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Comparative study of 4 kinds of different purification methods in detection of
veterinary drug residues in pork
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ABSTRACT: Objective To evaluate the purification effects of 4 kinds of ProElut, PRIME, EMR and LipoNo
through analyzing the recovery rates and matrix effects of 194 kinds of veterinary drug residues in pork. Methods The
samples were extracted with 0.1% formic acid and 90% acetonitrile mixed solution, the supernatant was purified by 4
kinds of different methods including ProElut, PRiIME, EMR and LipoNo, concentrated by nitrogen blowing, redissolved
and analyzed through ultra performance liquid chromatography-tandem mass spectrometry (UPLC-MS/MS) to
investigate the recovery rates and matrix effects of veterinary drugs. Results After purified by ProElut, PRIME, EMR
and LipoNo, the recovery rates of 84.5%, 82.0%, 80.0% and 91.2% veterinary drugs were between 60% and 120%,
respectively, the numbers of veterinary drugs with recovery rates lower than 60% or higher than 120% were 30, 36, 38
and 17, respectively; the matrix effects of 62.9%, 55.7%, 83.0% and 83.0% veterinary drugs were weak, 6.2%, 4.6%,
3.1% and 3.1% veterinary drugs had strong matrix effects, respectively. Conclusion After LipoNo treatment, the
average recoveries of all kinds of veterinary drugs in the ranged from 60% to 120% are the hightest, and matrix effects

interference are relatively small, which is suitable for the determination of 194 kinds of veterinary drug residues in pork.
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EAESR, A7 SRR 22 ROk E e, &
Hb £ AR T AR AL 1) A 7™ AR o B A Ay
W H %, SR MR I At o, 32 meni i
BRI IR 25 SRER HE R il 34 76 P2 58 B A A B R
AR BT, BN AT AR, Gl
B ProElutQUEChERS(LL R i ProElut)! . #K4EHE Oasis
PRiME HLB(LL F %% PRIME)? )| 2548 Captive EMR(L
T f# & EMR)“ | ¥ Z8 /R CleanertLipoNo( LA T i F&
LipoNo)®4, Hirr, ProElut &4 B-E MW IH A (polymer
sorbent A, PLS-A)FI N-[N3&Z, — i (primary secondary amine,
PSAMIUEL, PLS-A N RALRIKLIG, RIMHERGRAKIER], 7]
VA ARG . ARARE . BRPESEZR 5T PSA FE5E i B 554
YRR SRR, AT LR . KAk & 5 24 .
PRIiME YERHE—Fil ) A0 [ AH#£ B (solid phase extraction, SPE)
W RFRI, REAE 2 BRAE AL BERE S e T4 . EMR FIH
PATHHEBH T 2 R0 B 500 5 R ot i) e 1 i 1B =2 ] P B K A
FH, (B AR 22 T 25 5 9 Fft . LipoNo & —FERAGAT Rl 3H
BRI A TV 2 M BEE, WIEE X IR B AR T . I
PRiME #l EMR & A2/ ME, ProElut 1 LipoNo /&% H
QuEChERS Wy il ik, iX 4 B Ak
AR T8 . A 55 52 2 i sl 5 £ B 24 BR Al i)
HIALFR, FELBRAREA A, RAEE 2 RAFH EIE, &4
SEHEE I S AT AL I

HHG, T 4 Ry S s R 200 Ak
Z N FYE AT R FR, 1 LA AS Wik =2 I L Y
HSEH i R A T PRIME Al EMR 2 Ffgeik )y 3
X PR R 30 FhER 1 TR ARI R BOo e ST 2R 1 el Ae e R B
BN, A PRIME #EH174rk, BAr9 g ik
K 69.7%~103.2%. FPUFEFIIEL T Cg. PSA, LR
A1 834k 7% B (graphitized carbon black, GCB) 4 Fll B} 50 %) 54
R 121 FHE TIOR8 Cis A1 PSA HE T
KAk 76 H B R e, Sxiamng by T &
GuLbEg, TSI TT . ARSI BT O 2R A i
Mk, 194 FEAPITE 5~200 ng/mL JE NN R AT
(7>0.99)1, JEF I, ABFST AL T ProElut, PRIME, EMR
LipoNo 4 Fidefb X, R & A0 A (635 - 53 10C T 150k
(ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS), IR 16 K2 194 Fif
WL 2T AT AT, DABIRR 1S3 A S50 o 2% 4%
FabR, TR ELEE 4 Fidb o KRUReR, S SEI E AR LT
PP S %

1 RS

1.1 RS

[EAHZE AT : Oasis PRIME HLB (6 ¢¢/200 mg, 2% [EK
/A 7]); Captive EMR Lipid (6 mL/600 mg, 35 EZ¢HE(E
N D) A3 B AH ZE BB ProElut QUEChERS (150 mg
PLS-A/50 mg PSA, Jb mti#t B} A R /A F]); Cleanert
LipoNo Z£HU (15 mL, KA SEARBHE A H]).

BTG 2, fEE B A ), R (A g e, 35
TEDIA KA+, ZIEGHral, FEZisErb 4 R
), AREI R G AR E (100 pg/mL, KFEF/REEE
HABRA R, S5k L= [ il —g0K.

