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=] [ 10 g #&

’;ﬁﬁi%%%%éﬁﬁﬁ?é*&migﬁﬁz_, jtgi%&iﬁ 25 mL 85% ZfE/7k
BEXR. PEMNS RS SEENERENTE. EEX. B 59 MgSO,
FAEHIUAIERK, PENRNSEEXEZFENNAE 2g NaCl

I, KEYMHHAESKFE, LEESPESRKFE"R
E\F% 40.7% E{Jb‘l\%%yﬁ’ i&—ﬁ;ﬁﬁTém*ﬁ%Hﬂg;ﬁo ]/‘g‘lg [ AR 60s, 20000 rpm/min ] [ LC/MS/MS MRM {llzE ]
BRR—MiEEY, EERTRERESE 2%, —LTR l T

MRS HRREB MRS HER AZA) NAFER, XB—XEF

LS, BRIEARERRN—KBRLAY, XEEEE [ 29 0.45 i SEESEE ] [ B —
WMEMEE, TIEKEYRPNEYEE. Uk, WRH ¢ T
RETEKERANKNHESE, WA ALRRERTER.

AZA EEMSEFIZEE 0.04 pg/kg BW [1]. 47T, BEMEN [ 10 mL &% ] [ B 1mL80% ZR/KEE ]
HhE AZA BRAKREEE 160 pg/kg [2]. PEEEHEECH ?0-59018 T

BEAMSEREEN, LEENTFRLN AZA ZAEENNS !9 Mgso,
Z. Wl AZA WERFER/NMBREYREE LC/MS/MS 3 ; :
JREE 1 min, 7000 rpm ~ -
¥ 0. SOGRABRELEL (CNSMS RAESE | siEeme | > weRsm |
B REENERE, FERIN—BOAA LC/MS/MS FEH  E1. $4RAREH AZA Bt E
(FREEMEL, ENE, MAERASSTEBERER, &H
REBWMEXA LC/MS/MS BII—/1H&8, HE. REESH

Bk, ATEEBNRRNEMER . o5, WEiREnLHh= qp
MEENN AZA SE (AZA1. AZA2, AZA3) , AHRERER T A i
BRI R RS, HO™ S }A PN
H O o c | D _'.:=" o
SERaER e el ®
- e Holst e,
BEFE L M e G
> H [Gp"" ™ ‘& CH
HIRINE 1AM IR RS TATLE (3], BHERBIAS g o0 T
CHy f 7

MgS0, 12 g NaCl, B 85% ZREKRRARIRIMER.
FIERIRA C18 MMFHITHL, REREZLEET. B s R R, R Ry

EH 80% ZEKARSEARHMABTRETE. RBZE/K#¥  aza1  H H CH, H
EXR#THE. AEXAEBSTREEEFWL ESI+) MERME  aza2 CH; CH; H
B (MRM) & EHRENBRRE RN AZA (B 2). AZA3  H H H H

B2 AZA BIHFEEH



FERREEEMBEFGIITR 1.

F2 KW AZA B MRM B#

x1. WNESEH tEME BEF FEF BHEE (V) WEREE (V) REHE (min)
T AZA-1 8425 8245 190 45 3.753
e R EBSHE Agilent 1290 Infinity i BIERE 8066 190 %0
AZA-2 856.5  8385% 210 45 4.019
B bR HRIEIhAERT Agilent 1290 Infinity B EhiHESS
. - 8204 210 50
; 1290 Infinity 45
= iy AZA-3 8284  8104° 200 40 3301
&g Agilent ZORBAX Eclipse Plus C18, 792.4 200 15
2.1 x50 mm, 1.8 ym —
N ERET
iR 40°C
Bk AR A) 0.1% FEg/6 mM BEBRSRKIATR; A7 B) ZHE
Tk 0.4 mL/min x10% AZA
s = AZA-2
HEE 5pL 1.2 AZA-3
JEIE1TRTE] 1 min 1.0
BB 0-1 min. B% M 20% FZ 50% 08
1-6 min. B% M 50% FZ 90% 06
6-7 min, B% RIS7E 90% 04
7-7.5min, B% M 90% FZ 20% 02
ESI-MS/MS &
1.0 15 2.0 25 3.0 35 4.0 45 5.0 55 6.0

