s I, R B A 2 e DL AR A R R
WE R H T F L
BatEEOR, HHAIX S 7 AT & R A R AL 22 20K
£ 4 EERRIERAEXEFEERNRRK AT RE
HMETEE % >50 20~50 10~20 =10
R HIRA22/% +£20 +25 +£30 +£50

8.5 IRYIME=

BEAR AN PR E TAEVA TR AR 0 S AR (0 1= e i b, RSP H ARk &9 i vk
5
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JEE IS AE A AR fh 2 T e P Y T PN A e o T A T 0 i e B2 BIR P it L FH A T 7 14 8 BB A o

JEHERE, SRR T ((MHHD IR T, Skt R Hik%. by — i
BRI RC

9 HIEBIELIE

R bR R Y & B L TR ot , BUEZ s T8 (mgkg ) Fn . 2R (1) 71185
AR (2) 35

p OV oV

m::zem“%mo ............................................. (1)
A
p, —— HARIEMZAT B WA R D R Bk B, LA A s 2T (ng/mL ) 5
Vi— R IBOA USRI (mL) 5
Vi—l . AR EIE TR Z I SRR BOE AR, LA ZTE (mL)
V— AR SR BGAR AR, B 2T (mL)

m——iEE R, AT (g) ;
1 000——H 58 2250

A, o, SV, &V,
I/I/I. o e e e et e, (2)
A, &V, o&m <1000

Ao

Ar—— R ) (T TR 5

Co——HRERIB ALY | MBURIIE, AN 2T (ng/mL) 5

N—— IR U UBARR,, BT (mL) ;

Vi—rl . RAREIE TR ZREEERE AR, =T (mL) ;

As— BRI TR I 4y 30 T A

AR SR BURR AR, B 2Tt (mL) ;
m——FERTE, O (g) s

1 00— REL

T5E S5 PATINE AR, R = A A T

V>
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10 BZE

TEESZVEARME T, A P S0 25 5 5 A B (E i 2 0 2 (A K T I AR B {E

20%.
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B A
(R
NERIEERERIE-5 9 P RIS E R R B {EHE LS
Al MEREERERIE-SHPRRISELE

All IEFIBEEK

PR B A FRUE VR 135 -5 43 HE B B P B AR BRI R i A AU e 5 25 S )
e

a) HRERFI AR ;

b) ITEARM T LA ;

) fEAARAFRIATA

A.12 —HRER

BEUATINEG, PR IEFR S TR AR 2 DA KAt e, 28 45 Hi YRR 45 A YRORH (03 - v 4 P B i A 5K
IAE AR 0T - 15 43 P A ) R A BB 48 R R XA ES I T AR B G, PRAEA RS & AR e
PERIATEEYE, WG B, W T GB/T 6041 FELSR AT R R E FIAC vE T AE

A 13 MERHERRN

8.1
A 1.4 BHEEE-SOYRIESELRY

W 8.2
A5 FUERTEER PR IESRE RN E

RAGRNEDTA: R UEE IR BT (3 5 73 P Bl Bdls . FIAIZE T Duplex SR 5R0E A MTA R
DRI O RO T O S AR Bl (AR A SIB AR AR G R o RS IR B) !, 28
SEPTA R DR RO G -2 73 B TS e S A b S B e 12 o THEOR S 5 B0k A S RO AL S PR
FUBHEAR (% -5 03 BSOS B SRR ERR S AR, AREE 2.5% T 1 - BOR A E FI B 2.

TEL: AUSRMEDTA ZRUB RN (3% = 70 HR D S i e L

TE2: B BUE R 0 SR A P RIS 0T 2R AFTHE
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A.l.6 TRRYIRITE SR

R A R A R AR A U AR, 30 S AR ROL 0 50 P X ST 95 B 45 AR AR o R
TR S I REES 7 ((M+ HIHROR I BHE B 48, 255 5 BT AE 3R 2518 1Y SO &l 1% , 19 HIDuplex
FEIRARBR bR R, FE R R WA T T B IR R R W 0 R S T
IS AR B, MR R R, SE RN — SO A R . TR R DB AR AR Y
VR €335 i AT HE I B A S AL B e SCE I Rk . EERE T (T BB/ AR T
TSR T ) BB L 2 RL AR T B T BORE R AT LG . RHIERE AT B T AR B L AR
BRI . SR 500 ng/mL~1000 ng/mL BRI TAERAERCR MBI 20T RAR 00 )y g Al , B8 Wk
FHXMRZERI<S ppm, —ZRHFF 2 FAHIXH W 2E < 10 ppm. B AEE A E LR A S . L RS Rl i
B, ARSI R 5 IRE B o SR 220 I SRR R U R B S B R e R R
DLRF B

A AT RE T AR R A M ARG VEUE I 1147 1T AH SCAR 2 R )

b
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MiE B

(TR

HAGE ZHERXEAMNEER

RT: 0.00 - 12.00
0.51 NL: 1.14E10
100 TIC F: FTMS + p
ESI Full ms

80 [100.0000-
60 0.53 1000.0000] MS
0.61 . s.36 tjs27-2
a0 -
0.64 3.13 6.43 .06
20 o.03 398 "4 s 5.00 5.98 9.91
O0—550 NL: 7.84E9

