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H ERARZAAMES - SHRERAR, ELITRPS AL R ARLLTOEHRAF %, 2HBEKES
HORFERIABRBEA2ZAXFRABL2ALEREl | HBRESEAREE, H2220.22 um EEIE LA
ACQUITY UPLC BEH CI8 & ##(50 mm x2.1 mm,1.7 um) 2%, 0. 1% (AR5 TH & - T8 5 4 3h 494
BB, AACREBTREBAS EEETHXTRASREKA(MRM) X 40, shixk 2 &, RAHRLE
REHEO1-50ugyL REXRALEAZMAARG(FAARK KX T0.99),% # R 0.0002 ~0.005 ug/L, A%
BEKAER,£2.0.10.0 ug/L2 Mz KFo-F3H ek h 90.9% ~113.0% , 48547448 £ (RSD) % 1.86%
~7.81%, EHRARTE FRRE, EATFREAPREFLBHHTHREETSHF,

XA LHBRAE#E - PRFEE ALK
HE S #E 0657 X PRI A

Pk & (antibiotics ) 2 4= ¥y (A IEMAEY HHY
Mz ) 78 KA G G s BB o B e AR 9 L B Hofts
RGN, RBTEMRHORE T A w8 i H Sy
EREYHRERA PR 2 20 48 70 SEAL
R, GRS ZW RN AR SBHHAE
W25t B B B AR E S RED , RERHK
EREERKE, A RRARR A N E,
ER.EHKEFEALEA T VEKFRITEER
BERAERAEMEKEREZLARANE XK. B
B, KR HiAE R AER HARE B f
1% 5 SR BE B A (HPLC - MS/MS) B AR™ &%k
WA - SN (HPLC - UV) sl RS fos
OB 3% - O (HPLC - FD) R R . A
SR FHAE 1o 35 A 6,3 5 B K R i BB X ( UPLC -
MS/MS) JsE Kk 12 P &, BUS T BIFRIR
£,

1 RHH

L1 S XA 5 b

ACQUITY @Rt &4, B TQD =&
PR AT R 345 28 ( 36 Waters 237 ) s Milli ~ Q i
afi7k 2% (2 H Millipore A 7] ) ;. 022umPTFE 435

AR H #9:2013 - 05 - 21

EHRS 1008 - 3715(2013)04 0114 —05

S LB ERE A RAF) ; AS3120B B
TR PR VS (R B B AR AH) o

HiRE PR A, W B X H TEDIA; H 4
AR 4 s SE R FK O Milli - Q il & BB 4l
K SEBRK AR B F T oK, FIs kA B 3
b EEREKEEO,

1.2 854

1.2.1 iR A &

S AIVEFRFREX 12 R fis: E EAARHES, IAGE
BPEEE R, CEBERKE N 10mg/L K45
WL BT, BEUER 10 mg/L MIRHERT,
FAPREREER 0. 1 mg/L MHRER. A 10% B BEHs
A B REREH0.1.0.5,1.0,2.0,5.0,
10.0.,25.0.50. 0 ug/L BybnE TAEE W, FECE R
BIE 25129 1.0.10.0 ve/L B EEHIH

1.2.2 UPLC 444

i+ : ACQUITY UPLC BEH C18 #:(50 mm x
2.1 mm,1.7 um;ZEE Waters A 5] ) ; Fig:40 C ;¢
FEARFR 10 ul; WEahAH A: FBE; Hish A B Ak (&
0.1% (v/v) B 8) ; Wi 0.3 mL/min, BEFRF.0
~1 min,10% A;1 ~1.5 min,10% A ~45% A;1.5 ~3

EEBN RRAR(1975—) , %, THB WA, G TR FRRIFELRF,HLF 6 NBESH RELER,

<114 -



min ,45% A ~55% A;3 ~4 min,55% A ~65% A;4 ~5
min ,65% A ~95% A;5 ~6 min,95% A ;6.1 ~ 10 min,
S%A~10%A,

