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National food safety standard—

Determination of cyanamide residue in foods of plant origin

Liquid chromatography tandem mass spectrometry
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BmEEERNE
EREEmP RERLEERNNE REBIE-FOEIKAE

1 JEE

AARHERE T HREDUENE B Hh BRI B B ORI R A T ik

AR TR AU i B U R E
2 MIEMSIAXH

N SCAR XS T A SO B 2 AT ) N H I 51 R S, AR H I R RcA s& T AR e
fhe JLRANE BRSSO, HEofRas (BREprA MBsee) & T A0

GB 2763 frih e E A ARiME il iR 2RI IR E

GB/T 6682 73-#rs 56 % F /K RS Ak 26 7 i
3 R

TR ) RS P 7RI PR I S5 S R SR B, PR R AR B 2 A AR B, AR S P S (dansyl
chloride) R 5 A= FRUIFIAT AL WD WU 3 - B RS e RV RE I, M AbRiE e ==
4 RFIFER
BRAES AU, ATHERT RIS N b at, K AGBIT 6682417 i 5546 %= — 2K
4. 1385
4.1.1 5 (CHsCN, CAS5: 75-05-8) : faifiali,
4.1.2 7R (CH3COCH;, CAS 5. 67-64-1) : fuiff4li,
4.1.3 TRE4HN (Na,COs, CAS'5: 497-19-8)
4.1.4 WRHEEAN (NaHCO;, CAS 5: 144-55-8) .
4.1.5 FH#EBEE (C1oHCINO,S, CAS 5: 420-04-2) : 4 98.0%, -18~-20C{R7F.
4.2 B ECH|
4.2.1 FRERENVEV (0.2 mol/L) : FRHX 0.53 g BRFEREN, HI/KKMAIFERZE 25 mL,

4.2.2 WRREANET (0.2 mol/L) : FREL 1.68 g BREGESN, 1 AERAME I E 2% 100 mL.
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4.2.3 GRERAAMRIRESNIAER (0.2 mol/L, 4+46) : WL 4 mL BRIERENIA M (Na,CO3, 0.2 mol/L) , f
N 46 mL BREREARVE (NaHCO3, 0.2 mol/L) , 1BAH4].

4.2.4 FHEREEAW (5.09/L) : FREL 0.5 g FH#EES, BRI E 2% 100 mL.

4.2.5 /K (0.1%FE) : FREL 100 b HER, FH/KIEMARFF ¢4 % 100 mL.

4. 3 ¥R
BUE % (CNaHp, CAS 5 420-04-2) Frifidh: 41/ =>98.0%.

4. 4 bR R TRECH

4.4.1 FEURARERE SV (100 mg/L) « ERAFRHCASEUR RHE S, 10.0 mg T 50 mL BetReh, FH A
R G A2 E) 100 mL AR T, JEHWEER. ET 0~4CIkE, AR 1MH.

4.4.2 BAEMARETAEW (10 mg/L) = WREL 5.0 mL BREURFRHERE 2157 T 50 mL A& T, FHINER
SER. AT 0~4CTUKH, AR 2~3 .

4.5

4.5.1 ZEERYPKE (MWCNTS) : RifeyulE, 10 nm~20 nm; FRYKE: 5 um~15 um; L
M (225+25) m?g.

4.5.2 JEME. 022 um, HHLFR.

(¢

WECzina-

5.1 WO ERS-FIG A B BB TR (ESD .
5.2 HTRF: & 0.00019g. /& 0.01g.

5.3 HLFHAL.

5.4 BOHL: HEOAMIKT 10 000 r/min.

5.5 WNlEHR#5 .

5.6 THIR/KHH.

o

AR

B KRN R R AL A AR I — € B, BRI GB 2763 MUE AT o X T IMARUINE
Ffdtr, BOPEJE 2B AR X T MR A S A SR iy, AR PR BN AR T |20 0 B D) e/ B b 2
TR T B S AR A A Z R R, ATEEANF SO DU P B s N B s AR B B
RS HLUIRE, 78RS, HIDY /AR S EL BN A SR RENL P R R A I . SRR IR dh

