water1102@163.com

13810737909

www . globetechchina.com

#$21% F14% T E 4 KK Vol. 27 No. 14
011 %7 A CHINA WATER & WASTEWATER Jul. 2011

SRRRRRRRRR,,

% SHr 5 SN %

L A AT T ¢

wAnG SRR kMR R AT RS A

A4

b

éﬁl,z’

3 1
R,

% e

(I REKRF FEAFE TRER, K 300072; 2. RAET A RKERARMNE KR
#E P, £ 300040)

# E: £ABMFERIAK(solid phase extraction,SPE) sH4k Al KA L v #) 7 £ 30 #H 4
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ABSES H BBEAREET BARATE,ERRMEE $HRAEN(LC-MS/MS) 9 S L kK
A2 X, (multiple reaction monitor, MRM) #4172 HZ 454, ZF £ FH DK E % 61.89% ~
152.66% ,fastr B £4 1.60% ~14.97% , F kR ke BREH 1.5 ng/L, ARZEF k£ 48
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Abstract ;

30 kinds of antibodies (1 kind of penicillins, 1 kind of lincomycins, 3 kinds of chlor-

amphenicols, 3 kinds of quinolones, 4 kinds of tetracyclines, 5 kinds of macrolides and 13 kinds of sul-
fonamides ) in tap water samples were enriched using solid phase extraction and analyzed qualitatively and
quantitatively using LC-MS/MS in multiple reaction monitor mode. The average recovery rate is 61. 89%
to 152.66% , the RSD is 1. 60% to 14.97% , and the MLD is 1.5 ng/L. All the data show that this

method can be used to analyze residual antibodies in water samples.
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1.1 s

R (i) 2 (i) e £E JT
Baker 23] ;8% FB/KYE R (€5 3540) W B £ H Sig-
ma AR ER(BIEA) WA RBERBERE AR
A ERER (aHra) W B RBERA AR R
FRAF; Z RN Z B (4 hrdh) I 8 KL
KEAFAFLE

HRER LEX NIER SHER XVE
EinEl E P EAYERRR S8R S
FRUENS B B E R E R B HAb R 5 £
EHAERBAR.

BRI FK A Milli - Q Graden 47k 2540 H
UL IEZY O

OASIS HLB 6¢¢/500 mg FEIFIZEBUH: (£ E Wa-
ters A48]) o

RARAWEESAT=R(RE) FRAF,;
ARSI e KL ENSE,

PRl 45 VB AR T 11 < 40 300 B AR o (G
B3 0.000 1 g) BETEYWERF, RFET 2 ol
B EESRTD, F - 10 CRATRALRT,

e 5 ML YR BE AR FRR . AREBE SR
FERHE S —K SR RS R AR B,
1.2 B8

ACQUITY UPLC 5 808 A 35 (X E Wa-
ters /A @] ) , Quattro Premiere XE = & [UAR #T FRZ4X
(ZEHE Waters A 7] ) ; MilliQ #B 47k 25 ( 3£ & Millipore
A7) s HPD - 25 ¥ B B E M B ( KB fE mAHE
ERARD ;BRI (A EEMBEERAR) .

%K ACQUITY BEH C18(1.7 pm,2.1 mm
x50 mm) ,ACQUITY BEH C8(1.7 pm,2.1 mm x

100 mm) ,ACQUITY BEH RP18(1.7 pm,2.1 mm x
100 mm) ,
1.3 HmaE

BUL LKfERES:, A 0.4 mL WRELER , HK
REPH EEFE2.0~3. 0 EK, MAOS g
Na,EDTA, R %847,

OASIS B SEHE7Ef# AT, 8 /5 9 mL HEES
mL #7K |5 mL f 0. 1% B BRI RbkvE, B HE
BB, KR E R S mL/min, ;LA S
mL Ak E 4, FUERHT 30 min,