N8

SRE5WE

=H AZA BN E

HERLE 2 FIHGEMLAHN MRM BFXSH, USHE
RS, EAZE/KFHE, 208 01% HFAE, 5mM
BEEARE DKM R, BB Gt mEmX =M S MEI T
HEEAE (B3,

RERRCHBRITEBESTIREN Agilent 6460 =&

MARAT R Rk P R
300 °C

6 L/min

45 psi

300 °C

11 L/min

3500V (+)

400V (+)

B3 AZA B9#E TIC MRM it



ARG 1 X E ZE 6 RS0

EET AZA RN, BRERIAR. RIFE. REEEM

BE. HER 8% CHEKBRRERTARRES 60 s REVEMAT,

RERE

&4,

% 3. FEERFH T EM R B

MEKE (R3). B, EFZREFERRERL

AZA ¥ 50 pg/ kg B4R
BRtEY & AZAA1 AZA-2  AZA-3
REUATR B 435 309 34.4
Az 372 33.1 329
Zi 445 40.9 39.3
-k 44.9 421 385
REF* &% 322 298 273
ik 295 223 19.8
SR/ SR/ 42 45.1 40.0
TRENATIE (s) 20 225 26.9 25.1
60 432 409 42.6
120 44.0 415 419
1REVEE (°C) {REBAtiE M5 40.9 40.2
40 414 412 405
70 402 39.9 415

{£/ QuECheERS HZIEP, HIHERNMENF T
#®F QuEChERS 77 &R, BEEREUVARHTMAREE (MgSO,)
TSI (NaCl) SREERINE, SWNATAERERLENE
KERRISE, T MgS0, TIABHRMBIKS. Eit, mERM
ANAURESTHATIETHAE, WMRE TRINE, W
B 4A T 4B R, MTATMERMANZE, SFERN. Hi5.
BB, 59 MgS0, #12 g NaCl ARt &= HIREGHE,

TRMERFRH AZAT
HRE (ng/kg)

0 1 2 3 4 5 6
Mgs0, B9 (g)

TRINZERFRH AZAT
BIRE (ng/kg)

0 0.5 1.0 15 2.0 25 3.0
NaCl & (g)

E 4. MgSO0, (A) #1 NaCl (B) Xt AZA1 $EBREM E IR0



AR FIBIER FIREY/EE MRM B3 L ERIELEY

ZEHFT BT, C18. PSA 1 GCB IEAMMFIFWIRIMMG  SXIIGR AZA 1 po/kg MEBNER, BB THEY MRV MIEE
B, BRNEAW, WMEBRMART BELRENEFRHRMIAERK  MRM BF34. B 5 FrR, ©HES5EE MRM BFHILEE
7, FENEERD AZA WEIKEREE. GCB WMEFTFEINK B2 1004% - 104.4%, REASITYHILEER,
ZHNLESYEERENRMYE, EEESBIRM AZA F5H

