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4 RFFHE
B 55 A B A1, AR Tk o R R 35 S 4 B 4, K R 5 A GBIT 66828 A8 1 — K .
4.1 K5

4.1.1 ZHEE(CHsN): &%,

N

1.2 FE(HCOOH): f it % .

4.1.3 7 ® 7 (CH3COOCH:CH3),

N

.2 mRES

FANRFEHMMELL N-FHEFAFELFE I, CoHuNeO3, CAS & 2711006 — 61— 8), 4

F=98% . B4 B AL & T AT B RO BT A

4.3 JRIKECH

4.3.1 0. 1%HRER: IHM1 mL, H/KFBEZE1000 mL, {72, HIEE (4. 5. 1Dl F&H .

4.3.2 HEEKEBRL+1): 5 BIECH BEAIK 4500 mL, B4 .

4.4 FREBRREIE

4.4.1 FRAESE A (200 pg/mL) : BOR PR R E IR AE (4. 2) 10 mg, K5 % Bk, In B3k i 325 A O
B E A 50 mLZAR I, B8 43, B Rk B M 200 pg/mLbRERE A . — 18 °Cat eI 7r, A A3 H .
4.4.2 ARdfEdE TAER W (1 pg/mL) : HE A & BUBR AE 6 25 7 (200 pg/mL)(4.4.1)0. 1 mL, F20 mL% &
W, FH PR S R A 0 R R AT, O SR BE R 1 pg/mL bR v v R AR VA R . SR AN o R R &
MR I B
4.4.3  FRYVBRUE T AW - 70 50 o e BOb o b 8] AR W (1 pg/mL) (4. 4. 2)38 &, F K il (1 +
1) (4.3, 2) 8 B, B850, TC 1) SO B2 43 30 2 pg/L .5 pg/L 10 pg/L .20 pg/L .50 ng/LiY & 545 i TAE 7%
VL, AR ASC S U 95 15 T D VA B 1 AR A AR o AR . AR e B OR A S TR R U (6. 1.4),
T 11 345 24 Y FEE 114 S S5 D FC AR o AR VAR . I B )
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4.5 #H

N

501 THFLIERE.0.22 pm, K AHAY

N

5.2 TRALUERE.0.22 um, A HLAHH

4.5.3 B4 .50 mL,

[&)]

UEMEE

5.1 ROBAR €% — = PO AT HR 36 SRS A, A R 55 B U (ESD .
5.2 AT R G428 0,000 1 gF10. 000 01 g,
5.3 BE.LHL:FEHE =4 000 r/min,

5.4 MAEHREAER IER=500 W, E=37 kHz,

o

TSR

o

&

6.1.1 BEEHFESKHE

ST A R Al B TR A, WA, BB [ A R A SR AT, PRI gCRS # 220. 001 g) & 7750 mL%¥ &
e R R R R SR LS min, v R, HIH R E A B2, B 250 mLE.0 %, 4 000 r/min
B0 5 min, B E R 2 AL U S (4. 5. 2) 10 U, BOSE IRV, AR A S R vk BE KR (1 + 1)(4.3.2) 38
MR, A
6.1.2 WS

WO ME S B, 4520, MEGH 5 M1 mL ¥ T 50 mL25 & i, n i s B, B 7S S 1S min, 70 B E R,
FH B 2 20 B, AL ORI (4. 5. 2) 3 U8, MR DR, M 4l 52 B vk B2 Y R B /KR (1 + 1) (4.3.2) 3
MR, .
6.1.3 mBEEFRIXH#

BB IS IR A, PRI g ORS A5 0. 001 ) & T50 mLA B, I 28R WS mL, JR4% , i 4
1, n B 5, B R PR ICLS min, OSBRI, B E A E 2, R 250 mLE 04 T, 4 000 r/min
05 min, b E 2 AL DB AR G DR (4. 5. 2) , BZE UE, AR AR S B vk T B OKM (1 + 1) (4.3.2) 352
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i B, %
6.1.4 THERREIRK

