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a5 f bt BT ¥ e F —Piperazinez. ¥ %
Method of Test for Veterinary Drug Residues in Foods - Test of Piperazine
Log* o 0 Aksk™ 2 * >0 35F ¢ piperazine2 # % -
2. WA CRMEZI B EME o R R TP B E 3 R (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS) ~
F5 203 i o
2.1, %%
211 RApkir e BFHER
2.1.1.1. 33k 7 JE#S i (electrospray ionization, ESI) -
2.1.1.2. & +7¢ : XBridge® BEH HILIC > 2.5 um » p f£2.1 mm x 10
cmo & e B o
2.1.2. =% #(Homogenizer) -
2.1.3. R £ F(Vortex mixer) -
2.1.4. 3= i %2 (Shaker) -
2.1.5. #r.< % (Centrifuge) : ¥ :£5000 xg14 + » ® 8 B 4] v :£4°C 1

- X o

p
2.1.6. 3 i & #%(High speed centrifuge) : # :£12000 xgr F % o

2.1.7. % ik &~ 74 & (High speed dispersing device) : SPEX "
SamplePrep 2010 GenoGrinder® - 1000 rpmZ F > g & & & o
2.1.8. & F 4= F % (Ultrasonicator)
2.1.9. F4p B 7 Z B~ 4 % (Solid phase vacuum extraction manifolds) -
2.1.10. % # 7% % % (Nitrogen evaporator) -
22, 3FE T S P ERE L2 RIDEY AR K 4T fip fede~ ¥ R >
= 7 #& A (dimethyl sulfoxide, DMSO) ~ = & Bt 2 % -k
(25%)3o8 * FEH % 4 3+ K 7 e 25°C £18
MQ-cm2 }) ; piperazine$t e * & & 5. | piperazine-dgfe -
F PR R
23. BEZ
231 g 1 50mL > PPHF -
2.3.2. 14 = % (Ceramic homogenizer) : Bond Elut QUEChERS P/N
5982-9313 & & B - o
2.3.3. H4p % B~ (Solid phase extraction cartridge) : Bond Elute Plex
PCX>»200mg > 6 mL > & & & o
234, 7 E¥L:10mL -
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2.3.5. D 34420.22 um » PTFEH B o
2.4, FEz. Y
2.4.1. 5%Z= & R
P~z & prpsl0g > 2 B okop faie 200 mL -
2.4.2. % kv % (19, VIV)ia i -
Bog okt 0l QW)W IR G > gt g o
24.3. 2%" Bai% R
Bwopaml > 4ed g3 ok 2200 mL e
244, ¢ "iéi?fm‘ e R
Beit 2 22500 mL s 4e o350 mL =R I (6 - FEI =
i&}é].g,ﬁywo = R o
245. 2 Mpgpedsip i -
FEopr 415,429 > 13 g kg R $100mL ¢
2.4.6. 50 MM i &3 i -
B2 MPs fedeiz ik 25 mL » 4o g ok i 201000 mL e
25, BpdApinRL AW
25.1. 403 RA
B pelmb s 4~ 50 MMPS k4453 5% i@ 31000 mL > 12 i i
o Pk TR B ARIR RA
2.5.2. #b4pB B!
Bed sl ml o 4o » 2 31 21000 ML o B 0 PR
T 4pi% B -
2.6. P FRHEREA R FH
P~piperazine-dg 848 & 910 mg > HAEF T 0 4T fRA fET T
FE10mL s (FL P IRHEE R L KRBT F o TRt B E PN
T3 Rk > 12 P FRARfR 2 1000 ng/mL > i 1E SRR R R
2.7, Hin iz petl
B~piperazine¥t pe * L8 &£ 910 mg > HrEfle 0 17 BB fET T
FR210mML FEEBERZ L PTG o TRt R RS R
ra ﬁéﬁrﬁi 100 ng/mL » iR R R o
2.8. ik 2 F’% %
2.8.1 B~
*ﬁgﬁ_iu/f A MR B RF RG> BN20 ML
ﬁ‘i%ﬁ—‘“?‘l b r pIRAR R RS0 L > iR B e 1 F 32
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FELE-5%= & prpaiaiRbmLz ¢ 2mb 1 e g F o
SRR 6 La g 0 230°CH T AR AR 104 45 0 £ 20 4°C
5000 xgafr s 104 48 » B~ fi o R G H £ 4o ~5%= & BRLAR
mOmMLZE 2 2mly Frapc g E o p R el £47 )
Qﬁ%lx » & b ;%;&- odv x T Moz e 437210 mL >
P F 14 48 > 374°Cr15000 xQ@g w54 48 0 BoF R R eE 0L o
282 =it .
B85 BRI BR oA ~FE A BEE mL~ 2 33 k5 mL
2 2% Faa RSmLERZ Fip S5 EB® o AR & B 2%
" ReA RS ML~ 2 33 oREmLZ T RS mL AR E B
oA o g ok e (L9, vIV)iZiR1I0mLY & o v
o T E IR AR o 4 »DMSO 50 pl > *t40°C-Rig ¥ 1§ #
RIME AT e FpfET T3 210mL B=1mL > »t§
B 1112000 xQér s 34 48 0 B~ ik 0 i B g 0 R TRR -
29. AF TR E R WIE
e et 22893 ’@i%’\‘/‘?]? fo R E2 T 9 ek R o Ao
»DMSO 50 pL > *+40°C-kig® Mg FRA Mgz AR FH e W
AFET % 25mL o 32500 uL > A ) 4e » 4R 2% 7% 20~250 pL -
pOIRAREA RS ULE ¢ > R A4 51000 pL o R £ 325 5 R
1212000 xQér<34 48 0 B~ ik 0 Sl 0 R ITAR TR
BERBR P ZTRTAELEEFRpHITE BATFL AT o JI%
piperazine £2 p FRAE M 2.2 o M G ff vt > & H i 2 piperazine k&
B W iF2~25ng/mLz A H 7 fetk B AR
edn 478w R RE 2 ()
& 47 ¢  XBridge® BEH HILIC > 2.5 um » 2.1 mm x 10 cm ©
R g R &R C40°C -
HEApBR CAREBR T A EREHR AT

