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National food safety standards—

Determination of validamycin residue in foods

Liquid chromatography - mass spectrometry
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REREERTE
RmPHNERZEENAE REEE-FRE/ R

1 3EHE

AHRHERLAE T80 dh T X5 3R B R 1O v — B / S A I vk
ArrEE AT AOK Bonsg, 2L W% b . BN B, RHL AL R AL R AL
FERT B AEf AR RO R SRR R AR, e & i T S I RAT

2 FEMsIAxH

B SO A S R AR AR R A ML H ST SO, AT H AR RRASE F T A SCHF
JUREANFEH MG SO, HEHRA CBREEFTA MBS &R T A

GB 2763 B AEZANME &5 AR 25Ok B IR =

GB/T 6682 735156 = H K MRS A58 J7 7%

3 IR

Sk F 1 DO 25K B T K VAR ZSHLBIB AR A B8 2 G 2R U U, IR it
/R SRR, AR i«

4 RFAR

MRIESBIRA, AGFEMARFIAREEIEL, KAFFEGB/T 6682 EM—RKIK.
1 &)
L FR%% (CH3COONH,, CAS 5: 631-61-8) .
I (CH3OH, CAS 5: 67-56-1) .
ZJiE (CH4CN, CAS 5: 75-05-8) .
¥R 4l (CH3COOCH,CH3, CAS 5: 141-78-6) .
VK. (CH3COOH, CAS 5: 64-19-7) .
BRBECH
C2.1 HEEEWR (9+1) : EHL90 mL HELIIA 10 mL 7K, VR,
2.2 5 mmol/L ZFREEGEMVET: FRHL 0. 385 g LWL, FI/KIEMEHEAZE 1 000 mL, LAKZFRIAT
pH 5] 4. 540. 1,
4.3 trfES
4,3.1 FXEZFrUES (Validamycin A, 4373 CpoHasNOipg, CAS: 37248-47-8) : #fifF=91.0%.
4.4 FREBRRECH
4.4.1 HXERPRAEE SR FREL2 mg CRERARI 0.1 mg) HFNERIMRHES, F/KEWHFERR
25 mL KREEE, FCHI IR 80 mg/L MIbRAESE 2 1B .
4.4.2 HFXERIETARE T RIEFE, A2 R B S AH D RS 2 152 0K, FedlA
[ AR P PR R AR AR, 30U BRLAC.
4.5 M8
4.5.1 HLB#¥: 6 mL/200 mg B{AHY#: fEHRTHKIKAH 6 mL HEEF 6 ml ZKIE4L.
4.5.2 JEME: 0.22 um, XU

Ol = W DD~
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{URRAEE
VA L -/ B e KSR YR (APCT)
SMERF: JEE 0.01 g F10.0001 g.
e TR S s
B ds
AL FEE KT 3 000 r/min.
BIRARAGAL »
B 50 mL BEPUGE M0 A 50 mL HLIE P I E O
ZIERE: 30 mL, H/DZENO.1 ml.
pH it: J&&E 0. 1.

HmEl&S5RE

6.1 HIHER

HRE SR A I R P LB L it 52 B Y slUR AR TR B AR AL

6.2 FRHERELE

BUR R MERE L1500 g, ZEFENLAMBEREL2. 0 mmlEFLH, WAL, BAFEFERNEE, R
it, T0 C~4 CABAR.

6.3 RIRBIKRK

HRFRIEREMMZI500 g, VIWE, ZZIREE MBS, BNEFRHRNES, R,
T-18 CLAUF AR

6.4 'RE

BUAR FMERE 29500 g, FHBERENL A4S 30 BE R 1385 20 mm [ FLI%, TRA), FENIEEH AN S, bRbRc,
F0 CT~4 CABIFIR.

