[ J
®
e 0 @ .
o
o ©
i o
[ )
o
[ ]
=&
Andy Zhai

Agilent Technologies
Shanghai Co. Ltd.

Agilent Bond Elut Plexa SPE.
Agilent Poroshell 120 A5 L.
LC/ 77 L MS Z{ERULT
JVEANRDFT /U Y ROSR

7IU5—av /—b

DVFRICSENDARIF /A, I\AIOXAV VB ANVT ™AV, T
ERORNVINIAV Y, PERVY, BFRAVY PTSRAYVY, NTSYA
VU TVIRAV Y RARAYVVDFREBTZ/JY Y RERIRDTT DIcsHD X
YV REREL. NUTF—2 3 UF Uk, INSORRIEEYZEEEHHEICK DI
HU. BRUEE. RITATAFIRIVFIIVIT O aVEZIUITE—RTE
ESBIEIVY FORTU—A ALy VT LABEFTREICEA LICEFEoOY K
STAICKDEELF U, TDOXVY RiE. DVEBARROTXTOKE7=/J0U3
¥ RIEZDWT ng/g UNILDOWBE TRRZRELET . INSDIEEMDI A=y oL
>33 10~500 ng/g T UTc. 2AREEIINZEOERE(E 71~98 %. RSD {BlF 1.4~11.2%
TUfe,

FU&HIC

PZ/TYUIY R (AG) &, —ERDFRIET S LRSS KU TS LARRMEHECH T SflE
JEMERD. EMEBEDLVIENE T . AG [F. HERIMEDBEREPETIBEDH
[CEBEXCTLLERAINTVEY, SMHEL. MEEIRET DAREUNGDcH.
BERICH T DBENY R ICKEEEENET > TVET . BMES (EU). FE. KE.
BHAE. BROZOMOETIE., BPHERD ST ITEFRMICOVTE UL AG RATXEL
NI (MRL) ZRELTCWVET [1. 2]
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COF7TVr—o3y/—bOENIE. SERICSTENDE
Br=/J03Y ROI—FURHEIDHAIC. BETILRLTS
HAEERRX VY REMAFETSDIETT. DAYV Y RTIE.
MUY —RFECABIZFER L EEE SPE FIE (Agilent Bond
Elut Plexa) ZERAULET, F1ICFZZ/FUIY ROFMEETL
F9,

RERTE

AEBLUER

FTRTODHEF. MS. HPLC FleldHih I L— ROBDOZEFERL
FUfeo 7= RUJLEKIE Honeywell B SEALE Ulc, 1E
£ Dr. Ehrenstorfer (PO IR TILT . RAY) hSEBALEL
feo DVEBRIEFMITDRA—/I\—Y—F v RTHBALF U, &
AR (1.0 mg/mL) ZKZER U TER SRR L. /SERET 4°C
TIRELE Ulc, BEEERR (10 yg/mL) Z7 € b= MU LK
(10:90) ZERAULTHEL. INH 4 °C THREFELE LI, RIC. B
BIEEREEKTHERL. AN\ IBBREER ULE Ul

Y2 J VAL

FyvFUIUVIF—=FERLTI VA (500 g) ZHH<tIDZ]
. “20°C TRELF Ufco MEIFAAUIEHRADSELHg &
50 mL DF vy IHERUTOEL VEF 1 —TITHDED,
10mL D 5% kU~ OOBE (TCA) ABREMZ % Ulzo Ultra-
Turrax T-18 IRE Y+ (IKA-Labortechnik, 245071, R
AY) ZERLCIDREYZ 1 #ETRICKREIF 1 XL,
4,000rpm T 5 DEROABULE LI, EBHZERIDF 1—TI(C
FBUFUL 10 mL D 5 % TCA KBRZEH U TR UHHFIEZ
BORL., EBHFZEAUFa1—TJICMAF L. bmLED
0.2mol/L N4 T )LA OERES (HFBA) AR ZHHEMICINZ & L
feo MILTWIRAZFYUT1 DBBES U, 4,000 rpm T 5 DRBHRD
DEELICHE. 5% P VEZF KT LEBEHZ pH A0 [CFAELF UL,
SPE FIETERTEDLSIC. KEMITYH Y FILiMtAa‘~=E
30mLICLFE U,