B SRFEM 500 g, Ao A rd I 425 pm MIARAERGE, BN MBS T . B kHE

3
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Yoo 7R BRI RFE AR 500 g, BRI T MRS, TN LM RER .
LKl ES eSO
B T-18 CHM T IRTE

7 SPR

7.1 BE
7.1.1 BRI, KR

FRHEC 10 g CR§Af 2 0.01 @) BAFET- 50 mL B0, 2 ILBER AL #K, SR G AN [N 10-30
mL Il (4.1.2) , ANEZETAHHRBUAFIFESH IR AL, iWiEdRE 5 min, &7 10 min J5, EL 4 000
r/min 2.0 5min, #5151k,
7.1.2 /Y BER. GHRMEY. EHE

PRI 5 g CREAfZE 0.01 @) WAAFET 50 mL B0, SR ALK, SAFHEBRARIIA 10-20
mL Il (4.1.2) , ANEZETAVHRBUA S ESH MR AL, g% 5 min, &7 10 min J5, EL 4 000
r/min 2.0 5min, #5151k,
7.1.3 HFER. FMHE

FREX 2 g CREAf 2 0.01 @) BFE T 50 mL &0 E ., 2 LR AL FK, A5 8 mL 215 (4.1.1),
WEPRY 5 min, i 10 min f5, LA 4000 r/min B0 5 min, £pifb.
7.1.4 RAEX

FREX 10 g RS 22 0.01 @) alFF - 50 mL B0, Z IR AL #bK, RSN 8 mL 4 (4.1.1),
WRHENRY 5 min, #7510 min J5, L 4000 r/min 250> 5 min, f#5k.
7.2 B
7.2.1BRSE KR BR. A

W EL L mLEEEHGR T AR5 mgZ BERR YK (450 1 1.5 mLE OV 1, JWjiEl minf5, LA10 000 r/min
B0 min, BUCEERGE0.22 um AHLRIEM (4.5.20804.5.3) T2 mLE DA, F 2 A 5 5 ) 1 %
JRbRHES, AT

Vi RRER TR E SR GIAE S, TR 10 mgZ BERR AR (45.1).
7.2.2 HEYA. RRMESA

WL LR EOR B2 0.22 pm A HLRIERE (4.5.2) T2 mLE L, 14 14 35 0 0 ) 6 o
HES, FETAAL
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7.2.3 FHERL FIE

HERR 2 mUBR BGR B3 T5 mLES O f, N2 mLIE Ok, iWEEdR%3 min, FEIECKHE, &
it — 0 WAHEZEL mLT A 10 mgZ BERRANKE (4.5.1) (1.5 mLE O, #khEl min, £110 000
rming 01 min, BUEBEW0E0.22 yumBEHL R IERE (4.5.2) F2 mLE0oE, I 4 1 3 5 B ) 4 3 5 b
AES, FETAAL
7.2.4 BFE&EZ

AERAR 2 mUAR U B 3 T5 mLES O, IIA2 mLIE Sk, iWBER%3 min, FEIECkZ, B
CHEEL mLTHRA 10 mgZ BERRAKE (4.5.1) (1.5 mLES O, W JE1 min, BA10 000 r/mins-C>1 min,
I EIEWGE0.22 pm A HLRIERE (4.5.2) T2 mLE L& S, I EHE TG HIGF B BbrdE it FRfTAEAL.
7.3 fiTE