AT A B T DG C Y A5 R 0 S R AR IS R I 5 R [ vk A B A A P R AR
VL, At T £ 5T DT I A oA i £

6.2 UF/SEFMH

6.2.1 BIEEMH
a) A : Cos (5 AL, HE KK 150 mm, 42 3. 0mm, K742 1.8 um, BUPEREAH 275
D)W A R 0. 1% FRRIFH(4.3.1),B WG4 1. 1), B BETRBERR T WL 3E 15
c)Yi#E : 0. 3 mL/min,
d) iR :30 °C;
e)EFEE .1 pL,

1 BERREFE

# B [E] /min WA A% W B B/ %
0.0 90 10
5.0 10 90
9.0 10 90
9.1 90 10
12.0 90 10

EoEALRM RS E RS e, T S R AN A 3 07 o BJS201805¢ A B A LA
W-CEWRAFBERREE A RER SN, EEEERE A ER RIS THAL LB,
6.2.2 RiG&EH

a) B TR : &9 E B T (ESD;

b) &7 A 2 RE M (MRM);

) HMHF A EBFBTHERX,

d) £4% ®JE:3.5kV;

e) THAIEK:325 C;

f) THRA W &E:7 L/min;

g) FHAE J7:275 kPa;
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h) B A B E: 350 C ;¥ AW E: 11 L/min;
D WEEEEETF.0V; A% F:1000 V;

Hofh Sk 2, 618 B L X A

®2 UEMEN EEBTNRESHTESH

; 2 W
e BET FEF A= 1 TR
(m/z) (m/z) (V) (eV)
515.2 311.1° 140 42 +
KA R E ML E
515.2 353.0 140 37 +
‘EE®T.

E AT FERERELAGNEFLE. TRELFEIL, 2B AN ESREL THRAE T

(4 515.2~166. 2)H#HTHN, RESHFTRELBNRMLRGE N L EHIT R,

6.3 MM E

WAL S 2 (6. 2) M Bl ke (6. 1) MBS ME TAEVE (4. 4.3) , 30 iR MAR v 8 h HARTE &
W ) €0 3 O B I IR, 24 R PP A Y b v 3 W R B I T — B G i (22 7E £ 2.5% 2 W), 0F B
BRI PP S AR SR R B, R 2 R A O IR ARG R B () B i 22 AT S SR 3ELE , T LK
E IR A H AR R AL A
R EMWHIEINENBFFEFENGRARITRE

HMABETFEE(%) k>50% 50% =k>20% 20% =k>10% k<10%
TR KR E(%) + 20 + 25 + 30 + 50

6.4 EEME

6.4.1 fRfERZE
Bt R E TAEE W (4. 4.3) 0 IR AR S % 454 (6. 2) 47 I 5 , 45 B A 07 b o 78 Y80 A0 €20 3% 0 i

B DUAR i A9 W0 00 9 B DA R A b, DA o g (0 3 05 %) e T B A AR AR, 22 1 s oA T 46



BRI W (6. 1D FZALER 2 %5 500 (6. 2) BEAT I A8 , 15 B RE il ¥ Yo 6T 7 2 43 1Y) €83 R, 8
s o Y28 A5 015 0 o 2 43 1 TR BE ), AT I S TBOR 2 T

e (1) FE AT RLR AT 35 J5 DG i 19 25 FiaRE A7 00 1, 000 516 SR Y ik Jo DG C s o i 2 12, e i 3R 18 25 B
BURE, AT R ¥ 00 A o il 2R 05

(2)%F T ol AR 2R KR 5T K AR B, QR A o ot 2k 1 o ) B R BE I AR G LR (8. 2), T — 2P R
FIFRAEIN A (6. 4. 2) I E & &,

(3) 15 mh il O SR 22 A0 i) JHG At s J5 R 50 Y, 4 SR FH s o i 05 %) T RE A R i R A D SR (8. 2), Tl

I E S5 RAUE R E S

6.4.2 FRIEMNE

Wl EE(6.4 DEEEREXFBRAFEARBER(+1)(4.3.2) B E 4 20 pg/L, /A K
HHRBBER(HEBEEAL ). BEBRRAEFEBERL SoL( /), — XA =0, 25 & 34 10 mL & &
B, B E A N AR R TAEA (1 pg/mL)(4.4.2)0.0mL.0. 1 mL 0.2 mL, i F B AEH(L+1)
(43 2)BBHAREZANE, B, BRAINFNER. HRBSLEFHC. 2D NE, UEEETH
WEHETER AL, FNAWNRE AL, SH IR AT EESNT, HEME TR N
S=hxat b(HEp SHETR FARE, a AENA2 WNFRE, 6 HRIE), M X R TMETF 0.99,
KL S=0H aMAXME, AR NERTAENIHRE(w).