EtBHh

1 [C SPE F|E%=RULE 9, Bond Elut Plexa 71— KU wI% 3 mL
D7t ;= RUJL (ACN) ZERLTCIL IV To3 =T U,
3mL D7K&E 5 mL D 20 mmol/L HFBA KA R CFEIELE LT,
6mL DYV IILBKEZEN— RN wIICO—RL. BAZTCER
TEFULE (1 mL/min)e RIS, A—KUwI% 5 mL DKTH
FUF U, A— MU v I% b5 SREIEERS I THRKU. BiEZS
2(TFREEE U 3 mL D ACN:0.2 mol/L HFBA KB (8:2)
EERZERALU. 1 mL/min DRETEEYZEARLE U, BH
Rz 40 °C DERCTHBIEF U, HEYW%Z 1 mL D 20 mmol/L
HFBA KBK CEBRUE Uiz, RIC. RILT v I A=+ %={FEH
ULTHVTILEREL. BERUEL CTREBYZEREITEEL.
0.22-um DAV TV THBUFK Ulc. RIEEIC. PTED 2 mL &
O RIS T4 A 7IVCH Y TILERULE U,

qYF4Y3=2%5 3 mL D CAN ‘
| L A :‘3 mL Dk |
‘ FEEB:5mL D 20‘mmoI/L HFBA K&K ‘
‘ O—R:6mL a‘wyj’)bfé;"& ‘
| 5% 5 ‘mL Dok |
s ﬁlﬁ@;‘ﬁﬁ&ﬂ&%l(:a‘:éb—wwy@ﬁz&% |
| 3 mL‘ DB |
| 40°C @%%ﬁ—‘iﬁt“%%ézlﬁl |
1 mL @ 20 mmol/L H‘FBA KBRCHBH®

* SEBER ACN:0.2 mol/L HFBA 7GE (8:2)
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ke CASFES LogP IBE

1A=t CAS&ES LogP I8
ARGF IRAVY 1695778 23 Su nFreqvy N0 63 OH o
SO H(}::Né% o Howﬁ:
HD?@WNHQ :

HO,,}I.
~
FISTAYY 37321-098 65
NIavAIvY 31282-04-9 NA ‘-i"'
o OH
0 OH P
HaN
HO OH hISTAYY 32086564 58
OH e H;
HOy, ~OH
ARLTRRADY 57-92-1 .. C‘HJ |
o" "o
__{-» -:::-HC& OH
H” -1' HQ, WNH, OH
r’ iy
D-"\ a Y —NHz
7 _-& NIfH Of 4
HN-- & JH 2 £
CHy N“; Hg H NH,
(o]
OH H2N 7 NH,
Y ROZRRVT NIV 1284641 NA HO, OH
| FUIIATY 1403-66-3  NA
OH
o CHs3
HsC HaN o
HN HO
HaC HO ,‘3;:3/ NH;
O 0
HoN NH;
RARAYY 1404042 18
NH,
HO 0
HO H.N
NH,| 2
H o O
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N
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HASL: Agilent Poroshell 120 SB-C18, 2.1 x 100 mm. AG ZRIT 4 TE—RTEZILE U, R2ICRILFTILY
2.7 um (p/n 685775-902) FPOVIVEZAUIIDFAETRULET,
B> 7)VRIAIE . Agilent Bond Elut Plexa 71— ~U w3, o
500 mg/6 mL (p/n 12259506) MS 13 ViRDINS X—F
BEna - A 7K 7 M= RUJL (950550, 20 mmol/L HEBA). HERE - 350 °C
B: 71t h= RUJLK (800:200. 20 mmol/L HFBA) HATRE 5 L/min
AEAE: 20 uL XITSA4Y 45 psi
e 0.3 mL/min —AHZBRE : 400 °C
JSITVEN: B (9) %A %B Y—AAZHE : 11 L/min
0 85 15 J XIVEIE : KIF4T. 0V
3 85 15 FrESY RIF 4 J. 3500V
95 25 75
9.55 85 15
10 85 15
BE ]
TZR—IUR:  Agilent Vac Elut 20 ¥ =7R—JL K (p/n 12234101)
HE2s Agilent 1200 Infinity ¥ U—X LC Y AT L
Agilent 6460 U 7)LIUZEHE LC/MS/MS ¥ 2T I
{t&¥Y TJUA—YAFY TOFIOMFY JS5HXVH (V) AUIavIRLE—(V) UFvvavsvcLL (D)
ARGF JRAVY 3512 3332 170 15 464
207.1 170 18
NMHORAYYB 528.3 177.1 170 25 6.7
352 170 20
ARVT AV 582.4 263.2 180 30 6.98
2458 180 35
YERORRUTRIAYY 5844 2633 180 30 7.06
246.2 180 40
FIHYY 586.4 163.1 170 30 7.68
4252 170 15
HFIAVY 4853 163.1 150 20 78
324.2 150 10
FISIAYY 540.3 217.1 140 25 8.32
3782 140 12
NISTAYY 468.3 163.2 125 20 8.42
324.2 125 8
BUIIALIY 4783 3223 125 8 8.64
157.2 125 15
RARAYY 615.3 161.1 175 30 8.74
293.1 175 20