0.5 mLiHbJE IR HGE T2 mLES &, N0 mL BREREN/ BRI AR AR (4.2.3), TR
JEFIINO.S mLFHEEE A A EA R (4.2.4), iwiElmin, F50°C/KKEHATEL h, A74EJ5LL10 000 r/min
B0l min, BUEERGL0.22 um T HLRIENE (4.5.2), (EAGI. BREEAAh, BRI bR AR R Iy
VAT AT A
7.4 BB EFRNE
7.4.1 RHEBESEZH

a) ifFE: Cug, 100 mm x2.1mm, $if£1.9 um;

b) JzEhHH: ZWE-K (0.1%FER) =50+50, ZEFEPLft;

c) iiE: 0.2 mL/min;

d) MR =i

e) HEREIARA: 10 pL;

f) AZATHFIE]: 4 min.

e WNEAH G TE A R B S OB (3, nTTC E AR C18 ARk A, 150mm X 3.0mm, KifE5u m, HiHZE,
7 IR EH e 00 AT 8
7.4 2 RS EEN

Q) BTUR: HWES BT,

b) FFTR: AR

c) Wi%Hi4: 3000 V;
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d) BAERE: 350 C;

e) AALIESE: 300 C:

f) #<: Ny, 30 psi;

) #Bh<: N, 10 arb;

h) filbfE<: @<, 1.5mTorr;

) Ry 2RI (MRMD, 2 OB 264 AR 2.

*2 BERITEYRNREREMS KN (MRM)

) {5 B B 1) N IS Rt e &
s 44K _ ERE T s 3
min V
BEEATEY 1.8 2741258 2741230 30; 33

7.5 fRET{ERhZ:

W SR F AR AR WA 2 SR BORURR B B B9 2 20.0015 mg/L. 0.015 mg/L. 0.03 mg/L. 0.15
mg/L. 0.3 mg/LE%0.6 mg/L ¥ & 5 AR UL ECARERR, SATEN (7.3) JE4%52 (b RIT ik 4% 14 DI € o
DAL U IR P AR A bR, ST AR DI T AR CHNBR 2 LR R AOAR ) AR, il R vt
ek, SKRIEIEJTREAIANSC R0, J 5 UL RCAR EVA TS DLRCELA]

e 0% R A LT HR G, 2 1 2 R R UG PR A i K A R
7.6 EERER
7. 6.1 {REGR(A]

AL e B SFU AT A 40 € e P R B I 55 A S o €5 105 U 1) £ B eF TR B, AR R 3 22 L AE
+2.5%2 .

7.6.2 EEBT. EEBTFRFEFEEL

TEARF) S50 20 R EATRE S I, 401 SRAR: Hh 1 €20 1 G £ £ B F 17 5 B b B 0 A — B0, 9 ELZESIBR
RS RORE RS R, HARML AP T e v s T e AU I, B RS — A B TR T T
5 LR — AL, %ot [J]— Ak &4, FE G BRGS0 0 AN B FRORE X = B2 L 5 R B AR 2 A v
WARLE, FEARVHRZEA T R 3 BE KVaE, AT R i oA LE SR U

*2 EMFENBFEENSEARFRE

XN EFFEE >50% >20%% 50% >10%% 20% <10%

FOVFAR N i 22 +20% +25% +30% +50%




GB XXXXX—XXXX

7.7 ME

¥ T e T B ORI VR T2 M 23 T IO € R IG5, DR BRI [ s
BT SEEE SR S e T 2R G S P 1, R e T A B 1
USR5 ELHEAT A0TSR SN i
7.8 EARE

BRARAIRES, SR 56 S R 0 25 BT P AT A
8 HRIH

B S U B DU B M 1, B SESRE T 50 (mglkg) 39, #5AR (D 115
_AXps XV X3 iR KRB AR, R KRB

w
e 1y ~ Asxm
o
A SRR B U T A T TR

As BREEVE TP B EUEAT A D P e T AR

ps PRUE AR P AR UL, AN ST (mg/L)