6.5 TNHIALEA. BFBE. &P3. 4R

R RMERE B 21500 g, UIHE, ZZINREERMBAN SIS, BN RRENES, Frils
id, T-18 CLL AT

e PA RS EURE SR 4%GB 2763 FATAT

7 SHPE

7.1 #E

7.1.1 KK, KRE. L

FREN2. 5 gikFF CREAEZE0.01 g) » B T50 LU M0, IIAN20 ml FEAR, FBIREE
A2 min, 3 000 r/minB505 min, W FERT—ZIERE . BO0GH0RERHS nL S
WEE FRIBEICERIK, &FF BB, 7845 CKIB FMEMRSEE2. 5 mLLA R, 54k,

7.1.2 HBOFE. B, AT b BT BN R B B B B AR IF

FREX2.5 gilFf ORFiZ0.01 g) , BET50 mLERVIR AR OE S, MA20 mLHEE, F3A s
WIREN2 min, 3 000 r/minBS(s5 min, YA LB T—ZIERE b, B L\FE’J%L"?@B mL P AV TR
55 ERIRBUE IR, &3 IS, TE45 C/K FIRERSEE2. 5 LA R, 544k,

7.1.3 %M

B gidFE CRSRE510. 01 @) , fnl.5 mL/K, JBAS, HAT. 1. 1HR1E,

7.2 ¥tk

7.2.1 [EMHEFER (SPE) #1b

O© 0 3 O O1 = W DN —
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W 7. 1P PSSR BOA WG N2 TRAL B A HLB IS A AE UL b, DALY W0/ sURIE AR ot v v o ] A 2 X
FE, FH2 mLAGHRGEAE -, S A i v Atk e v 31— 2 B2 e, VK E 25 225, 00 mL, V22, 320, 22 um
JERE, BEITE
7.2.2 W-WAEEL
7. I SR BUA K E 4 225, 00 mL, VB2, A0 mLEFEFIEE.OE T, AL nLLRR LM,
BERIRY3 min, 3 000 r/mingg.05 min, #%E LELMRAHAMHE, FAHS nLAR OBRE S #E—R. T
0.22 pmJEMEE, A 15— RS DG 2
7.3 e
7.3.1 WHABESEXMG
il kE: HILIC (250 mmX4.6 mm, AR5 pm) , B4 .
WEIA: ZJE+5 mmol /LR b, FREEVEML (WD) .
JIE: 1 000 pL/min.

a) FEiE: 35 C.

b) #FEE: 10 pL.

1 RHEETEREE R

B 8] /min 5 mmol/L Z. BRI/ % ZHE/%
0.0 20 80
4.0 45 55
10.0 45 55
10. 1 20 80
16.0 20 80
7.3.2 RikSEXM
J B 25 A 2 LB SRA

7.3.3 BN ESHIE

TEAC B B TR T, ﬁﬁﬁﬁ¢ﬁM%A%m BN, 1058 W AH I SR bR A AR, W3
bR HE ARSI S AR S 22 N . DU IR ALSR, RS R AL bRz il brife TAE M2, M
ﬁ@IWE%ﬁﬁmﬁﬁﬁ;ﬁ%ﬁﬁ@Iﬁﬁﬁﬁﬁ@¢ S B ) e SR 28] AR AR 5 PR 2 1
VBN 5 FIRIGERFMET, HNERNSHIREN L1288, 10 ming H X8 ZARAE SR GBI 2 WL 5%
BHH&IB. 1,

w2 EMAFRSEHRZET, HRPASUDRARERE, SERRETEFBRRE R ERZE 2. 5%
ZW; BRI A B SR RO R R AR AR AT IR, mEA TR 2 M
SERITER, JURTA| R AR TP A AN LRI AR S o

& 2 ERRE -/ REEMHENEFEENRA I RE

FEXT S FE >50% >20%% 50% >10%% 20% <10%
FOEF AR X 22 +20% +25% +30% +50%
74 Z=AKRK

ERAIREESE, #4935 FR I E 2D BREAT
8 SGRIUTESRR
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KR ER, %A (D HERED N ERREE, THRE RN A1,
_cxV 1000

X X—— ... (1)
m 1000

A
X — WEEPHNERAEE, AR T I (ng/ke) ;
c — MIrE AR M2 A5 B RIFRB T B A I, AN R (pg/L)
V — FEBRZE RN, BACAETT (nl)
m — REFEBPITCRIIAFE R, A8 () o
VE: VRS RAUNERT FE, W5E S5 R PATIE AR EEIOR, RE P T