EIRERAREGFEE ML AERFRERE RAKRREFENL > I NRE, — R N\ fEE
et mEaRED M I — T ERLE.

7 BRWH
7.1 FRAEHRZROE

Wi &N A XEERRERERANTATHSE

p xV

X=—"F—
mx 1000

X F

Y— KB FENINeE B I ZERE T R ZERE A (mg/ke 3 mg/L);

p— M E AT E N REERPFMNDERE, B w & A (ng/l);
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V— RHBFEREALZEERR, EMLHZEF (mL);
m— RHEEHRE, £y HHA (g & L);

S FBE
7.2 FRIEMNE

BN ENFEHAFRERNTA T ES E:

o xV

X=— — x
mx V x 1000

A

Y— KT HFUNH e, 2N AZERE T RAZXE A (ng/kg R mg/L);

w— AR i & AR R R R R B, BT84 % (ng);

Vi— AAEmBEERBRAER, 244 ZFA (mL);

V— RAE R R A REER, LA ZEI (mL);

m— KW RE, £ REIA(gH L);

S RS
WHERNEAUAHTRENFARIMNEEROAR FHELT, ERFE ZMHARKTF .

8 AAERME EHE HEE 7MY

SHAHEA 1 gH I mL, REERB A S0 mL B, KAKRFEHAES LR A 0.05 mg/kg, TER

2 0.1 mg/kg,
8.2 HEME

AF T 0.1 mgkg~1.0 mg/kg AR ERE AN, BHKREN 80% ~110%.
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FAEZ BMRERE -SOPEBEKREE

9 IRHE

R 2 T A R I U DB R RO i — R 23 S I R O, e B A S s A
F18 Dr B IR TR | — 8 J5 3% P A — R o 1, A O A R PR IE

10 R

B 55 A B A1, AR Tk o R R 35 R 4 B 4, K R £ A GBIT 66828 A8 1 — K .

10.1 R F

10.1.1  ZJE(C2H3N): 8, 1 %
10.1.2 ¥ ® (HCOOH): 8 & 4 .

10.1.3 Z B ¢ B (CH3;COOCH:CH3),

10.2 ¥R

[F 75 vk — 4.2 bRt LT

10.3 iR BCH

10.3.1 0. 1% AR BUH AR 1 mL, F/K# B 21000 mL, iR 4], AHMEM (10.5. 1) 8 )5 & .



10.3.2  HIEEKIEW 1+ 1) : 23 5 B BEFIK 45500 mL, R 2] .

10.4 FREREHE

10.

N

A BRUERE A (200 pg/mL): [/ 75 ik —4. 4. ThR HERH & 00 R .

10.4.2 ARETAEEW (1 pg/mL): W7k —4. 4. 28R EH ) TAEB BT o

10.5 ##
10.5.1  FHALIEME . 0.22 um, KA,
10.5.2 4% FLyEMEE.0.22 pm, HHLAE A,

10.5.3 BN\ % .50 mL,

11 SRR &

1.1 AR A 35 — 15 4 5 e T 1, B AT F W 25 B9 IR (ESD) o
1.2 S RF B4 51250.000 1 g#10. 000 01 g,
1.3 BE.OHL: 3 =4 000 r/min,

1.4 BAEME AR IR =500 W, 1% =37 kHz,

12 SR

12.1 RHEHE

[ 75—k RE il 456. 1.1~ 6. 1. 35 F

12.2 UBESEFH

12.2.1 BiEEH
a) B REFE: Cos B REAE, A K 75 mm, 4R 3.0 mm, k042 2.7 pm, BUPEREAA 2 %
b)WEIA A N 0. 1% BB (10.2.1), B N ZME(10. 1. 1), B8 BEBE LT % WL 55 4.

c)#E:0.4 mL/min,

11



d) 30 C.