AFFER R A A A B T 5
1.2 UE5E%

UPLC I-Class # & 08H (.354% . Acquity UPLC BEH
Cig (100 mmx2.1 mm, 1.7 pum)(GEE Waters A H));
QTRAP® 6500+£k M 5 7Bk - = 2 UM AT B4 3 (B B 55 55
#FUF, 3¢ AB SCIEX /A ]); Allegra X-30R 15 32 k4
DHL(EE N 72N A), N-EVAP A WL (3£ H
Organomation /A F]); RiOsTM #E 4K AN (3 [E 2 P 2 w]);
IKA-3 HER A (FEE KA 2 H]).
1.3 XWHE
1.3.1 A7/ ls ik e Be s

HERRREH 100 pg/mL RS ARAER K 200 pL, FH B E
5% 10 mL, EHIK 2000 ng/mL 1B SHRUERE WL, -18 °CAE
Tt BBGERIRAPREMGRI, FKRRBERTERE N 2.
5. 10, 20, 50, 100 ng/mL B Z&IARAE TV .
132 Hmara

HERR BRI T 3aURE 2 g(RE 1 22 0.01 g) % 50 mL A
WIRLELLE T, INEAPRER K 20 ng, MMA 10 mL 0.1%
FHER-90% L IR-A VM, TAHEIRA] 1 min, M 2 min, 7E
8000 r/min FIFEHE F 85,0 3 min J5, B LW 3 mL 23514
ProElut, PRIME. EMR. LipoNo 4 FR[a] i 77 2k, B
B 2 mL AR E 2 0.5 mL, 1 mL 90%7K- 2 I 17 i 5 14,
10000 r/min #.L> 5 min 5 BUEW, it UPLC-MS/MS 4347,
FpFhigedl =t 3 NS, TRl F1EEE
133 &afe /i it

kS tiEH: Acquity UPLC BEH Cig (100 mm
x2.1 mm, 1.7 pm); #1345 °C, PEEEIARL 2 pL, W
0.30 mL/min, BHEEVERGSIF L 1.

FiE St BB %5 2 F I (electrospray ionization, ESI),
43 Bt 22 0 Wil (multiple reaction monitoring, MRM)#E=;
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RAR, FE ;60 s 55 fbHLE: +5500 V(iE), -4500 V(fi); =1 BERBREY

%ﬁ?% 30 psi' F:%?(JE/E{TE 600 °C: ;’?ﬂﬁ/;m 50 psi' ﬁﬁf] Table 1 Gradient elution conditions

MBS 60 psic 194 FiA 255k B MRM A28 4085 73 iffil/min ¥ /(mL/min) f}(‘){égf& B(Z )%

TLE 1, FUSSHILE 2. 0 03 53 5

1.3.4  EJF# 2 F- M 0.5 0.3 98 2
RO BUR V3%, 38 2o S0 00 0 22 13 03 ! %

%*i(msolvcm)&ﬁf F‘%EUI‘A@B@T“{EHﬁé£$4$(mlnartlx)i+%%)ﬁ 15.1 0.3 98 2

MO, TR (1): 17 0.3 28 2

R2 194 MEBUANMESFRIESHRBEAFERSD 4 LT T EW R B R
Table 2 Compounds information and mass spectrum parameters of 194 kinds of veterinary drugs, mean recoveries and matrix effects of
4 Kinds of purification methods in pork

FIE R ~ 59 A Ta= 7. A % /% (n= O %
Fr Iy fRERnt A BB T FET () i}j’a’f\iﬁ il 88 i A 1 R 1% (n=3) A%

/min (m/z) A% ProElut PRIME EMR LipNo ProElut PRiME EMR LipNo
T 25 (22)

1 it fg s i 3.47 251.1 156.0/92.0 40 22/38 79.1 75.1  83.1 714 -203 2239 279 -272
2 it g g e 3.77 256.0 156/108.0 40 22/32 558  39.0 745 57.1 -40.6  -654 -32.0 -41.5
3 T Je i 3.96 250.1 156.1/108.0 40 23/32 81.9 738 883 861 -160  -31.3 -18.1 -11.4
4 TR SR 4.17 2652 156.1/172.1 82 25/25 81.9 779 929 843 -13.0 314 9.0 9.9
5 e g 438 279.1 186.1/156.0 60 23/27 81.0 835 938 992 -108  -19.0 -50 -5.6
6 i iz-6-H A Mg nE 4.95 281.1 156.0/126.1 75 25/30 88.0 608 954 950 -10.5 475 -108 -7.6
7 TEREFHEE 471 271.0 156.1/108.0 65 21/36 80.5 828 995 929 -141  -183 -73 -09
8 T fi-5-H A ENE 4.62 281.1 156.1/108.1 70 25/35 86.5  57.6 110.7 110.1 -10.6  -523 -3.1 82
9 Tk Joie Sk R 520  285.1 156.0/108.1 65 22/37  71.8 477 924 897 -219 575 -13.7 -82
10 T e Sk 5.41 281.0 156.0/126.1 75 25/27 746  70.1 994 925 -21.0 -309 -49 0.6

11 R F A ERE  5.62 311.1 156.1/1082 70 30/70 777 674 965 922 -197  -41.6 9.1 9.6
12 iRk —H A EE  6.63 311.1 156.1/218.0 70 28/28 723 729 1035 959 225 228 74 72
13 T L S 5.34 254.1 156.0/108.0 65 22/36 87.7  81.0 107.1 983 -85 295 -83 -92
14 Bl — H S5 s 5.64 268.1 156.1/113.2 82 22/25 70.1 623 102.1 96.6 -25.2 440 -6.8 -84