9 WEE

9.1 fEEREEMEEM T IR RPN E 45 R 43t ZE 5 HE AR TFHEMIE (A%, RFEa
SEDIIE R
9.2 FERIUMESAE T IR B P U SEIN E 45 R i 43 2 5 HE AR THEMIE (A%, RFEa
B ESR,
10 EERFEYWEE
10.1 EER

ATFEFNERAERRN 10 rg/ke.

10.2 [EER
BN N10 re/kg. 25 Hg/kg. 50 Hg/kght, ANEZESR o FH: XI5 2 OGS IR AR 2 00 I 3% C.



Mt R A
(BERMEHR)
SEREEZY
S R &Y

a) B KRR RS IES T (APCTH) .

b)  FEEf R 2 RPN (MRWD .

c) IR BAIOHEE,

d) SAESIES (CUR) = 207 KPa (H/) -

e) HEFBUBEHEF (NC) : 5.00 pA.

f)  FALIESE (TEM) : 600 C.

g) FWSIES: 138 KPa (B -

h)  REfESE S (CAD) : 34.5 KPa (&) -

i) HeRigsHigA 1.

FA1 FESERESY

GB 23200.74—2016

e Bt U A i ] EEHRE | ANOHEE | MR | AEEmE O EE
a (m/z) ms (DP) V | (EP) V| (CE)feV (CXP) IV
498.3/336.3 100 75 3 31.74 12.08
XL | 498.3/178.1° 100 75 3 38.57 12.08
498.3/142.2 100 75 3 48.77 12.08

e R TAFBGE S, (XSRS HOTREAFAEZ S, NE AT RO BT S HUR B i

© BT R T
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X 498.3/336.3
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1.00e4 -
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|

4 6 8 10 12
Time, min

E B. 1 HANERFERRNZ RN (MRM) &EiEE
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Mt & C
(R HESR)
FRIERBH N RN E Y

*®C. 1 FEERPHNERRME YR

FEM | WINIKEE/ e/ ke [l i 22 S /% FE TRV 2/ e/ kg [l 25 /%
10 87.2~101. 8 10 86.6~111.0

Kk 25 92.8~101.6 A 25 87.2~108. 8
50 89. 2~100. 8 50 87.2~113.6

10 96.8~109. 4 10 86.2~111.6

HE 25 94.4~108. 0 ¥t 25 89. 6~102. 4
50 96. 0~108. 0 50 87.6~106. 8

10 94. 6~108. 4 10 90. 6~105. 4

A 25 93.6~109. 6 oy 25 87.2~111.2
50 93.6~108. 0 50 99.6~113. 2

10 91.6~109. 2 10 86.0~107.8

b 25 91.2~105. 6 e 25 87.2~106. 4
50 91.2~108. 4 50 86.8~104. 0

10 91.6~107. 2 10 89. 4~105. 6

i 25 91.2~111.2 KB Al 25 87.2~108.0
50 94.8~111.6 50 88.0~101. 6

10 98.6~111.4 10 90. 0~106. 4

K 25 89.6~108. 8 W 25 92.0~106. 4
50 95.2~111.6 50 87.2~106. 4

10 87.0~104. 2 10 88.8~107. 2

i 25 92.8~108. 8 Bkt 25 96.8~112. 8
50 89. 6~108. 0 50 88.4~113.2

10 92.8~107. 2 10 93. 4~106. 2

ARH 25 92.8~109. 6 I 25 93.6~113.6
50 89.2~108. 8 50 88.0~112.0

VIl



Mt % D
(FUSEHEMIR)
IEENEEHER

#D.1 IREAESHER
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BWAY B R
mg/kg %
<0.001 36

>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14




M RE
(HUSEMHIR)
SWEEBEREER

FRE1 SRREFIHNMEER
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BHIHSE & BEE
mg/kg %
<0.001 54

>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
~1 19