HEWERK, PSA R—MEMERMF, S5 AZA XEBRMEX

EYWEREER, NMETSHEREKE. #HLmE. cC18 AL

BYEMEEMBOKUEY, SR, T2FER C18 LSERIEEEK

E, ZRARERI, WMRBEMAN 19 MgS0,, 8209 HmE

AN 1 g BERMF 18, MIFTREBREHEIE,

x10° 3753 min x10° | [L% =29.0 (1004%) X108 8045
71
0.8 0.8 6-
5,
=1 067 i1 067 B,
= = =
0.4 17758 Ot S 3 806.6
02 R | G ’
1 8425
¥ N
0 T T T T 0] T T T T 0+ T T T \‘
30 35 40 45 30 35 40 45 810 820 830 840
FRERE (min) {REZFFIE (min) #FE (Da)
x10° 4.019 min x10% | [EE =28.7 (101.3%) x10° 8385
7
0.8 0.8 6
0.6 064 5]
Sl Sl [Ee
£ g £ 4 824
0.4 044 . _ . _._._/]_._. 34
0.2 02 7T 27
L 856.5
0 0 o -
T T T T T T T T T T
35 40 45 35 40 45 820 830 840 850
REARE) (min) RERRE] (min) AFE (Da)
x10° 3301 min x10° | LLE =24.8 (104.4%) x10° 8104
1.09 1.04 74
0.8+ 0.8 6
s 5]
g 0.6 % 0.6 g o
0.4 [ | R 3. 7924
024 B 5]
s 828.4
0 T T T T 0 T T T 0- T T T ’\
25 30 35 4.0 25 30 35 40 800 810 820 830
REME (min) fRERTE (min) #FE (Da)

B 5 AZA MERREA 1 g /kg BREFEHEMHEE MRM BEFIHLE



HikMaE
HMEMHERTE AZA, SHBLTERCRMEERZ. R
REBENRE TRIFHEMXR, HXRE > 0.996. Sl
BRI LOQMNZEA 1.0 ug/kg. MRERABERMRENK 4, N
AZA IERIRESHIA 10, 20 #150 pg/kg RIR A NEER, KA
SREW R 71-108% SEEM, RSD A 4.69-7.81%, RAFE
ERER. BEEF (X5,

ESN. EIMEE

HMNERETHENANMEBRKRNERE, WK 6 FiF,
LA ERARFHEKENERE,

4. BREFH AZA BLMEM LOQ

MiFREER BXRY 100
ey (ng/kg) REHE (R?) (ng/kg)
AZA1 1100 Y =510897x +2,08641 0.996 1.0
AZA-2  1-100 Y =4,601.08x - 1.459.56  0.997 10
AZA-3  1-100 Y =447817x +1,18558 0.996 10

£5 BENEEFH AZA HNFEEFEZE (n=6)
e MARRE (ng/kg)  EE (%) =X RSD (%)

AZA-1 10, 20, 50 74-108 5.71
AZA-2 10, 20, 50 71-102 7.81
AZA-3 10, 20, 50 78-107 4.69

K6 AR 20 pg/kg BEEFH AR HERTHEKEFIEZE (n=6)
£—X 10:00 F—X 18:00 £-X 10:00

R EE  RSD Eg%E RSD EE RSD
AW (na/ke) (%) (%) (%) (%) (%) (%)

AZA-1 20 96.3 8.6 89.6 12 92.4 75
AZA-2 20 86.5 6.4 88.2 9.4 93.5 54
AZA-3 20 95.5 7.0 90.8 6.1 88.3 7.9



HIBERFE

RETEERN. BN, HIHENRHSE 17 MR, 24 71M0
HIEME AZA (R7). BEF, ZAMERTHAZAREST

10 pg/kg, BIARFUAHERRZIRE 160 pg/kg.

&k

AXNBT—F#4E LR QUEChERS HRATAIER MRM X TS5
LC/MS/MS BkFl, HilEMNER=MELFERNESENA
k. MEYMAERGES, S AZAKILOQ A 1 pg/kg. &
IR BESERE 1-100 pg/kg W, EREEMR A ZEE RIFHN
&M%, R2>0.99. EWERTE 71-108% SEER, BEEMRT 10%
(RSD). AikIRIERE. MEME, ARTELHEXMFERN
BN, 445, FEERFE I AZA BIFES AT,

F7. FHAFLE 17 MR AZA BIRE

B

AZA1 (pg/kg)

AZA2 (pg/kg)

AZA3 (pg/kg)

RN
RR-2
RN-3
a1
M6 -2
TEM-3 (#0)
-1
-2
HIF-3 (0
-1 (0O
-2 (#0O
-3 (0O
T DU S 7=
G Sk
Fni-1
Fm-2
Fm3

)
)
)
)

1.2

25
4.1
28

15.2

26

1.8
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