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3.1 X5
3.1.1 HEE (CH:OH) : faifal,
3.1.2 4fif (CH:CND : faifhal,
3.1.3 HR (HCOOH) : fujfal,
3.1.4 4 (CH;COOH) : thiftafi,
3.1.5 IECki (CeHip) = taifal,
3.1.6 AHEAMH (NaOHD)
3.1.7 TR A (KH2POs)
3.1.8%/K (NH3-H20) »
3.2 IR ECHI
3.2.1 AR (200 /L)« FREUVESEALEN (3.1.6) 20g, i &EFI/KEME, A H G KRR
£100mL, JB%].
3.2.2 TR ARG IA W (0.1molV/L) « FREUBERE — &8 (3.1.7) 13.6g, HI7K¥Ef#EZ 111000 mL,
FESEALANIE R (3.2.1) T pHZE4.0, MAKEZRZE1000 mL, VB,
3.2.3 R (2mL/100 mL) = BEUHFEE (3.1.3) 2mL, HI7K#EEZ 100 mL, JE.
3.2.4 ZUKHEER (2498) « BEUE/K (3.1.8) 2mL, JIHE (3.1.1) FRZE 100mL, 5.
3.2.5 LW (0.1 mL/100 mL) : BH AR (3.1.4) 1mL, M/KHEESE 1000 mL, 2.
3.2.6 FERAW (0.1 mL/100 mL) : BHHER (3.1.3) 1mL, MM/KMEES 1000 mL, 2.
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LA CASEF T T X FEMITE ZB M FARAL, AiEY=98%.
3.4 tRERRAVECH
3.4.1 ARAERERVR (100 mg/L) = HEBRFRHUPRAESY (3.3) , BT E AR EBTHE S (L EE. R
B0 e REAIA 2 EE 10 mg CRE#1Z20.0001 g) , BT 100 mLEekr, hnd & e (3.1.1)
Wifg, JFHWREHERIFC A RZIE, A, FH K E 100 mg/LIRHEM &K . E-18 CLLUFIK
fahRAE, HRAH6NH
3.4.2 brdERANE (1.00 pg/mL) = BEURAERE & (3.4.1) 1.00 mL, E100 mLA &S, HiH
B2 (3.1.1) BREZIE, A, BHIEKE N1.00 pg/mLirfE T/ER. B T4C~8CHRE, A%500
3 Ho
3.4.3 FrdE AR lhm FHILAC .
3.5 SPE/M#E: Oasis MCXPHE 72244, 60mg/3mL, BRPEREAHYH
4 UL E
4.1 WARETE- AR A . FCHmE S B TR (ESD .
4.2 A
4.3 AR ECHL: % iE =10000 r/min.
4.4 [EFHARCEE .
4.5 WIEIRA#
4.6 FEFERIE BERS o
4.7 BARTFAL
4.8 MR BEES A9 0.01 g H10.000 1 g.
4.9 pH 1145 % 0.01.
5 MELSER
51 AEMNFIES5RE

e AR L, S, FHEXR, 157 A a0
5.2 IMHERIALIE
5.2.1 $2HL

FREGARE 5 g CREAZ 0.01g) T 50 mL REBL.OE Y, MMABER M mEl (3.2.2) 20
mL , 05 0E 2 min, FREEAALF 15 min,  4°CLELF 10000 r/min 250 15min, &R EIA S
—EOE . FRIE RN MIAR 20 mL, HERI K, & LIER, wE40LE, H Rksg
M 4 mL Pk IEak, WEEAIIER T 50 mL FEMH, HSEMMERERZE S0mL, fH#1L.
522 #ik

