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Determination of acrylamide in toothpaste high performance liquid chromatography
tandem mass spectrometry

Tt

i

CHESR & AR

XXXX = XX = XX %5 XXXX = XX = XX SCht

HxmHEEEERLR
ExiFHEAEEEZER S

&



GB/T XXXXX—XXXX

= 2%

Ul

it

AR GB/T 1. 1-2020 (FREALTAESI 25 130 ArdEAb ORISR AR i) (R e A

THEBA SIS N E AT eI Lo A STIF I R AT HUR A AR L R DT AE
ATy rp E B TV S 23R .

A A DB AR AL SR Z S (SACITC 492) HH,
ASCAFHEE AL >,

AR BRI 72,



GB/T XXXXX—XXXX

FEPRERERNNE SIEEEIEHRIKRIEE

Er—ERAAXHNARNBERRIEE TIFRSSBRAW ., AXHHRIEHAATRENZEE.
ERAEARERMELNREMBRER, FRIETFEERBXAEHFS.

1 SEE

AR SCAFAIR T OF B v TR I T P VD v 80RO 0 0 S 7 v SR B SRR R AR R
REPIR, 2RI, BRI R ZESNE.

A SCAE T 8 AR R 5E o

A SCA H TR I B (ARG HA PR 0.01 mg/kg, i€ BEBR 40.03 mg/kg.

2 MetsIRAxH

NEISCAFXS T AR R A AT Ao Py HII 51 S, A H RO RRAR & FH A5 5C
o FLRAE RIS RSO, Hamdolk CBREIrE RIESUR) &M TASCH .
GB/T 6682 73-#rs 56 % F /K RS Ak 26 7 i2%

3 ARIBRMENX
RAFEA T B ARIERE Lo
4 JRIE

FETHAGBG LRSI 1k b )E, SR RSB il A 50 B A 2 S I M AR A, A
DR B IR TR AIRFAE A 1 8 1 L HOEE, AR E &

5 tFFnAR

BRSBTS A ik Al
5.1 JK: GB/T 6682, —%Z.
5.2 .
5.3 IEc¥kt.
5.4 HIZ,
5.5 0.1%HRRIEH (B ED - BLimL B (5.4) , FIKMRBEZE 1L, BEHE.
5.6 FrifEfh: MGBEIEARE MNP SCAFR. CAS 5 213, X/ Tl EAML S5 i UL % A 3R
Al, 4HEEA/NT 98%.
5.7 [FEALENIR: BCo-MIHBEIIMTE AR CAS T 13 AN TR EMAL 2= UL % A &
AL, 4iEEA/NT 98%.
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5.8 iR HEMRFRECPS MGG bR AE S (5.6) 10 mg CRERAZ 0.0001 ¢) T 10 mL F&EMi+, Ha
i (5.2) WEFMBEZRZIRE, RIS EWREH 1000 po/mL FFsHEGESR. T2 C ~8 CROLLRAE, W
RAE 124 H .

5.9 bRdETIAR: HERFZEC 0.1 mL ARdERE & (5.8) T 50 mL AEIM T, FKMREZE, ERE
WEEH 2.0 po/mL WIFRER . T2 °C ~8 CEOLIRSF.

5.10 WARERI: HEFIFREL BCe-NEHEI AR 5 mg (5.7) T 10mL &I+, HZEE (5.2) #fEit
MR R ZIE, RIS EWRE Y 500 po/mL T FRE . T2 C ~8 CELIRAE, AI{RAE 12 1MH .
511 WA TAEMR: #EMFE 0.0 mL WA (5.10) T 50 mL FEIM+, KR EZE, BIER
BN 1.0 o/mL MNFR TAEK. T2 C ~8 CROLIRAE .

5.12 JEfE: FL42 0.22 pm, i NE T 66.

o

P&y

o R € it R T — B DURRAT A% . FC AR 55 & 1R (ESD .
L7 RF: JEHE 0.001 g A110.000 1 g.

W IR 45 o

R B VR TAESEAMIKT 40 kHz.

0L B EAMICT 4 000 r/min.

o oo o o
aN W N =

~

LTk

7.1 AR

FREC 1 g OFEf 2 0.00 1 @) ilFE, BT 50 mL HESLEH, #EFINA 0.2 mL Wis T/ (5.11) ,
WERA IS WEREII 10 mL /K, HIEFIRERARS), HA 5min. SA/EIMA 5mL EdkE (5.3) ,
W€ L min, T 4000 r/min &0 5 min. BUNE/KER, SMFLIER (5.12) dyg/ERr.