15 TR 5.95 277.1 156.0/108.0 60 19/32 825 679 1053 965 -54 305 18 08
16 ik i g 6.88 301.1 156.0/108.0 80 24/36 596  63.6 914 866 -415 377 -219 -9.7
17 T PR it 7 2.97 215.0 156.0/108.0 52 17/29 612 651 839 622 -345 373 -19.5 -31.7
18 AR EmELE 4.56 291.1 230.1/123.1 95 33/34 93.0 902 829 884  -6.8 9.0 -7.1 -88
19 it e R i e 6.27 315.0 156.0/108.0 90 27/40 677 731 1090 922 -228  -31.4 97 -11.1
20 Tk e e 1.56 2150 156.0/92.0 80 27/35 187 236 41.0 21.8 -780  -72.0 -52.5 -76.4
21 i g 3.53 279.1 124.1/186.1 80 30/23 82.9 79.0 803 793 -13.7 216 -154 -16.3
22 it e S e 4.63 268.1 156.1/113.0 82 22/25 85.0  68.6 103.0 844 -146  -40.7 -11.0 -1.1
ME S (19)
23 Barb 2 5.07 360.0 316.1/245.1 80 25/35 943 692 568 94 113 293 3.1 122
24 wRYE 4.85 320.1 276.1/233.1 80 26/36 88.9 912  63.1 963 219 93 06 99
25 D A 4.71 334.1 316.1/290.2 80 27/25 63.6 669 382 981 -11.7 253 -15.0 109
26 WNT AL 4.98 332.1 288.1/245.1 80 25/33 93.6 88.7 67.7 99.6 144 7.5 63 162
27 AR R 4.71 362.2 318.1/261.1 80 26/38 91.6 787 56.0 99.0 119 9.7 52 169
28 S ALY 5.48 386.0 342.3/299.0 80 25/38 90.8  89.1 821 94.8 7.0 03 40 111
29 RS A 4.74 321.0 303.0/234.0 80 24/30 748 789 4851007 -8.0  -157 -8.0 16.0
30 BRI 5.21 352.0 265.0/308.1 80 33/28 847 759 712 903 57  -188 -14 47
31 ZENEIR 7.90 233.0 215.0/187.0 68 18/34 729 860 894 87.0 -14.5 59  -68 -1.8
32 TR 6.81 262.0 244.1/216.1 70 26/40 853 912 916 953  -6.7 -1.0 43 35
33 e FR g 8.20 262.1 244.1/202.1 77 23/42 574 873 939 89.6 -30.1 74 39 16
34 Sr.Y TR 5.09 358.1 340.1/314.1 77 30/24 883 745 425 109.1 142  -155 -54 163
35 P TR 5.32 400.1 356.1/299.1 80 28/41 89.0 83.6 785 913 5.7 46 19 05
36 B R 5.29 396.0 352.0/295.2 80 24/32 92.7 804  88.8 96.2 6.5 63 27 -15
37 Gl R 5.96 393.0 349.2/292.0 80 30/38 84.9 753 827 89.6  -4.1 2260 -49 25
38 WP E 4.50 370.0 326.1/269.2 80 27/35 90.7 943 612 982 13.0 22 52 84

39 LR 4.42 363.1 320.1/72.0 80 23/46 96.1 93.7 576 977 13.7 4.2 32 109
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F2E)
o e ﬁae..qgﬂaj T FET i) LR pite g %i@@}lﬁz%/% (n:3). %Jﬁiﬁ!ﬁz/% ‘
/min (m/z) iAY A% ProElut PRIME EMR LipNo ProElut PRIME EMR LipNo
40 [y U 6.40 263.1 217.1/245.0 60 30/22 75.0 83.6 90.1 903 -11.0 -139 63 64
41 NI IR R 424 3042 286.2/217.1 80 25/31 81.1  79.0 393 904 6.5 .55 -109 134
B-ZARBE BTN (14)
42 B il s 5.04 3022 164.1/107.1 80 23/51 89.4 702 864 950 24 2306 -4.0 104
43 T R 330 2402 148.1/222.1 70 24/15 1037 111.1 689 118.6 247 258 6.1 389
44 AT AR 3.17 2262 152.0/107.1 70 21/36 1105 1234 79.6 1238 309 276 6.8 441
45 [IEEEs 3.03 220.0 202.0/160.0 65 13/22 84.1 82.6 724 828 3.1 24 51 22
46 SARRES 5.55 277.0 203.0/168.1 65 21/38 77.8 734 798 865 -11.7 -184 53 32
47 TS 6.05  228.0 154.0/118.0 65 21/35 802 731 752 854 -113 2202 -11.1 -14.2
48 WA 5 9.22 2922 236.2/201.0 73 23/28 706  81.6 677 862 -18.7 6.7 -66 -29
49 2K IR 737  260.1 116.1/183.1 80 23/24 738 829 835 925 -21.9 -17.6 -105 -5.5
50 BRI YN 537 2140 154.1/118.0 73 23/34 824 773 738 842 -45 83 -6.6 -2.0
51 RIS 6.09 367.0 293.0/349.2 90 24/17 729 703  81.1 902 -14.2 2320 -68 0.1
52 [LE(EETA 3.69 2340 160.1/143.0 70 21/34 90.1 877 759 946 3.6 6.6 -73 25
53 LAy 6.20 311.1 237.2/202.1 110 24/40 81.4 80.6 823 860 -6.6 -145 50 29
54 DBRES 6.89  325.0 237.0/217.0 50 24/34 799 813 844 902 -11.2 2122 -10.1  -3.8
55 RECR I 6.25 3022 107.0/284.2 80 35/21 924 960 970 982 -6.3 -133 67 -15
KIENNEZ(10)
56 aHFR 8.60 7345 576.4/158.0 30 26/36 943 692 568 94 -28.6 -16.5 202 212
57 M EER 453 4073 126.1/359.2 30 32/27 88.9 912 631 963 -10.0 -11.5 74 53
58 TRER 7.55 4253 126.1/377.1 50 32/27 63.6 669 382 981 -31.2 -180 2.1 -0.7
59 B FEE 9.46  837.6 679.5/158.1 50 30/37 93.6 887 677 99.6 -32.9 216 -35.7 -38.1
60 LR 920  828.6 174.1/109.0 70 38/70 91,6 787 560 99.0 -8.0 87 -80 -56
61 B 8.56  916.6 174.0/772.5 150  47/43 90.8  89.1 821 948 -262 20 -1.7 -3.0
62 HER 8.55 772.5 109.0/215.1 140  84/39 748 789 485 100.7 -283 -11.9 =63 -144
63 oAk A 740  869.5 696.5/1742 100  52/52 847 759 712 903 208 259 -6.1 292
64 IR R 6.52 8433 174.2/1422 60 50/48 72.9  86.0 894 87.0 29.0 423 1.7 287
65 Bk R 7.90 688.4 158.2/544.3 30 70/42 853 912 91.6 953 -54.7 284 226 -l1.1
DU ZZ(T)
66 PR 497 4451 410.2/427.1 80 24/19  90.1 827 210 989 96 53 7.9 319
67 +EHE 510  461.2 426.2/4432 80 25/17 80.3 748 156 833 174 6.0 33 184
68 SEE 6.27 479.1 462.0/444.0 80 24/28 842 530 94 827 -84 2206 -8.6 -1.0
69 W ER 723 4450 428.1/154.1 80 24/35 76.1 843 248 91.0 -23.1 .13 35 -3.8
70 Hist&HR 6.89 4431 381/127.1 80 33/99 632  63.0 126 670 1.4 0.0 -0.9 10.0
71 4-ZEMIPYARE 447 4451 410.1/427.1 76 27/19 642 639 178 705 -4.7 2.5 -147 48
72 EHEER 5.58 465.1 448.0/430.0 76 19/25 68.3 604 160 654 29 -13.7 -126 0.0
TiE BRI (10)
73 5 F Fipg e 2.75 188.2 123.0/126.0 50 19/23 91.1 951 849 970 -57 279 -125 2.8
74 FF i 3.29 1722 127.9/82.0 50 20/37 643  78.0 820 83.0 -30.4 2226 -158 -14.6
75 b S fiEg s 3.54 1422 96.0/81.0 65 21/36  91.1 856 808 657 -9.1 -16.9 -184 -29.5
76 T Tk 347 2012 140.0/55.0 50 15/27 63.0 614 703 619 -32.6 -403 -28.7 -33.5
77 SECFR Rk 4.16 1622 115.9/1449 75 23/23 852 833 1005 97.7 -6.4 201 7.6 -0.9
78 B[R 4.29 1642 118.0/90.9 80 27/46 5.1 772 899 1.5 -14.9 -19.7 -13.4 -23.8
79 S DN T 6.04 170.3 124.0/109.0 50 25/33 786 714 986 863 -18.1 316 <75 -109
80  F&HI IL gk mk 3.11 158.2  140.1/55 70 17.3/247 989 1346 81.0 856 -4.1 233 -13.0 -11.2
81 ATl R 1.90 1140 67.8/83.8 71 26/19 429 560 672 624 -47.9 443 274 -329
82 2-F i ok s 2.66 128.1 81.9/41.9 77 26/45 84.0 936 1045 972 2.1 -39 21 83
ARIFBRIEA(18)
83 ] 24 3k s 8.74 266.3 234.0/190.9 90 28/44 504 771 962 89.9 -393 -186 -39 -l1.1
84 BuIZR mAnse 7 AR 6.31 282.1 240.0/208.0 70 19/34 977 895 888 1128 -7.1 -19.0 -129 24
85 SR TR 8.88  314.1 282.0/123.0 90 32/48 58.0  79.8 1002 995 -358 2199 51 1.9