)t 1 ul,

12.2.2 [RIE& &

R4 BERREFE

# Z BF 8] /min | WA A/% | W EIAE B/%
0.0 95 5
15.0 2 98
17.0 2 98
17.5 95 5
20.0 95 5

a) TR B EE TIE(ESD;

b)) HFH 7 A EETF MS/MS # R

c) BHEWE LB THRK 5000 V;

d) B FIEEE.325 C;

e) THAW&:12 L/min;

£) FAE J7:345 kPa;

g) A IRZ:375 C; #A(N2)Ji & : 12 L/min;

At it

WEE ML S, B EH LT E B,

RO UEMESTFET HERERTERRET

1t &4 BHTFETF (m/2) A E (eV) FEHREET(m/2)
KAENKRFEH 353.1608, 311.1139, 166.0975,
515.2765 10
7k 4E 147.0077

EARNBEESFAMELEAGT, EEHAETITRANAE, LRABERFETRESE, TR

BETHL, BFEALNETE AABTREEFENELTETHORNACER,

13 EMNE

HENBRSHLHE2.2)M 2R AAC12. D) ARE TEBER10.4.2), 90 F K B A7 T/E B R+




Bt atmh G g RE ek - REEE, S XAETRE 5A7ERGIE%ERE A E — 26 Ei5% (R
EHE£25%ZN) FAELTETREDAANZTERABTOR AR ERRZAELE A 0ZH, B

FARBER -FHHERAT, THREKE TR E ALK EH .
14 FEREE HEH
14.1 REUE
LHHEEAN 1gR | mL, TAKHR A SomL i, KR FEHABESREBEY 1.0 mg/kg.
14.2 H57 14

BRI RAREARANT S RAETFARE, LETH].
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ik B
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x10 6 |Cpd 13: S119-N-: + EIC(515.2765, 516.2795, 532.3031,..
T 1
09

11173
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0 L
i 7 T T i i

I I I I
2 4 6 8 10 12 14 16 18
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	附件1
	食品中苯丙代卡巴地那非的测定
	1　范围
	2　规范性引用文件
	下列文件对于本文件的应用是必不可少的。凡是注日期的引用文件，仅所注日期的版本适用于本文件。凡

	方法一 高效液相色谱－三重四极杆串联质谱法
	3  原理
	4试剂和材料

	4.1  试剂
	4.2  标准品
	4.3  溶液配制
	4.4  标准溶液制备
	4.5 材料
	5  仪器和设备
	6  分析步骤
	6.2.1 色谱条件
	a）色谱柱：C18色谱柱，柱长150 mm，内径3.0mm，粒径1.8 µm，或性能相当者；
	b）流动相：A为0.1％甲酸溶液（4.3.1），B为乙腈（4.1.1），梯度洗脱程序见表1；
	c）流速：0.3 mL/min。
	d）柱温：30 ℃；
	e）进样量：1 μL。


	6.1  试样制备
	6.2 仪器参考条件
	6.3定性测定
	6.4定量测定
	7 结果计算
	计算结果以重复性条件下获得的两次独立测定结果的算术平均值表示，结果保留三位有效数字。


	7.1 标准曲线法
	7.2 标准加入法
	8 方法灵敏度、准确度、精密度、特异性

	8.1 灵敏度
	8.2 准确度
	8.3 精密度
	8.4 特异性
	方法二 高效液相色谱－高分辨串联质谱法
	9 原理
	10 试剂和材料

	10.1  试剂
	10.2  标准品
	同方法一4.2标准品项下。
	10.3 溶液配制
	10.4  标准溶液制备
	10.5  材料
	11仪器和设备
	12  分析步骤
	12.1  试样制备
	12.2 仪器参考条件
	12.2.1 色谱条件
	a）色谱柱：C18色谱柱，柱长75 mm，内径3.0 mm，粒径2.7 µm，或性能相当者。
	b）流动相：A为0.1％甲酸溶液（10.2.1），B为乙腈（10.1.1），梯度洗脱程序见表4。
	c）流速：0.4 mL/min。
	d）柱温：30 ℃。
	e）进样量：1 μL。
	12.2.2质谱条件

	14 方法灵敏度、特异性

	14.1 灵敏度
	14.2 特异性