1.2.3 MS/MS &4

KR B IR, \E B F & K ALK (MRM)
B, EAEBRERO.S kv, HTHRIEBA N 120 C,
BB RS (RA) BER 350 C, B 7 < W& A
650 L/hr, RS HE R 50 L/hr, 12 My R K
BT HEFL B I (cone voltage ) FIE # RE & ( colli-
sion energy) W& 1,

1 12 #HEFE UPLC - MS/MS 4788
Table 1 UPLC — MS/MS parameters of 12 antibiotics

o4 BEF TFET @H8E mHEER
Compound parent ion daugter ion cone voltage collision energy
Sulfadiazine 156 * 15
251.06 35
(B ) ” 28
Oxytetracycline 426.1°* 20
461.16 30
(%% 443.2 : 13
Ofloxacin 318.2* 20
362.15 40
(EEVER) 261.1 28
SulfadimidineTablets 186 * 17
279.09 33
(Rt — T v ) 92 30
Norfloxacin 302.2° 20
320.14 35
(HRVE) 276.2 18
Tetracycline Hydrochloride 410° 20
445.16 30
(hRIUFE) 154 30
Sulfamethoxazole 156 * 15
254.06 30
(R g 9.1 28
Chloreamphenicol 152° 18
321 35
(FEBX) 257.04 10
Chlortetracycline 444.1° 21
479.12 35
(EMEER) 154.1 30
Doxycycline
445.2 428.2° 35 20
(BHEX)
Streptomyces e s
plomyces enfthres s swst %8 20
(4BX)
Roxithromycin 158.1* 41
837.7 40
(FUBER) 679.6 21
CAERTHET
2 R Gite

2.1 UPLC - MS/MS £k 89454

A L 8 f# | ACQUITY UPLC BEH Ci8 #:
(50mm x2.1 mm,1.7 um;EE Waters A 8]) , il
Y B R AT TR XK, 12 Fhi A BAn Rl
MRM 35 E LA 1,

XF 12 Fbi AR, R RS 20 E B eSS
B EFIRHERER . # 10ug/L 1 12 Mg R B A4Y
RUBRVEE LA 10 ul/min B3 28 3% 4 3 5 A ESI
BT, AEETFRMEXTR 12 25T
— R i 4367 (MS SCAN) , BB BB F[M+H + ]

i, A SO L L, M RIS R NS 5, 73 Fl ik
BAERMETLEE; BX B T T RS
Br (MSMS SCAN) , i ¥ R piiERE &, H B B
FE B 5 15 e o7 {5 AR PR MR R B X P M
WEFx(RHEETFX) , BARFRMER, BE
MR FEFEIERET. AF 2 fERY
WERE R AR, SR A MRM BEXET, BB R ER A
SBREEAUFERBRAGE. @ L ERE
T 1.2.3 AR B &A%

2.2 FikFRiE

2.2.1 MR R HBRAERR

TR TR RAT , S EEWRER 0.1,0.5,
1.0.2.0.5.0.10.0.25.0.50. 0 ug/L BIFRYETAER
WORATISE , DA BB MR BE O (x) B e, i T
() AP AR HFTHZENH, 72 0. 1 ~ SOug/L F5 B

W, 12 MHAE R R RIFNAMERR, BRIALE 2.
22 12 MAERNRESEAEXRY

Ho4 KEHB HARY R
Compound Linear equation  Correlation coefficient (ug/L)
Sulfadiazine

y=1110.48x ~77.20 0.9982 2.00x10 ¢
(B nE )
etracycline
Orpeteacy y=1T1.67x-47.60 0.9  3.00x10-?
(1BX%)
Oferacin 190.63x-139.31 0.9  2.50x10°*
y =190.63x - 139. X S0x10~
(ERDE)
SulfadimidineTablets
y =820. 14x +37.01 0.9996 2.00x10*
(B )
Norfloxacin
y=287.83x -359.17 0.9999 3.00x1073
(HERVE)
Tetracycline Hydrochloride
y=217.36x-48.70 0.9998 3.00x10°3
(FhEEMERE)
Sulfamethoxazole
y=558.37x +41.07 0.9999 2.00x10°%
(BARE F)
Chloroamphenicol 86,875 + 172. 55 0.9996 s
y=86.87x +172. A 3.00x10~
(EBX)
Chlortetracycline 66.64x ~17.39 0.9999 . 03
y=66.64x-17. R .00 %10~
(HMLER)
Doxgeycline 117.58x -21.80 0.9995 3
y=117.58x -21. R 4.00x10~
(RIBE)
Streptomyces erythreus
P y=28.49x-22.52 0.9977  5.00x10-3
(48X)
Roxithromycin 111.77x - 110. 34 0.9990 3
y=111.77x - 110. . 3.00x10"
(BUBE)