86 IR AR R 9.86 300.2  268/158.9 100 30/46 79.0 594 1028 845 -89 -154  -6.1 -48
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=25

B ey 1%?#&]‘!‘@ BT TET(ml) LI mpf AR Ty IEI'LI&%“»A/% (n=3)‘ %Eﬂéﬂzﬁj/% .
/min (m/z) JANAY A% ProElut PRIME EMR LipNo ProElut PRIME EMR LipNo

87 BIF R me 7.42 3162 159/191.1 70 43/27 79.0 915 111.1 105.6 -183 2120 7.7 62
88 FH 2R s 8.52 2963 264.1/77.1 100  32/76 56.7 81.1 100.1 97.6 -37.0 -172 -13.6 -15
89 WBE S TG 1 475 2022 175.0/130.9 60 37/48 931 817 100 964 29 -119 -8.6 -82
90 BT me 4.14 2482 121.2/93.0 80 21/25 82.0 722 1027 913 -258 -37.1 -124 -19.1
91 TR T 519 2200 128.0/82.0 70 23/43 90.2  70.1 103.4 985 -17.1 -38.6 -6.6 -10.3
92 SR IR IBETHEAI 771 332.0 300.0/159.0 80 20/32 668 826 102.1 1046 -251 -13.8 -7.1 3.8
93 PRIk M2 S KN 420 240.0 133.0/198.0 80 30/22 79.7 757 767 817 6.7 -15.0 99 22
94 ] 245 5 A, 6.71 298.0 159.0/266.0 80 30/22 745 825 921 105.1 241 -17.6 -144 -0.1

