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Determination of streptomycin, dihydrostreptomycin and kanamycin

residues in milk and milk powder—
LC-MS-MS method
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TMIENIHEER NEEEE
MEBERZBEIAE
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1 R

FIREAE TR AT HER NERERN FRERRABRAHCHE-HRBENE L.

FAREER TR T HER NEARBERXNFRERRERNNE.

FRERNTERER A HTFRHER VAT RXNFRERMVR L RN 10.0 pe/ke, Pk 4 &
BEX NEREENMFRERAKHRYY 80.0 pe /ke.

2 MjHs I AxH

TF SO ) R BGE R BRI BT AR AR EN AR, LAREHBIRNSI A HMEFRA
MBS ERCRUFEERN AR BB ITIRY S T AR, R T, SRR B AR R B & TR
BEAMEAX SRR IRA. LERER BN HXE, REFEAEH T %,

GB/T6379.1 MBHFESERMEREGERE SHER %184 8052 X (GB/T 6379. 1—
2004,1S0 5725-1:1994,IDT)

GB/T 6379.2 WMEFESERMEHBE(ERESHEEE F2HI - HERENBRIFRESR
HESHR R EA T ECGB/T 6379. 2—2004,1S0 5725-2:1994,IDT)

GB/T 6682 44 L% = AI/K HL4% AL 50 6 (GB/T 6682—2008,ISO 3696:1987,MOD)

3 EHE

PRSPPI A BB ERER, S 2 RUTEE S, IR PR R R MR Y & 4 3 B
Yrdb . WA 0% - 8 BR R (EST-H) B, AR bR st B2 .

4 HAFHE

BB A ULEASL, BT AR B R Rt

7K :GB/T 6682,—% ,

FBE . 0 4l

VY- FRiN:- 2R

.

W .

BmME 4 (K, HPO,).

=® 228 (C,HCLO,),

BB G1(C, HisNaO;S - H,0),

5% BEREW (1+19) B 50 mL MBEMRE (4. 5) , FI/KERZE 1L,
.10 0.2 mol/L B§MeEh B rh ¥ :pH=8.5, FrEL 34.8 g M E —H 4. ) K EM, EXZE 1L, H
AFMBE BT pH=8.5,
411 ZEZHMBERSONUREAED. W20 g ZRZMAG. 7D, BAEEE 20 mL,
4.12 0.01 mol/L BESeREMRAAE M - FREL 2. 20 g BRACTE RGN (4. 8) , KM . EHFZE 1 L,

W 0 N OO O bW N —
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4.13 SPE VEBVAR Bl 4 mL FRER (4. 4), A 0.01 mol/L FEBMBMBK (4. I EAZE 100 mL,
4.14 25% HEEVEW (1+3) B 25 mL @4, 2), BHAKEARZE 100 mL,

4.15 kR EY BR: % 8 £ (CAS: 3810-74-0), X & % & £ (CAS: 12846-1) f1 £ K & &
(CAS:25389-94-0); i fF ¥y K T4 F 98%.

4.16 1.0 mg/mL bR AW REGERNEE R NEEBERNFHRERFEYR .15, 52514
0. 3% ZERIKIE WA MBIFELHIAR 1. 0 mg/mL MR EMEER. BLRE T —18 CKiES.

4.17 0.1 pg/mLIBAWMERR - TREREER NEZEBENFTRERICEESHER (L. 16), M
0. 3% Z B KFREAR 0. 1 pg/mL WIBA ¥5 1 B Mol fF T — 18 ‘CUKAEH