EEMMA 12 mL FES =R, SR
AR, BT 45 CKRIBN, ARSKR T, H
10% REOKBBERERBEHFAELED. £
WETEF -10 CTFARLES.,

1.4 BUFHZE

OMPERRI N H EFEE FWUEZ A
HERA BT - &M TR, B 27 F9RAE
ESI+ M TR, B X R4 mRf R A 4 B
WA T

- BAHEIEA TSN Al ZJE,B1 0. 1% Bk
VW, B2 gigk, HEE R 40 C RN 10 WL(%
HEFHR4) EHBEER AR L,

®1 HBERHEAR
Tab.1 Gradient elution mode
T | BfE]/min | F@E/ (mL - min™') | AL/% | B2/%
— 0.300 10.0 | 90.0
2.50 0.300 32.0 | 68.0
ESI 5.00 0.300 90.0 | 10.0
8.00 0.300 90.0 | 10.0
10.00 0.300 10.0 | 90.0
12.00 0.300 10.0 | 90.0
— 0.300 1.5 92.5
1.00 0.300 7.5 | 92.5
3.00 0.300 12.0 | 88.0
4.50 0.300 - 20.0 | 80.0
ESI+| 6.00 0.300 60.0 | 40.0
9.00 0.300 90.0 | 10.0
16. 50 0.300 90.0 | 10.0
17.00 0.300 7.5 92.5
20.00 0.300 7.5 | 92.5

ER R A B B T U ML B 5 5 19 ( Electro-
spray, ESI) ; & S BZ M U B E AR 2. 8
kV, ZEBUEFLHLE R S V,RF BHHER0.1 V5
FIRIEE 120 °C, £ERSRE N 350 C; EHH

«92.



water1102@163.com

www. watergasheat. com 2 4. F . aReEsRAEERERAKTREERE

13810737909

www . globetechchina.com

F27% 14K

KA A E LA, FH S H % 600 L/h #1775
Lh;RiES S AE, REEEHAR 0.5 Pa, B
BEEH HOEESHHOMV,
2 4RX54#
2.1 BREE

REFHEEEFFIRAT 3 mL FEE+3 mL
Pl 6 mL H1EZ.9 mL A2 12 mL FERSE JLAPOEAR
Fik, R 12 mL BRI R, SRR
WHENE2, 52,9 mL HEXYFHEMER
FO AR [R)HE K 18] [ MO S R AR AR R 2= B B K
(RFE3), i3 ml PFEE+3 wl HEM 6 mL F i
PV AR Y, FICR AR, I E B REY RN
ERIE 20% 4, EEEEMARTEE KEHN
YIRBVE TR,

£3 ImL FEMEHRER
Tab.3 Elution effect of 9 mL methanol %

5 H Rl RSD
omL| XUEER 56.94 ~82.55 17.74
e EMEE 74.26 ~122.06 2.75
B | pagz 103.28 ~ 191.53 30.58
12 mL| XUEZR 73.14 ~77.03 3.16
il | HhEER 77.89 ~88.67 4.51
Bl mme 111.69 ~ 115.94 1.91

WK BREENAEERMTFEERL
ZJ5 XL BV AR TR IS e R BRI AT T 0
W ERDR 4, RAREAARTRRERET
HARE,

F4 UMRBRSREEHERLL
Tab.4 Comparison of immediate elution and overnight elution

F2 12 mL AERRYEE %
Tab.2 Elution effect of 12 mL methanol % W OH FATE R ik 2 <7 BP 2 B A ke R
m B B % RSD idg 12.58 136.92
1EX 105.70 8.30 EiEE# 26.63 71.22
SHE 124.30 12.6 AEE 5.79 152.66
WSS 103. 80 13.5
BHEE 106.3 10.1 22 WHRNE
ﬁfﬁ@ 122.98 3.82 iﬁgﬁ%%%ﬂqTﬁgm%,ﬁ‘? ESI +7‘i‘}£2ﬁ
EMERR 121.36 6.97 MBS RRERT ZEMO0. 1% FBR/KER,
B e e 102.31 3.49 a4k % ACQUITY BEH C18(1.7 um,2.1 mm x50
ARG E 98.59 1.98 mm) ,
2 5 olg 106. 35 3.13 L
Eﬁg&ﬁﬁﬂ?ﬁ%ﬁ?ﬁ 111.90 6.43 BABEMTNEBENERER 3 AEFHR
) 122.56 4.89 BETFHNEETFETHIRHECIESE,
@ﬁﬁiﬁ% 2.85 iz S5 — 25 o T AV e B I o 0 I, 2
el ; 105.31 ) . N ey =
T R %9 41 YR ’i’éﬁé’i&‘)ﬁ%&ﬁ?%ﬁ%%%ﬁ%ﬁéﬁﬁﬁ#ﬁ?,
TR ke 106. 14 2.99 =MEEETTAERSERRYE,
BRI 104. 24 1.60 B TR PRSI, 5T
BRRR F R R 98.72 4.79 BN ERR, ERENEA BN RSAES
el my | s T, SR A LA AR B PR,
ﬁﬁ‘:,ﬁ%% 9724 2 7% 5B =43 TR P A AR AR B R e A
il 100.07 3.45 B A =M B, SRR B R
AER 102.63 4.65 89, ACQUITY BEH RPI8 & ¥4+ f1 ACQUITY
HRER 145.73 6.06 BEH C8 f8,if4% Tk 57 £ 43 B8 ik ik (6] B 4 M e A
BB R 113,64 6.03 R R R BRI, T U ACQUITY BEH C18
ZLE? 152.66 14.97 er'ﬂ: ESI—ﬁ%ﬁﬂﬁ@f@*ﬁﬁ%@ﬁﬁTlﬂ%fﬂﬁ
EEZ 84.72 4.51 /K, 14 ACQUITY BEH RPI8(1.7 um,2. 1 mm
EEXG 61.89 13.28 x100 mm), KK F K C18.C8 1 RP18 =Ffh ik
XUER 74.32 3.16 BB AT LAB AT 53 B = R4 5, B AT LA AL S A
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WEE, Bl F RPI8 AT UKW Z KL AIRE
RIS, ORFRIR 2 B3R, B st 3t 2% RPIS 83
¥,
2.3 RigHm
REP, FFEYRAE LS5 ~500 py/L FHEEARN
BWEBIFREMEER(r=0.99), #1.5 p/LER
MM E T AR EY RGN ERLIIAT 10: 1,
RIFERRE EC 657 4, M — gt i e ik
WIEFE4.0 4, HEEF(L.04), EHFET
(S MERFEF(L54). BELIERTE,
FEFRMRE 0 FHLRAYNEEFARF
BT, £S5 AWFIHT ERABETREMIEREER,
®5 RNETFREMERE