2-BFE-5- KW AR
95 - 6.33 2380 105.0/77.0 80 35/40 625 639 806 821 -181 271 2.0 -1.0
96 S-FRIEHITRBRME 6.69 298.1 266.0/160.0 80 25/38 718 814 932 884 236 -225 81 -1.5
97  WEJRBKME-S-FRIL 425 218.0 191.0/147.0 60 25/30 782 711 819 894 74 -132 -11.1 0.6
98  2-ZFLHURAM: 6.81 256.0 123.0/950 80 28/38 646 692 849 859 246 -21.0 -23 29
99 PR Tk m 7.19  303.1 217.0/261.0 70 33/19 694 758 929 887 -23.6 -158 9.1 -46
100 PR DR 727 250.0 218.0/176.0 70 20/28 717 746 922 869 -16.6 -18.1 -11.1 2.6
B R 32 (37)
101 ke 824 3592 147.2/3412 80 35/15 59.1 848 96.8 953 -359 214 -11.1 -48
102 EISE/ 8.35 3612 163.2/121.1 80 34/47 684 909 1098 978 -32.7 -152 28 -7.1
103 AT B 8.68 3632 121.1/105.0 80 31/68 700 975 1105 112.8 -32.8 -189 50 4.4
104  HWIHEIKRWE 9.43 3752 339.2/1612 66 14/28 742 109.1 862 703 -502 -332 -31.6 -15.4
105 FAIE 9.62 3772 279.3/321.3 80 22/18 992 1223 619 662 -269 -193 275 -184
106 AEABRAR 9.29 3932 355.2/3373 80 15/19 0 534 1208 604 -473 -902 -77.3 -86.3
107 i QLA 7.49 3952 357.2/225.1 80 17/26 858 148.4 1642 1248 -439 -369 -21.8 -57
108 SRR IE JE A 935 4012 295.1/147.2 80 23/40 80.3  71.0 1103 1034 69 -432 -11.5 -32
109 [ 7 NiOkiN 9.41 4032 163.2/343.2 80 34/25 80.0 81.0 1004 98.7 94 245 55 54
110 BSER AT A 9.44 4053 309.2/3272 80 25/24 86.5 79.8 102.0 101.6 6.6 -208 -69 -6.7
111 AN 9.41 4092 391.2/279.3 80 15/29 949 204 382 473 581 464 -355 340
112 KA 9.11 4113 253.2/121.0 80 22/50 1099 117.9 98.0 108.9  -52 -340 -183 233
113 FILR M IREEIREE  10.06 4172 253.2/161.1 80 28/28 948 740 1214 381 -153 -474 238 -357
114 FOKJBRERR R 10.09 4193 279.2/321.2 80 20/19 1208  85.1 1182 1165 213 -47.1 -452 254
115 BEER BT AR 9.35 4232 239.2/3432 80 34/31 68.0 759 978 968 -20.8 242 -11.7 -9.1
116 THERELAT R 10.38  433.3 327.2/309.2 80 22/23 859 73.0 995 695 45 269 -39 -163
117 i e Al 9.41 4352 4152/3972 80 15/15 58.0 117.8 107.0 795 -16.6 1.8 506 -12.6
118 FALE 9.70 4373 361.2/2852 80 24/29 802 904 1046 894 -123 -247 12 -8.1
119 iR AR 9.90 4423 124.1/142.1 80 65/45 842 719 866 89.0 -152 -323 -11.6 -89
AR IH-17-