Oasis MCX BH B 728 #k: i AT vk H 3 mL FFEE (3.1.1) < 3 mL /KA1 3 mL FERVTR (3.2.3)
WA, CREFFRERIRIE . BURF LR 5.00 mL Ji N SPE /ME (3.5) , JEEHITE 1 mL/min 1Y, &
U 3 mL FFERIEW . 3 mL HEE. 3mL IE ke (3.1.5) WP/, FELEBRIBE, 7€ 65 kpa
FUE T, T 2min, fJaHZKFEEER (3.2.4) 5mL P, UWETEBB . WBiRE 40°CLLR
FAMRT, IIANFERIE (3.2.6) 1.00mL, ¥#3JE 0.5 min, i 0.22 pm JEME, HEE .
5.3 tRELERRAEI &

FRECE FAFES ¢ CRERZ220.01 g) T-50 mLEZEBOAE H, 2 mA bR R (3.4.2) &,
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f3 K EF 90,5004 1.004 2.00. 5.00~ 10.0~ 50.0 ng/mL, 25255 4AE, HLilsE .
T AT AR S I R R JRE b R D) 1D S B B B s T R BV AR B
5.4 RIHEE-HEBENE
5.4.1 WAHEIE S5 %04
a it Cisfifd: (2.1x50mm, 1.8 um) , SLHEREM 2# .

biiEhM: A: 4fi§ (3.1.2) , B: LEGEW (325 , BREEMEMIRIEILEL.
"1 BB R
1A (min) A (%) B (%)
0.0 10 90
1.0 10 90
3.0 17 83
3.5 90 10
4.0 10 90
5.0 10 90

cHiE: 30 C.
d.Jfi#E: 0.4 mL/min.
e JHFEE: 5SuL.
5.4.2 S KAMT
af AT IEE TR
bR R MRMKEE J7 3,
c.HEIHE: 3.0kV;
dJBIEFIERE: 450 C;
e EPER TR, 8 BB A Al LR 2.
x2 FNYRNEMSF. EEBTMMERS

- BEES ¥ THT fll4# B &
(m/z) (m/z) (eV)
R+ it 290 124%; 93 22/30
LB 306 140%; 122 25/30
REFE 304 138" 156 18/20
HERE 237 100%; 120 16/30
GIEAR NS 235 86"; 58 20/40

VE: *RHERET.
5.5 EMME

Y JR IR 2 AE I s R VR A bR v ARV, 0 SRl RE 1) o i D W 2 B B 1) 5 VR & b i
W 5E VAT R — 30 B AIEBEIEL2.5% 2 ) 5 TRE P s M B 1 56) (R AR =F B 5 R A
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IR AR D E VAV A 2 AR (o AN R 3 AUE RITE R, AT i
P AEAEIZ A Y
* 3 EMIENBENBEFFEENRARITRE

A EFEE (%) k>50% 50%=k>20% 20%=k>10% k<10%

YR KRME (%) +£20 +25 +30 +50

5.6 EEME
5.6.1 itk 2R 1 il 1
KR AAREN IR (5.3) , BHlEAGERSH R (5.4) FHATIE, 193N, DL
WRBE RS, DA i i T AR A P ARAR, Ll bniE 2% .
5.6.2 AFEVE AN E
PARFEARR (5.22) , B SH&ME (5.4) BATINE, 15 BUAH BLIRR S VA 0 1) € i e T L
R A vHE it 2 15 20U 8 T AR I ZE 23 BRR B, SPAT I PR I AR A R ) LB A5 T4
HERTZRZR PEVE B, R R A H s
PR dn 2 I BRI (MRMD) (48 K 2 LI 5% B /I B
5.7 ERIAE
BRAIRFESL, $594% BRSO RERAE .
6 HERITESFRIA
R SR 7 ik R 4L (D T
Yo CxV %1000
mx1000

H_r:
X—iXFE R SR oy ik B &, A OE R T (pg/kg)
C—URE I VA SRR 2 7 R B, A AN e 22 (ng/mL)
V—E R, AT (mD)
m—RAFEEURE R, SRR ()
S A R A
THER TR OE, e 4R OCPATINE FEARFIERR, RE3AA ST
7T RNFERYE. EHE. BEE
7.1 REE
K JTFAE & AP R R 5M0.5 pg/kg .
72 HERE
AITFAE0.5 pg/kg~5.0 pg/kg s InzK-F b 1 el 3a F 83.2%~100.3%.
13 BEE
TE 55TV S A T IR I PR ST 7 25 B 40 ZEE A I AR 24E 1920% .
AT AR IR AE R 25 <20%, L TAIAH G bR AR 25 <20%.