Tab.5 Detection ions and their collision energy

}ﬁ%%ﬂi BT AL | B
5 H )/ min (EEBTX) HIE | fgE
CEMBTH) | V| Y
=22 S EES bredottec IE T
eBE (498 | ool TI0G | |
WFE 375 | o s | 2 | 29
WAGE | 5.41|444.94->427.87 | 29 | 17
S Fbctesol I
W |52 50 00 ootsias | P | o9
R | 3,15 2277%,9;:)_-11;15.'8715 % ;‘1‘
s | 137 50000 s |
s 4,01 (20700 2RO o |
L N IR Rl I L
el (588 00T Thee | 7| o
FRAIBE  [2.30 | 407.05- >125.91 | 39 | 26
g s 4,00 S0 708w | o
WA R (331 |00 00”2000 3 | g
dsns | 4.03 | oo n T e 7 | o
w195 | 5000 0 | 5
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4% 5 (Continued )

O R T

w8 PO (ewera) | RE | wE

. (B £ /N |V

280.90 - >155.75 18

BRI T 305 | 500 00 S187.03 | 3 | 14
310.90 - >155.75 7

BIEF 4461500050148 | ¥ | 2
215.95 - >155.79 14

B 1050 | s os - S10779 | 2| a1
_ 278.86 - >155.75 18

PR —FRIE | 2.96 | S0 g6_ Siss.o0 | 2 | 17
264.90 - >155.75 17

BT 219\ 0000 Simso | 2 | 14
BIEEER | 5.37 | 843.40- >173.90 | 31 | 30
. 837.40 — >679. 19 2
BUBR 619 | gy g0_sis2.71| 2 | 34
734.25 - >157.86 2
OHR (586 3o o1z | | 1o
HMEE |6.21|786.28->173.85| 27 | 29
334.91 - >216.82 14

FERC |58 5o S1so.5a | 35 | 16
L 828.29 - >173.85 31
KUBE 6.2 | gre 29 S113.41 | 2 | 20
B 320.78 - >151.74 17
RER |26\ s s175.80 | 2 | 20
FREE | 1.57 | 353.78- >184.75 | 34 | 19
- 355.72 - >184.75 19
RERER 228|300 Sag0a1 | B | 15

AT TR B B DA AT, B T
2 Eh A6 K R, R S R
RER FUERN R PUE R T e L, 6
3k =) 3R A o £ P R ARG R R RE E 50 ~
100 pg/L ¥ BT, A BE 196 2 X 7K (A0 8 B 46 00 2
Ko
3 &#

R AR 2E B WA B/ BRI TR B R, R
SRR KPR ) 30 Rt R 23R B (7 A s
T, SREWITERBER &MY,
BEEXT R K e d R 1 ~ 100 ng/L JE B M IIHLAE
RGP EHTER e E BRI,

B3k
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