120 e 10.89 4473 3453/121.1 80 19/39 88.1 540 820 77.1 -173 235 -12.1 -25.1
121 LAY S 10.97 4553 359.2/121.1 80 27/61 875 684 930 91.7 -129 -299 -13.7 -88
122 NRREfGMhE 10.92 4672 355.2/3732 80 18/13 1430 418 878 512 -57.6 2.6 -485 -659
123 BSRRMhZZRTE 10.47 4772 339.2/321.2 80 22/23 1212 570 948 481 455 567 587 -6.5
124 TEREUHAL 1132 4793 343.2/2792 80 19/22 69.0 640 87.8 822 92 263 -13.0 -19.8
125 kJe g 11.01 4892 381.3/115.1 80 16/25 587 96.0 1152 625 -234 -359 -402 -82
126 GVGHTE 11.28 503.2 339.2/3212 80 24/25 590 702 712 479 477 -587 -33.8 -13.0
127 SR NRRER 1096 5012 293.2/313.2 80 22/20 1422 315 1510 1027 623 -36.6 587 668
128 & PO R XL R i 8.84 4792 4412/147.0 81 14/48 272 828 1551 855 -669 -27.1 -31.0 -10.0
129 KJes 8.67 3612 343.2/1472 80 14/34 439 627 110.0 1359 656 -27.2 -299 -29.1
130 HZE KR 9.27 393.21 373.4/3552 80 15/15 446 927 787 549 487 -402 -48.7 -57.6
131 KIem JeBs iR g 9.43 403.2 147.1/3852 80 35/14 935 66.6 103.7 1158 -10.9 -189 234 56
132 BEFRHLIERAS 9.89 4353 415.2/337.0 80 15/17 733 107.8 108.7 469 -51.7 -11.8 -11.8 583
133 AR P PR R 1122 4772 355.3/2793 80 18/24 81.9 538 91.0 434 -544 202 -465 398
134 BSERAE KR 9.98 43531 397.2/4152 80 15/15 693 1193 702 348 -53.7 -47.1 -03 -413
135 BEZE AN 11.61 521.11 503.2/263.2 80 16/40 93.0 461 761 912 185 427 219 -323
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F2E)
o e ﬁae..qgﬂaj T FET i) LR pite g %i@@}lﬁz%/% (n:3). %Jﬁiﬁ!ﬁz/% ‘
/min (m/z) iAY A% ProElut PRIME EMR LipNo ProElut PRIME EMR LipNo
136 SRR 1046 4952 337.2/121.1 80 24/60 444 230 1207 354 -59 364 -345 -17.1
137 BTECRAAXUNRER  10.82 5212 301.2/279.2 80 22/22 393 234 934 503 -11.6 -73.8 -58.8 -36.5
JEEHARN 225 (16)
138 KR 1179 2822 264.0/167.0 40 24/55 1041 569 854 1050 -12.1 -154 26 3.7
139 EiEdRNIR 9.01 2822 236.0/218.0 85 28/43 646 714 869 831 6.1 59 -89 87
140 XUKERER 9.57 2592 120.0/119.0 50 22/22 75.6 663 825 836 -23.8 -12.8 -10.0 -7.0
141 RigIF 11.00 2742 193.2/228.1 88 38/19 692 145 920 79.7 -10.7 -182  -88 -7.1
142 FFEATIE Y 9.59 2552 209.1/76.9 66 20/60 80.8 699 956 884 -3.8 -11.8 7.6 0.2
143 FLKIR 12.19 2622 244.1/209.0 40 21/38 56.2 0 738 633 -2.0 -11.0 3.0 -15
144 G E R 9.41 352.1 115.0/141.0 50 24/26 751 742 937 877 -108 -17.0 -142 -10.5
145 we¥ 10.48 297.1 279.1/264.0 45 32/45 76.4 449 807 68.1 -10.9 -133 <62 1.9
146 H K 11.88 2421 224.1/209.0 40 21/39 58.0 8.6 76.6 647 -42 246 <71 -16.8
147 AR 11.08 2962 215.0/250.1 32 26/19 69.4 400 839 764 -113 -17.6  -12.9 -14.9
148 % 824 3322 95.1/1640 50 23/24 573  73.8 909 867 -74  -162 9.0 -4.7
149 LT 10.16 229.1 171.1/128.2 40 23/53 669 50.0 835 644 -33.1 -13.0 =67 -0.2
150 FARUNA 9.55 357.2 233.0/340.0 80 65/28 81.0 80.0 903 874 -162 2285 -145 -13.6
151 FEIT 9.56 2582 119.1/91.0 60 24/51 77 68.7 81.7 808 -42 55 62 -44
152 5[k 352 11.08 3582 139/111.0 60 27/70 748 515 895 745 -6.8 -132 <52 2.0
153 BT 6.61 3382 121.1/78.0 80 26/80 720 764 872 860 -7.0 -1l 275 45
e o))
154 BERH 22 11.08 387.1 327.3/123.0 96 18/30 746 610 809 773 -6.1 241 -102 -5.0
155 FH 2 10.57 3032 109.0/97.0 106  30/28 780 589 786 80.7 -11.0  -332 -124 -13.4
156 PR S i 12.28 3452 97.0/109.0 114  23/29 658 519 504 705 -6.8 -12.1 17 72
157 BSHRG Hh 22 11.04 4052 309.2/3452 100  21/17 857 43.1 819 665 -0.7 324 -14 82
158 EReE 1] 9.67  287.1 121.0/135.0 85 25/19 749 736 765 886 -164  -318 -11.1 -13.8
159 e 9.50  271.0 253.1/199.0 90 27/33 719 703 80.8 834 -20.1 267 -119 -89
160 RN 12.85 407.2 1052/2572 80 36/25 290 13.0 30.1 344 -356 -16.7 -10.4 -29.9
ZREH(16)
161 DR i s £ 7.45 326.1 291.1/249 110  37/49 693 585 352 81 -186 -109 <77 -6.1
162 o] 3t s £ 924  309.1 281.1/205 100  39/55 61.6 619 50.7 849 -226 -11.5 6.8 2.1
163 SATH VL 8.68 316.1 270.0/214.0 90 35/52 23.8 51 857 74 -618 422 =55 -12.1
164 PP 10.00 2851 193.0/154.0 80 40/36 69.6 617 743 707 -13.1 2255 -122 -11.0
165 B EALRED 9.25 321.1 275.1/229.1 80 30/41 669 745 903 827 -184  -173 -98 -28
166 = 9.2 343.1 308.1/239.0 100  36/55 59.1  71.6 495 90.1 -242 -150 <71 1.7
167 BV PGP 927  287.1 241.0/269.0 90 32/21 62.6 673 837 805 -183 2206 -13.1 -10.8
168 i e P 9.00 2822 236.1/180 80 34/50 625 738 905 852 -257 -12.6 -132  -4.6
169 Fehing 546  221.1 90.0/164.1 68 27/35 82.8 827 68.6 864 -4.7 7.0 7.9 22
170 BT LR i 4.73 330.0 192.0/121.0 78 20/35 88.4 884 844 913 -46 65 -39 -84
171 Faf LR 526 328.0 165.0/121.0 85 24/36 872 807 80.7 819 4.1 -13.0  -8.6 -2.1
172 RHLIEIR 6.30 299.1 116.1/222.0 40 24/60 83.0 776 827 90.6 -2.5 7.6 33 68
173 EL S 9.17 319.0 58.0/86.1 66 67/23 61.0 762 40.1 684 -233 -126 -89 -10.6
174 TR IE B 7.81 376.1 123.0/165.0 40 26/21 725 790 822 856 -17.8 -10.4 8.1 -10.8
[ GiE = N
175 s 8.93 341.0 268.0/86.0 77 20/36 645 751 456 724 -284  -148 -142 -149
176 N %R 824  327.0 254.0/86.0 80 20/36 66.4 738 487 815 -214  -129 -81 -118
BUREA(3)
177 LW LERE 5.31 152.1 135.0/93.0 70 25/38 72.1 662 553 797 -18.8 -165  -72 -11.6
178 EEAL] 7.64 180.2 163.1/107.1 55 20/20 58.6 684 575 622 -276 -104 -113 -24.9
179 W2 % 7.37 180.2 163.1/81.0 60 20/20 776 802 679 913 -210  -187 -81 -6.1
W 2 AR (2)

180 M £ 3.34 264.2 143.0/212.0 80 43/30 48.3 645 555 611 -33.1 -254 243 -16.7
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=25
[ oy {%mﬂsﬂ BET L BT (miz) LR i %@l&lt&ﬁ/% (n=3) ‘ %ﬁﬁﬁ@% '

/min (m/z) JANAY A% ProElut PRiME EMR LipNo ProElut PRIME EMR LipNo

3-FH B WS I IR -2 -
181 . 5.99 189.0 143.1/1452 55 23/23 67.1 62.0 446 722 -42 215 -33 1.1

AHEERKQ)

182 AER 6.57  321.0 152.1/256.9 -75  -24/-17 84.5 79.0 1017 932 -49 29 82 -1.1
183 HE R 451 3539 289.9/184.9 -75  -18/-28 1072 1043 107.7 1128 47.6 580 254 40.7
184 oA 543  356.0 335.7/1849 -80  -13/-52 82.7 84.0 1003 879 127 1.1  -86 -48