TIC F: FTMS + p
ESI Full ms

80
[100.0000-
60 6.95 8.09 1000.0000] MS
8.19 tjs13-1
a0
20
0.51 NL: 7.98E9
100 TIC F: FTMS + p
s0 7.66  8.01 ESI Full ms
0.58 o6 | s.08 [100.0000-
60 M 6.94 = 1000.0000] MS
6.87 * i 8.11 tljs13-2
40 \‘,0,.62 6.22 ,J“W»J M‘ vm N \ 8.22
5.91 iy i ¥ WA 7
200 L7t a0 aas 239 BT Mo 290 anee
st cb st
o
NL: 9.97E9
1004 9P

TIC F: FTMS + p
ESI Full ms

80
[100.0000-

60 8'13, 8.14 1000.0000] MS
tljs22-2

8.41
_9.06
9.13 951 311.15

o]

Time (min)

B 3 AW RIBE S 2T HEEE

RT: 0.00 - 12.00

@58 5 5o

100

so]

60—

27047

Relative Abundance

0.63
_0.94 259 3.09

-

e

Relative Abundance
? 3

2277407

)
0
Ll

Relative Abundance
I
0

B 4 RNERBELE ST HTER

10
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X1 0.00 - 12.00

559 NL: 3.38E9
100; 583 TICF: FTMS + p
a0 552 | 5.61 ESI Full ms
- [100.0000-
60 5.46 1000.0000] MS
4 5.40 jms26-1
s 40| | 5.64 9.07 gps
20
0 561 NL: 3.16E9
100 5.88. % - F-
3 TICF: FTMS + p
80 ESI Full ms
- 563 [100.0000-
605 0.51 0.65 5.44 {i— 1000.0000] MS
] B L 5.37 jms29-2
404 |l 970 534/ |5.
20 [ 091 216 336 473 524
0 561 563 5o NL: 4.68E9
1007 B1 =™ 5 TICF: FTMS + p
7 0. ESI Full ms
80— 5.52. [100.0000-
- 1000.0000] MS
60 - 9 6.92 jms6-2
407 4
] 0.62 e e
204 P 2097 373 411

O NnEo KNI - A 2QOFQ

TICF

ESIF
- [80.0
1200.
°0 tms2-
40 6.89 8.95
692 872| 925
20 ] 10.20
0
0.58 NL: 4
100 ’© 059 it
ESIF
% [80.0¢
1200.
= tms2’
40 6.89 895
6.92 872
20
0
053 NL: 2
100 0.56 665 665 o
0.59 ESlE
& R 334 360 [80.01
1.68 350/}3.73 T
0 W Y 8.08
4.90 .08
20 e,
0
0 2 4 6 8 10 12
T i~ {main)

B 6 T BRI 2E 2T mEEE

11
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80—
60—
40
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Relative Abundance
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(TR VLV AR VAV

i -

-
o
i

= a2~ 5 473

K7 EERIBEEHSEHEER

NL: 5.88E9

m/z= 50.00-3800.00
F: FTMS + p ESI Full
ms

[100.0000-
1000.0000] MSs
xinmeisu

NL: 5.02E9

TIC F: FTMS + p ESI
Full ms

[100.0000-
1000.0000] MSs
xms2-2

NL: 5.32E9
TIC F: FTMS + p ESI
Full ms

: [100.0000-
= 6.8 ‘& B 1000.0000] MS
404 H 0.83 6.18 665 ‘ 7.07 H xms29-2
= ”'\ 0.87 562 #F¥ 8.14 | 857
205 /‘ u 110 1,49 445 5.33 202K ‘UU\,, 8.93 10.56
o
0.54 " NL: 3.63E9
100 —_0.55 83 TIC F: FTMS + p ESI
80 0.60 7.99 | g 36 Full ms
0.61 7.91 [100.0000-
60 7.86 1000.0000] MS

8.57 xms30-2

0.65
0.93 2.29 5 46
. o

Time (min)

K 8 HrERiEemaT i REA

12
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Misk C

(FRME)

MERLBEREBIIREIERERIERER

LY
NTFE — BT i ETN
SEE 478.12 | 479.1215 | 292.1054,307.1287.335.1237.367.1499
ZREEEE | 464.1063 | 465.1065 428.0749, 410.0643. 358.0921
PO ENHETEE | 357.10 | 358.1029 323.0659,308.0428,341.0708
F 7k POFR = 44214 | 443.1448 | 154.0500,201.0549.426.1186,226.0712
t+E= 460.15 | 461.1554 | 154.0500,201.0549,337.0708.,426.1186
w7 €S 444.16 | 445.1605 | 154.0500,201.0549.392.1129.410.1235

, 154.0500,201.0549,426.1186,
A-FEBKIIRE | 442.14 | 443.1448

358.0921
Btk PUER 2= 426.14 | 427.1453 358.0921, 409.1350, 392.1085
REEER. 915.52 | 916.5264 | 174.1125,158.1176,116.1071,576.3740
RAEXR 1041.61 | 1042.5863 174.1125,814.4536,814.1421
5= A 394.54 | 395.2836 189.1652,207.1842
REEER 915.52 | 916.5264 | 174.1125,158.1176,116.1071,576.3740
RAEXR 1041.61 | 1042.5863 174.1125,814.4536,229.1421

Methylmalonyl-CoA | 867.60 868.5124 174.1139,109.0659,640.3743

13
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2= SR 394.54 295.28 189.1652,207.1842
337.33

WE A% AR 338.1372 295.1313,177.0559

& Ribostamycin 46647 | 467.2128 338.1375,295.1316

BE BN 359.39 | 360.2224 201.1257,243.1442
. N EAtREY 309.1367 174.0603,128.0544,263.1314

1B

ACV =Bk 361.41 | 3622.2019 144.0672,219.1445,245.12236

14
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