4.18  ZEBEMR AL [ A RS BUAHE (500 mg, DERAEYE . BFRARPNEA 5 mL FEEA 10 mL K FAL 3,
PR PRI v

4.19 ¥R 7Y A A BURE (500/mg, 3 A M, RTINS mINFEEAD 10 mL K FIAREE, 42
FrhE AR e

4.20 WEME.0.2 pm, Q}

5 {38 0

5.1 WA - £p BV A 5 AN S
5.2 ARV Bk O mg 71 0. g
5.3 WMEBHAE.

5.4 [EAHZE R BY

5.5 H¥EE.

5.6 HZH.H7 i;»-ru %) 80 kPa

5.7 PIETESTEE a4 ,100 L.,
5.8 pH i MigksE +0.02 pH Hifii.
5.9 BB N0QIRL,

5.10 ZIE#ELE aull.

5,11 2% .50

5.12 E.LHL B ADPE N min L)

6 RENHESEE %
6.1 REERIHE é’(
SR ERE IR A 1977, 40N 0 R e
6.2 HHERHE
BB E T — 18°C Pk A , B AR o
7 BEFER

7.1 SRESBRENHE
7.1 HMERERMEL

FRECAI5AE 5 8 g # S 0.01 ), BF 100 mL B.O&EF ,MA 30 mL SUBERE R (4. 9, B TR
%2 PR EI 10 min, ITA 3 mL =2 BMER Q. 1D ERERSJETE 4 000 r/min F &0 10 min, L+
TV AR T B R T R T M 2 BURE (4. 1) I VR 2% o, FE A RS U B B ARV A /N T2 mL/min
FR A T 3 3 A TORE , A RE VR4 TR A AR A S L RV 5 ml 5 Y BERR MM (4. 9O F 10 mL K YE R
BERR R F A AE A (4. 18) , F H TP MH K. A 20 mL BsRELZ 0P B (4. 10O YEPE 2 50 mL &0
B,

2
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7.1.2 e RIBEANAEWL

FREUIMRE R 1 g CRiH% 0.01 @), 5F 100 mL LB H, A 8 mL K, BERASE, HIIA
30 mLEEMRBEWR (4. DL, B TR F LIRS EN 10 min, 1A 3 mL ZHZBRERU. IDRKERSFE
4 000 r/min N g4 10 min, EEBRETHBIA FERBRA FEAHZEBEE @, 1K RE £ FAHER
B EERABLUNT 2 mL/min (5858 13 25 BURE , R AR I 43008 1od B AR R BUREJS L KWK 5 mL 5 %0 B
BRI (1. O 10 mL /KRR B FAHEREE (L. 18), FELELHTHHE. A 20 mL BB ZEPE
W (4. 10)¥EREE 50 mL B,
7.1.3 HmBABREEREL

EAGHEBEEA TERRAMMMERAE G IO SR, EEMEEREE FFEREBL/DNT
2 mL/minf B8 T 3 BURE , B90E R 4 3R 38 o BUAHZE BURE S L 4K O 10 mL 7K 10 mL 25 % F B Uk
(4. 14) Yo B AR IR 2 [ AR X AL (4. 19),4F X2 W00 th ¥ . Wl i 1 A R 2 [ A1 28 BRUAE (4. 190 30 mim,
Ji 2 mL SPE ¥/ (4. JO¥aNTE5 mL 2B O+, SPEMBEB(NIDEAZE 2.0 mL, BEF
2 0. 2pem JEE (4. 20) OB - 2R K BRI 2 .

Wiml BERLCERN, MAERRESIRE
0 pe/ kg 10, 0 pg/ kg.20.0 ng/ kg,
IHl7. 1. 2 IR R R

7.2.2 EE A SRR )
B A A DR 1 g ' B LR o A E BB AR
W4 1D, HliesE s £ . WE 4 FEHESE 000 1g/kg .80.0 pnglkg.160. 0 pg/kg.

800. 0 pg/kgHll =600. 0 ng/kg Hl w B0 13 sk pestn,

7.3 WEFH £L
a T “r is I

& FBIAH A Sy 0. 120 B ERK VSV, i3I AR B O 0. Lo HYR R v, s A C B
BRI S 251 L3
@ e | BHEGBERBERKRSELG

B i1/ min W/ (I /min) | 4 ; Al B/ % TFHAR C/ %
0 200 85 10 5
3.01 200 35 5
I 6. 00 200 60 _ 35 5]
6.01 200 85 10 5 J
16. 00 200 85 10 5

7.3.2 RiESZFH
BiEEE FMFMT -
a) BRI & IR (ESD;
by H#H R IEEFEE;
o KiK. 2 RO I (MRM)
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d) HEREEHEEOS) .5 000 V;
e) MK (AUX)WH:7 L/min;
D HEKBEE(TEM) 550 C;
g) FHEBHEFEP).150 V;
h HBEINEHBEARKERVEESHENLE 2.
2 HBERVNEHERNLIPBRNAESH

P T EEE X ZEHREDOP)/ FRERH/ T fE & (CE)/
" (m/z) (m/2) A" ms v
RER 582/263 582/263 110 100 45
(streptomycin ) 582/246 55
NEHER 584/263 43
584/263 100 100
(dihydrostreptomycin) 584/246 55
THRER 485/163 ~ 34
485/163 50 100
(kanamycin) 485/324 23
7.4 #HHEEE- RERERE
7.4.1 FEHBIE