V —— REUR AR GRECE VLA TR K B RAR N B 2R SR AARD , Bh =TT

(mL) ;

m— WEERBRE, BAO8T (g

3 —— TEMRREAE L

THE S5 R ULE RS AT T ARG I R SL I 52 45 R H AT M RR, IREPIALA REY, 448
KT 1 mglkg i R B =147 807
9 WEE

9.1 EEEVFRMT, WUIMSZINE 4 R ERT ZARTEEMHER (D, HEMER (D BEHER:
8N 0.0 mg/kg I, FHEEMERR (r) 24 0.004;

%79 0.05 mg/kg i, EHEEVER (r) 25 0.014;

SN 0.1 mg/kg Bf, EEVERR (r) 4 0.019;

SN 0.5mg/kg I, HEEMER (1) 24 0.094.

oy o

o

%
9.2 FEHIMESME TS, WIS E L R4 Z AR TFHIER (R), BIMER (R HEEEN:
rEoN0.01 mg/kghs, IR (R) “40.006;

7
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8N80.05 mg/kght, IR (R) S40.032;
S oN0.1 mg/kght, FHIPER (R) “40.036;
& o405 mg/kght, FEILMERR (R) 40.27.

oy O

10 Hit

BB A ERPRIZE i BB M0.05 morkg,  HUEREEL 70 8 B R 90.01 mg/kg.
1 Eid

9888 AL RO T CT051 #49  1.76
LA 1216

BT
] 2301

iy ] | 1H 52 | .

|||||||||||i|||||||||||'|| LI I L I L O L I L L

an 40 an an m 12 0 i1 W ID =0

miz

1 BRERITEYEARER

RT: 0.00-5.00 SM: 15B
100

1.81

90
80
70
60
50
40
30
20
10
o ‘0/07924 059 0.82 ‘1'.2\17 146 ../ .28l 272283

B s s B s B | T T
0.0 0.5 1.0 1.5 2.0 25 3.0 35 4

Time (min)

B2 0.000 5 mg/LEAEURRITE MIRER R EIEE




RT: 0.00-2.99 SM: 158
100-

1.82

80
60
40

20

4007 032 040 055 076 1.02 113 1.38 160 212 232 247 272 281

0
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NL: 3.24E3
m/z=229.61-230.61 F: -
¢ ESISRM ms2
274.099
[230.114-230.1186,
258.118-258.120] MS
std-5ppb

100~ 181

1.60

247 273 2.82

NL: 3.35E4

m/z= 257.62-258.62 F: -
¢ ESISRM ms2
274.099
[230.114-230.116,
258.118-258.120] MS
std-5ppb

0.19 0.29 0.47 055
T T T T

0.99 1.06 1.23
T LAARA | T
0.5

1.0

T T T T T T T T T T T T T LU

15 20
Time (min)

[El3 0.00 5 mg/LBEBLITHEMIRER RS R EE & K E

T T T

I
25
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Mt R A
(FEREMR)
FriEEREKE. HMEERRINAIHIKEERR

RAFTEEREKE, REFE, RIEAVKERBIIRIVATIHEERR

SR Bk Frbf FEHCAT MK P — A LB I &
% g g mL
SERRHIE 85 10 15 L 30
Tk 95 10 0.5 B 20
Fh 95 10 10.5 PR 20
iR 90 10 1.0 PR 30
L% 80 10 2.0 1L 30
b 95 10 10.5 [ 20
KE 75 10 2.5 P 30
El 85 10 15 P i 30
P4 85 10 215 L] 10
Bk 90 10 11.0 PR 20
Gk 80 10 115 PR 20
A 85 10 1.5 PR 30
i 90 10 1.0 i 8
1= <10 5 10 1L 10
K <10 5 2.0 L 20
VS <10 5 0.5 L 20
INFE <10 5 0.5 L 20
EPN <10 5 0.5 PR 20
e <10 5 10 P 20
S <10 2 0 i 8
TEML <10 2 0 LG 8
T Le AVELETE AR Hh 1 R T MR AR S 2 % K B R B AT A K
2“7 FORAMERAIIER], SRIBUETIK.

10