KR2LIIWFINWUFP O 3VEZIVUVIICKDERUICES



EREER EIES KUBRYE

DAYy KOBIREEEDEUERER. 3 DDA (BE
iRl AR TR 20. 100, 500 ng/g 1S53 &S 2™ UBHICA) 1 &) TAELE
NRBEOERICERLIOERE. BABEEREEALT Uk SLALTHHE 6 B@0ELTITFVE U, R4 (0. B
BEL. TRUSRTSUORRNAILELRE (10, 20 50.  NEEEREOF—SERLET. B2 (0. ZA 2 LEDUE
100. BV 500 ng/g)e T UZATS UG, BAMES SPEFE PRI (20 ng/g) DHOT RIS LERLET,
EESDEFIEED VHRTERL TR UE LT, BHTER
(LOD) [, S/N Hh' 31 48R B & X DS {LAMDRES LUTRE
LELf, RESE LOD DERER 3 [CRLET.

;712 210)

ERAGER LOD ZIf&  ENRE  RSD

[[8=% 7] Regression equation R? (ng/g) =17 (ng/g) (%) (n=6. %)
ARGF IRAYY Y=293.4698x-325.2314  0.9998 2 ANGFIRAYY 20 817 21
) . 100 79.7 24
NMIORAYYB Y=270.2367x-424.6557  0.9999 0.5 500 012 19
ZARVT RS VY Y=28.7892x+10.1849  0.9999 5 N 5OTA B 20 75.9 39
JERORRVUT RRAYY Y=458.6225x-1320.7826  0.9999 0.1 100 82.1 34
e 3 500 85.6 40
FIAYY Y=572.3138x-923.7852  0.9999 0.2 LT Y " e 2
NFRAVY Y=508.1929x-905.1314  0.9998 0.5 100 80.0 94
FISIAIY Y=239.2452x-646.2071  0.9999 0.5 500 74.5 8.0
RISy Y=696.8031x-1922.6636 0.9999 0.1 JERORRLTRRAYY 1230 :?; ‘2‘:
BUIRAIY Y=1076.2438x-3690.8511 0.9996 0.1 500 033 26
RARAYY Y=196.7006x-534.5063  0.9997 2 FIhYY 20 85.9 18
100 90.1 24
% 3. VBT JUIY ROBERME LOD 500 96.5 38
NFIAVY 20 86.7 14
100 90.0 22
500 97.6 28
FISRAYY 20 84.6 49
100 87.6 3.1
500 95.4 5.4
KIS AvY 20 89.3 44
100 88.1 34
500 97.7 5.8
BUIRAIY 20 824 35
100 81.2 46
500 95.8 6.8
RARAYY 20 721 26
100 82.8 5.6
500 90.3 55
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LC/MS/MS (&, DYBRICEFEND P/ JUOY RZRRIC
FEUL. BRI BDHD. EEEDSL. INDTIVIEEMITT,
ETHIC. COEBRDERIF. DVHREEDEMLEI NI TR
CBFENDZEHO7Z/JUIY FOBREBBICBVT.
Agilent Bond Elut Plexa WERTHDHZ EZRLTVWE T, 124
MEZAINA I U MU O RICED < AR EFREDER.
EFRF TR TeD VEHARRZE 7S /YUY ROAIEE L
TTREHDT U, FMET MU I INRIFR/IRITINZ
5N, EORNRIEEYDEEEDTFHIEIHDFEATUR,
E= TFRIF MRL KD BHARMBITELZED F UL [3]o

palo
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! w
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[1] W. Zhu, J. Yang, W. Wei, Y. L, S. Zhang. J. Chromatography A,
1207, 29 (2008).

[2] A. Kaufmann, P. Butcher, K. Maden. Anal. Chim. Acta 711,
46 (2012).

[3] Anon. GB/T 21323-2007 Determination of aminoglycosides
residues in animal tissues - HPLC-MS/MS method. China
Standard. General Administration of Quality Supervision,
Inspection and Quarantine, Beijing, China.
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