FKFREGNES(6)
185  a- T KIRBEIREE 10.05  319.1 275.1/301.1 -30  -29/-30 90.6 66.8 1125 956 -18 -11.4 03 73
186 p-EAKTREMEE 9.44  319.1 275.1/301.1 -30  -29/-30 85.6 694 752 867 -67 18 -102 -113
187  ERREE 9.87  321.1 277.1/303.1 -40  -29/-29 87.1 702 950 914 -45 -119 -79 -57
188 p-FOKARERE 9.19  321.1 277.1/303.1 -40  -29/-29 80.6 725 962 915 -124 -13.0 -2.0 -83
189 T KIAREM 10.15  319.1 205.0/301.0 -30  -32/-30 81.2 593  89.8 902 -7.4 2.0 -12.7 -89
190 FRIREM N 1023 317.1 174.9/273.1 -80  -33/-26 81.6 60.6 1023 81.0 -33 00 -72 -89

SRS B A (4)
191 TR 10.96 4349 329.8/2498 -50  -22/-38 88.6 99.4 1102 1002 6.3 159 0.5 10.0
192 B E 10.78 3869 350.8/281.8 -40  -19/-44 96.4 942 1123 973 29 9.0 212 162
193 S SR 1125 4509 281.8/243.8 -40  -35/-62 93.0 957 1044 956 21 99 -09 3.1
194 GRS Gk 11.06 4189 382.8/261.8 -60  -20/-38 90.4 90.7 1043 106.1 02 10.0 05 3.1

T 1~188, 190, 191: ESI+, H$FAHLE: 10V, fiff#E % 5 H K 14 V; 189, 192~204: ESI-, HF AHLE: -10 V, Fiff#E % 51 H B E: -11 V.,

ME(%)=(mMmartix/Msolven) X 100 (H
A, ME>0 F/R LTG50, ME<0 /R SE P . %A
A ME TE£20%2 [R] R 55 3L 3 ny, Al LLZBE AT, 24 ME
R 7E £20%~£50% f H 45 L AN . 24 ME<-50% 5§
ME>50% A i g iz 4131,

2 HEREHHR

2.1 4B AR EIEELER
AR RS LA T PRIME, EMR ., ProElut,
LipoNo 4 Fiugefb =X, Xt 194 Fhis 2558 0 A9 [BCRUEF T T He
BArHT. 16 25 194 R PS5 IR Ee | SL R0 45 5 I
% 2. 4 ARGy AR HLS, 194 FE 2572 ISR AE 4
X B A B LN 2 TR 48 ProElut, PRIME, EMR,
LipoNo 4b)5, 3514 45.9% . 32.0%. 58.8%. 69.6%[H &
2y ISR A TE 80% 2 110%2[8]; 84.5% ., 82.0%. 80.0%.
91 2% E 25 IR AGTE 60%ZE 120%2 [8]; [FICRALT
60%% 5 T 120% 15 245 55 43 & 30, 36, 38, 17,

7506 9.67

7.066 8.56

6.5¢6

6.0¢6 -

5.506 - 871

506 I~ 448

4.5¢6

2 406 - 835 |9 07| 1022
Ea,see - 670
515 6.7

M8 6.48 1 77 3

2566 - 589 || "2 og [l |

2.0e6 — 335 ) L 89”’69

1.5¢6 — | 4‘0‘1 | ‘ H ¢

1.0¢6 = 3.15,‘\\‘/\W J\‘ Il Uw W‘\J\ 1273

5.005 JIAYA! L

00 L .1 A WL \u.\ . e
10 20 30 40 50 60 70 80 9.0 100 11.0 120 13.0 140 150 160
232 321 410 475 539 605 674 742 817 876 943 1009 1091 1282 1513 1745
PR B /min
B 1 194 Fpea2 MRM AT BB I # (20 ng/mL)
Fig.l1 Total ion chromatogram of the 194 kinds of veterinary

drugs at MRM mode (20 ng/mL)

25 ProElut 4k, 3 [EICRAE T 60%a 1 120%HY
30 FE2hrh, 14 BiChBE R TTMR BB 2, SR e |
fEfoRAS . FOREBSRRER . LR, WREAMMER . B
TR, RJERER. LA E. FRRMNIREE . i
VG SRR . IRJEFAIE . HIZEKAS | BRI . BT
SRPABIERER - Foar 16 iy fitl e g | sk Jrie v ok | Tk
MK . SR . 4-REJERRmE | BAOR kM | JRURIRME . FOR
DRmg . FEKMR . FOKER . MEE R RN . SN0
LSS AN B,
160

140
120}

B<60%8%>120% 060%~80% O 80%~110%m 110%~120% 135

]
LipoNo

MER

ProElut PRIME

2 4 Fgfb 2N HE 194 Fh-s2 1 [l ISR AE & XA 9 4311
Fig.2 Distribution of recovery rates of 194 kinds of veterinary
drugs treated with 4 different purification methods

% PRIME ¥k, “F33 IR T 60%s5 1T 120%11) 36
R 2eh, 12 FiCBE R USRI EZ, SR RO E | Ak
Py, BRZEPUIE . Rk . SALATRPA-17-I0BRTR . TNRS
fiifth e . BERRINLEARAE . U RASRRER . F5 RN GRS |
LIS . BERRFURAL . FTSURMARUNRRRER. 8 FiohIE S &
HRA, HIARKER ., RIEF. FEKR . Her. HAR.

RUASTIR . 28T G . WIWeSeays o HACATREn: | Tifi-5-
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12

FR SO | T S AR | R | A b . £ 852 . HMMINT,
A-REEERIE | SFORIAME | SR . DTREERR . MR S MR |
RINTRUE . DRIKIEC | GUREPETE . FORIREZN.,

2 EMR ik, P EICRAIRT 60%sGE T 120%0
38 FirEa 2, O BICAME Bz B R 22, A il A oK AL |
I EAQITANE 1 S VNNIL LB 873 [t /A9 1 7N o = SN
Male . e 9 R SRR . BERR Ui . VR SRR . KN
MR IE . 7 RICHURRISHZ,, R IR, LEHEER.
SHR. RNER. PHEEER. 42000 R, KP4
FR T RTINS EZY, A BETD R BRI AL
AEUDAE, b, BREVE. DR IRk, H
ROABERNK . LR ORER . SRR, HhER.
DRmAME L | B | ety | N N AN
WrEWR . CTRNE . ERIGEE . E4aNI . M LEE . MQCA.