B ¥ (min) A (%) B (%)
00—-1.0 5—-5 95 — 95
1.0 -85 5—30 95 — 70
8.5—10.0 30 — 50 70 — 50

10.0 - 11.0 50 -5 50 — 95
11.0 - 23.0 5—5 95 — 95
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# @ ApoeiE ¢ 0.3 mL/min o

A& 210l -

3+ v5 L T & (lon spray voltage) - 5.5kV -

B3 iv B0 L ESID g3 oo

o % # f A& (Turbo heater temperature) : 500°C -

7% 1 % 8 (Nebulizer gas, GS1) : 50 psi °

#if B4 4o £ 5 48 (Heated gas, GS2) : 50 psi ©

# B # % (Curtain gas) : 20 psi -

Fidg # %8 (Collision gas) : High -

WORpIHCES ¢ % £ & & iR (multiple reaction monitoring, MRM) -
woplaE S 3 B % 7 & (declustering potential) 2 #i
F& it £ (collision energy)4-™ £

4 2 E% R
AR W SR+ (M/z) > T R it
A+ 3+ (m/z) V) (eV)
. : 87 > 44* 7 25
Piperazine
87 >70 12 21
Piperazine-dg 95> 48 12 27
& SR

WP R RIER AT A REE TR KRB R TR L2
R EAE
2.10. #wlE%k 2 7 2R 2
HEEPRRE2 AT REERZRLI0uL > A W2 ~ R 4p &
7}%3%’?‘,&@“ ) (R2.9.FIEEEFT AT o JT" u?%?“‘ﬁa%ﬁ
PARBRGERELFEHERE S EF i plip i s a®
Fow| 2 o TR T AR E N F A 4548 ¢ piperazinez. Z £ (ppm) :

CxV

8o pi inez. 5 B - —
# 4 ¥ piperazine2 ¢ £ (ppm) = ————

C:d AF ™ petk €4 4% ¥ piperazinez Jk & (ng/mL)
Vet T F 2 A (0mL)
M:PHA 1742 £ £ (0)
PLOARETARS AR LS HE RS H2L LR G fiApTf A
18 (<100%) » % 3§ 4o
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104+ 5 R (%) % 7 4 #1(%)
> 50 + 20
> 20~50 + 25
> 10~20 + 30
< 10 + 50
il AWk 22 T EH®T50.01ppm e
2. Y 3 M REREE LT Rp T -
¥ )’% :
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5 K A7 Wl

(a) ' 8.35 (b) |

9.37

|‘ miz 87 > 44 n‘ m/z 87 > 70
| | |
|
| | |
961
T T J L. v T : : J L‘ ¥ ; T T J| ? Y T
a0 9.0 10.0 11.0 12.0 | 8.0 9.0 10.0 1.0 12.0 8.0 9.0 10.0 11.0 12.0

i

~ 12 LC-MS/MS % #7 piperazine =& %.(a)% piperazine-dg pr ¥% & & &
(b)2 MRM 3