BRSUEASEE L ANSEF.2NULETFE L EMRASKRANST, H R il Y B R 4R & 6
518G FE bR oA T W P X L 4L 43 R B BRI ZETE 2. S0 2 5 HBR AL IR R T R L AR B T
FESEREELNRESERRERERBER P M MANE T EERAT R MEABEE 3 ME
A 91 BB » T AT AR o e AE AR X R B R B

£3 EUBIENEMNEFEENRRLATEREZE %
MANEFEF K K>50 20<CK<50 10<<K<20 K<{10
SRR E 420 425 430 450

7.4.2 EEME

St E B ENBRETARMGT . NEER NEHBRMFMEXNIR G BRI ERER R
PERRIURE , LUYE B ZE 3R o A M P VOO BE D 1 AL A , DL i TET B A AR AR , 25 S AR ME T A WY 28, A o LA
PR 2o o YU T AT R R, o o O 0 o (Y R A AR B R R RN

BEEXZ VNELBEANFIBENEZ RN S (MRM) 15K S WHF A PRE A1, BBE X
FHBERAMFRER KRR ERILFY RGERXREES I E BHKEB 1.
7.5 FiTH®B

LU LR XM F KR P RENE.

7.6 zARRK

AERBRE af » HAR B AL THAT .
7.7 EYERE

BAEAE S P IR AR YIS WL, 48 7. 1 R0 7. 2 448, B G TE AR SR A 0 A D R
8 HRUE

HERXR VNERBEENIRERNWELZIDIHE:

=cX — X o ....................................( 1 )
m
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A

X—REPHEMAS %S &, RO T 3 (ne/ked s

A o A 2248 B A B 4 4 O B, L N A R B ZE T (ng/mL)
V—H B BRREEF AR, BARET (mL);
m—HERBERRARBRERRENER, BUAR (D,
HWHEESRMMB=EBE.

9 H®E

9.1 —MME
AR ERIERE GB/T 6379. 1 M GB/T 6379. 2 MEHEW, . EE M E I E U
95 N fEERITE .
9.2 ESEH
EEIHAGT KBRS SR EN LA BLIETER . BBE NELEBXM
ERBENBINRELEREIHETBERLE 4.
R4 EMRESERESHRERLESE B AMEET R

e ER ook g HEHR - BRHERR
BHEE 5.0~200. 0 lg =0.844 8 lg m—0. 842 8 lg R=0.910 2 lg m—0.814 5

C

WEEBE 5.0~200. 0 lg r=0.899 0 lg m—0. 950 8 lg R=0.944 9 lg m—0. 920 5

£HMBE 5. 0~200. 0 lg r=0.889 6 Ig m—0.920 8 lg R =0.726 3 Ilg m—0.691 6
Heom AWK EEROEREHE.

MREEETEIUR r NEFEZBRERIFEF EEAAKAENEXRNWE.
9.3 BH#

ERRERAT . RBHRRM L RKLRNENEZEABTHAER R. HER NEEEERAM
FHRERMNBIMEERELERAETERE 4.
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W ® A
(BB B3RO
& R B 3 (MRM) & 3% B

HEX WEAHBEZMNFRBXHOES XA LEMMRM A%, LE A 1.

15000 T 8.12

BEX
12 000 582/263

9000 ~

Wi [4H /cps

6 000 —

3000 H

0 T T - v r — T y
0 2 4 6 8 10 12 14 16

t/min

6000 —

1 9.12 NEASEE

5000 584/263
]

4000

W RIE /cps

3000 %
2000 -:

1000

10 12 14 16

t#min

o
N d
W
o]
oo

30000 | 9. 30

- FHBEE
250007 485/163

20000 —

15000

W RI{H /eps

10000~

5000

0 2 4 6 8 10 12 14 16
{/min

MAl SEX NEHEBEENIAERNS RHENMRM &iEH
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B % B
(3 RHEH O
I i

HERX NEHERXANFRBEZWHFMEE RV EREHRBEHE, WX B. 1.
£B1 #EX.NEEBRANIBEENENRERRTYEREHXBHE

R P

-1 E R/ Y -2 [E e / %
BhnwE/ B/
(ne/ked #BRX | NEA#EX F*HRER (ng/ke) 2EEX | NEAH#HEX FHRER

5.0 97.31 96. 35 95.15 40.0 91.78 93.17 89. 32
10.0 95. 88 93.75 98. 66 80.0 92.58 94.19 91. 57
20.0 96. 36 94. 86 95.91 160.0 92.79 92.78 93.45

50.0 96. 96 94. 80 95.56 400.0 90. 43 93.61 89.13