A 3 R4k 7 4 1L, LipoNo ¥ k)5S, S48 a1k
BIE 80%ZE 110%Z M E ¥R e, ik 135 fi; IRF
60%a L 120%MA iR/, A 17 Fl, BIRETF
Hoph 3 Figefbr =X, (HEARETE WL ITE 194 FEZin
B HESK . %FT LipoNo, BEIHRET 60%a#d 120%
[ 17 FhEZ 13 RICHBE R B R 28 E2, Al il e v
Jo. FFECKHS . B e RS ERTR . NIR AR bR . Bh
FR 3l LVEARAE | R IE . HIZERM | iR Hh 5E
Kb FEHCKIACIRER . BRTRAF MRS . BERRFURAL . B
FURMSAUNTRRER . HoA 4 BN IRIE | el friesen | fid
FZ JOR DL B A A bR o e s R A At R F EMR B4 7
Al AT LAAS S0 B DR, s R 4 gtk o X
ISCRISRERAR . PTRESE: Hh R K 1) 2 45 4 vh A Sk
PEREE, Mobkam, Hognd e g, 236 T4 g kel

4 Pk IR IR S 7E. 60%~120% X [A]:Z
MG, FEVS BB R RS . IR RIS L AR AN
R WUARRR R U RKa) . G NEE | Rt
SIS SRR S RIS, X T AR R AR [ RS B 2
(2250, Bk S AR, AR RIE A
JURBZG LB, S Ak R T it — Ak .
22 4 FERARERYMER

5 P I A3 2 3 B L0200 i ) R I R
Gy VAR SRS FR R S | A P A= A TT RE S B s s 1
DPILEMT 25 432 b I B8 F-A0AA0R, SR 5200 43 B 25 R TR
B OSSR LSO (matrix effect, ME)? 2, #5754
FARITAL R )y VR 55T BT B P S i) H4 . 48 4 FioR
[k =CAb BRS I SE AN 3% 2 48 ProElut, PRIME,
EMR. LipoNo #fbf, FEFEN X A A 7E-50%~50%;
SRS BIAT 62.9% . 55.7% . 83.0%. 83.0% 25 HFE TR 43
TATE-20%Z 20%Z 0], FRIHIFETN; 30.9%., 39.7%.
13.9% . 13.9% 225 R BRSO 4 S 20 A TE 20% 28 50%:2Z2 7],
TN PEELETRON; 6.2%., 4.6%. 3.1%. 3.1%HZ5H9FEF

BART-50%85 5 T 50%, S2EEEHIE 12, 9. 6. 6.
WAk, 194 FEZEARTI AL A FRS, R R S
WK%, ProElut, PRIME, EMR . LipoNo {4+ J5 55 ]
FLAA> B 81.4% . 87.6%. 85.1%. 68.0%, 5HAM 2 Findrik
JriAH L, EMR Fl LipoNo b, 2630k 55 5L TR0 1424
oz, 15 161 F, (T HA 2 Fivgrib =X, MIE B0
JE3, EMR F1 LipoNo 223 BT,
23 XA RIFAEAEER ST

14 194 P2 534 16 25, BT 4 FiOR Rk Ak 3
S 4% 25 B2 [N AR 60%~120% (A1 A4 5 FAB I . M 3
AILVEH, X FE&E RIS FURNE A 2 BN E A
HEb T AN B, ST R A 1E 60%~120%(H] o X
FRIFAEESE, PRIME A LASRAT B 4T (4 [BSCR XhT- Ttk i
s, W B, EMR AT AAS I (0 RISCR; %4058
2%, LipoNo [BIWCREET, 7F 22 5% AR 2T £ 1A 0 46
2 R S, AT B PRIME BEf 74k, DUl PUR
FH L PUREE . MEIRERZEET, RHEFEMFH EMR i Tk
s 2 B R ARI Y, AR ProElut #E4 144k

25 FAYHT, FRATE I LipoNo Ab3HJS 4% 25 2 V- 45 1]
CRTE 60%~120%0] 1) 5 LB LRy, 45 11 JE 2y i
S ATE 60%~120%]0], 2545 5L s T He /N e 3,
PR LipoNo HEA T HEF T4 A 22 % BR ARG T Py e Ak 251

R3 Z4MELERAESE 16 XL HEUERTE 60%~120%8)H
HEE (%)
Table 3 Percentage of recovery rates between 60% and 120% in
16 kinds of veterinary drugs under 4 kinds of different
purification methods (%)

B ZFR ProElut PRIME  EMR  LipoNo
T2 86.4 81.8 95.5 90.9
WS 3 T 2% 94.7 100.0 63.2 100.0
BB BRI 100.0 929  100.0 92.9
KA RS 70.0 90.0 80.0 80.0
PUPR 100.0 85.7 50.0 100.0
IEEAYY RIS S 90.0 80.0 100.0 100.0
R IR 83.3 94.4 100.0 100.0
Wl R R 2 62.2 67.6 81.1 62.2
e RTH R 81.3 50.0  100.0 100.0
[T i 2 2 85.7 42.9 71.4 85.7
YENR 87.5 87.5 62.5 100.0
b EEZ 66.7 100.0 33.3 100.0
M 2 S AR ) 50.0 100.0  100.0 100.0
AGEERK 100.0 100.0  100.0 100.0
TR AR 100.0 83.3 100.0 100.0
GG e R 100.0 100.0 100.0 100.0

3 Hit51Tie

4 By sCRERE D 194 FREZG R AL AN Y
SIEE R RR, B LipoNo ML, AIARTSRAERY ks, H
SEFOI ARG . A0 B 250D KE 16 2% 194
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