FfRA

RAL FRUEMIR LR, JCARR. CASE RS o Fal. X FEMITH R

74682 G% 8

)5 ‘ CAS FHXS 53 I
WS AR HL AR AN N
5 B TE X
1 T P ] 56 i Atropine sulfate 55-48-1 (C17H23NO;3)2-H2804 676.82 0.855
2 H e LB Anisodamine 17659-49-3 C17H23NO, 305.37 1.000
et g e Scopolamine
3| EURBR AR E P _ 6533-68-2 C17H2sBrNO; 438.31 0.692
Hydrobromide
4 HE R Procaine 59-46-1 C13H20N20; 236.32 1.000
5 FlZ KK Lidocaine 137-58-6 C1sH22N>0 234.34 1.000
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+MRM (237.0 -> 100.0) STD5.d 237.0 ->100.0 , 237.0 -> 120.0
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+ MRM (290.0 -> 124.0) STD5.d 290.0 -> 124.0 , 290.0 -> 93.0
2 x105 1.427 min. K x10 2| Ratio = 33.1 (100.8 %)
=] | ~
o 8- | 0]
O Q \
74 | g ! t
6- I S 08- [
51 ‘ 2 I
(|
p \‘ ° 0.6 I
3 I & 04 [
2 & (l
1 | 2 (|
0 L 0 .
T
1 1.5 2 1 1.5 2
Acquisition Time (min) Acquisition Time (min)
B+ it
+ MRM (235.0 -> 86.0) STD5.d 235.0 -> 86.0 , 235.0 -> 58.1
£ x10°8 1.479 min. * x10 2| Ratio = 13.5 (99.5 %)
5 e
8 175 h g
15 s \
[ = —
125 H 5 08 ‘:
< |
14 ° 0.6 ‘I
0.75 “ 5 04 ‘
0.5 [7] If
m 1
0.25 ‘ e l
I\ I\
0 I S O
I T T
05 1 15 2 25 3 05 1 15 2 25 3
Acquisition Time (min) Acquisition Time (min)
Mz KRR

B B frdEim 2 SIS (MRMD ik

ATPE T AL e 24 A E B T

AIPENZ HAERAL: P E AR EET L. SRR R AT T8
B 25 B I T JOE T R AR T AT A R A SR AR I e

FEGERE N Eigde. PO, LER. BEER. Wk, mE



	附件2
	畜肉中阿托品、山莨菪碱、东莨菪碱、普鲁卡因和利多卡因的测定
	BJS 201711
	1 范围
	用磷酸盐缓冲溶液提取畜类肌肉组织中阿托品、山莨菪碱、东莨菪碱、普鲁卡因和利多卡因，提取液经离心、净化
	3 试剂和材料
	5 测定步骤
	5.2 试样的处理
	5.2.1 提取
	称取试样5 g（精确至0.01g）于50 mL具塞离心管中，加入磷酸二氢钾缓冲溶液（3.2.2）20
	5.2.2 净化
	5.3 标准工作溶液的制备
	5.4 液相色谱-串联质谱测定
	5.7 空白试验

	6 结果计算与表述
	7 检测方法灵敏度、准确度、精密度
	7.1 灵敏度
	7.2 准确度
	7.3 精密度
	55-48-1
	17659-49-3
	59-46-1
	137-58-6



	本方法的参与验证单位：中国肉类食品综合研究中心、黑龙江食品药品检验检测所、江苏省食品药品监督检验研究