2.2.2 W E EEELE
PLSE 28 ik 25 5T, SR A b [0 ik i AT
WR G BT, ¥ 2. 0.10. Oug/L 2 ANKFE#k
B, 8MKFEEWE T K, FHEEZEN 90.9%
~113. 0% , tH X tr #E R 2 (RSD) 4 1. 86% ~
- 115 -



7.87% (W% 3),

£3 12 HREREGDOMEERESHEE

BImyEE
2.0 ug/L 10.0 ug/L
anE ¥HE RsD  ¥HE RS
WE(%) (%) WE(%) (%)
Sulfadiazine 102.5 437 103.0  6.37
(BT ) ‘ ' ' '
Oxytetracycline
aytetmeyet 104.5  5.08 9.8  4.79
(LB%)
Ofloxacin
94.5 6.46 104.0 1.86
(EFVE)
SulfadimidineTablets
. 94.5 7.59 100.1 3.62
(e — PP g )
Norfloxacin
. 99.0 3.45 106.6 5.01
(R E)
Tetracycline Hydrochloride
106.5 6.16 105.3 2.79
(HBIUHE)
Sulfamethoxazole
91.5 5.27 102.4 4.11
( BRI e )
Chloroamphenicol
97.5 4.93 103.3 3.96
(REBXR)
Chlortetracycline
97.0 7.87 97.3 7.7
(HEMEBXR)
Doxycycline
111.0 7.71 103.6 3.75
(BRAHBER)
Strept
pomyces efhreis a0 634 0.9 494
(4EXR)
Roxithromycin
106.0 5.66 97.8 2.32
(BPLABX)
or21208.8 1 MR of 2 Chanmels ES+
1001 13 251.06 > 15‘6;§?D:
/ |
§
|
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12 RM oF 2 Chiannots £5+

23106 > 82{SD,
139188

050 108 1.5

« 116 -

Time

2.3 KERHZG S
R AT EMFEA T K, G KB #0
P A AT K, AL R B B R K SE PRk BE HEA T 40 4, )
RERRAF, SRR, 5E 2 BB R Ik b 12 F
PAERBWER, WESRRE 4
24 REARS 12 RAERMELR (vg/L)
RER Kmk RGK RH

i Bk I#O0 THO FK

Sulfadiazine ( %5z ) 0.07 0.09 0.07 N
Oxytetracycline( -8B %) N 0.05 N N
Ofloxacin{ EE VL) 0.76 3.14 0.74 N
SulfadimidineTablets ( FHE — F1 BE0E ) N N 0.06 N
Norfloxacin( (5B E ) 1.27 1.81 .27 N
Tetracycline Hydrochloride (k#8437 % ) N 0.25 N N
Sulfamethoxazole ( T B EMR ) N 0.51 N N
Chloroamphenicol ( B E) N N N N
Chlortetracycline (3B 2 B E) N 0.31 0.28 N
Doxycycline (3R HEE) 0.38 0.30 N N
Streptomyces erythreus( ZL B %) N 0.77 N N
Roxithromycin{ # I EE) 1.01 1.40 N N

N kR

3. 45iF

AT S UPLC ~ MS/MS J7 3 7 [/ i
TR AEEGK EBEKS 12 FTERGYH
8 BEREE RE, e RS T BRI T K

P RRAYR B W EE BT,
0121205 8 2 MRM of 2 Chaorels ES+
284 461 16 > 443 2{OTC)
1604 1874
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é.sz
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N6 8 7 MRM of 2 Charnels E3+
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