7.2 ME
7.2.1 BYRHEGIESEEY

e R I 8 225 26 AT
Q) ilFHIME: Cwfaifh:, 1.8 um, 100 mm x2.1mm, BiPEAEAYSE
b) WBENFH: 4 (5.2) FO.L%H R (5.5 , BREEVEMAET WKL
¢) VRBNAHRIE: 0.3 mL/min;
d) A 30°C;
e) HFfE: S5ul.

1 O RhBERE SRR &

i E] Cmin) oI (%) 0.1% IR (%)
0 5 95
2 5 95
3 80 20
4.5 80 20
4.6 5 95
6 5 95
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7.2.2 RIESEZH

TS AR

a) SR HWIEEUE (ESD

by H#iT A IEE T

) WiZ Lk 5500 V;

d) & FIEIREE: 400°C;

e) Z S ESI: 0.345 MPa;

f) AHBIREJI: 0.414 MPa;

g) AAAJES: 0.138 MPa;

hy farill 7 =0 2 BN (MRM)

i) R 80V AiEEH OME: 10 V;
) WEYRET. FET AR ES NER2,

R2 ABBERERGRRIESH

wEY KT (mi) TFEF (mi) it RE R (eV)
R 475 Tt e 71.9 55.02, 44.1 16, 26
BCa- N M I iz 74.9 58.0 16
SEEET

7.3 fRETLIERRZLRH)

43 AW BdE S bR dE R R (5.9) 0.015mL. 0.025 mL. 0.050 mL. 0.100 mL. 0.250 mL #1 0.500 mL,
PLA% 0.20 mL ARHAIE (5.11) , F/KFREZE 10 mL, 153 &50brdE TAEAR G o s
P Fi2 () oS3 £ 9531l v 0.003. 0.005. 0.010. 0.020. 0.050 1 0.100 pg/mL, WFR¥SE R 0.020 po/mL. K
FRAIRE AR OB i A S 226 TAR SR (7.2.0 f1 7.2.2) #EATIE, CLEWEEE 1
T U 1) UEE TR 5 PN b B U TR AR B A N A AR, 5 T I RV VAR FE U (B R A AR E T, il b v A
M2k . PR ot M S FE N b AV VR 00 22 S 7 B i 23 1 2 LB 5% B 1] BL 1
7.4 RAEENE

PR B A BT 225 4 (7.2.0 F17.2.2) ME PR (7.0 o G SR alRE AR ) o (1) i 0 £
B IS (B S ARV ) — 30 IF BRSBTS s5¢a AR BUS Ed, pri Ben e 3, i Bk # s 1 1)
AN = FE SRR UEDD o (R AT LU, AEOH W 22 AN B I 3R 3 B (T [, ml s DAl v A R R AR 4
Wk B A€ BB TN AL G Y S AR, DLAARIEE & o R B 0 i) e )84 25
EPERRAE 2 (2R PTG L2 N, R 2 M9 L sl Y VR T PR KR 8 i i3 A7 DU o

*3 EMMHIEFENBTFFEENRKRITRE

AT BT =EFE K (%) k = 50 50>k =20 | 20>k = 10 K
FHFHI R KIWE (%) + 20 +25 +30

N
S

[+
un
o

7.5 =Z=RARE

BRAFRIGAFESS, 27 1~7 228 BFEAT I E
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8 LZRITHE

R B & Bk A (D 5

X - (¢, —¢,)xV x1000 y

; K &D)
mx1000

A

Xi—— AR I BLIL I S B, A Z RT3 (mglkg)

Ci—— MR HE 2 A5 2 IR T BRI O BRI, SRR TOE R 2Tt (ug/mL);

Co ——MNARTHE I 2 75 2 (12 A RE S i PP ORI 10 B Bk, SR A ROe R 2Tt (ng/mL);
V—IAKEARL, AN ZTE (mL);

m — PR, AT (0);
k—— 8 £ vt ) O R 1

THEEE R AP CPAT I E 25 RINEARTFIMERR, R =006 8087
9 [EgE

FE VR I % 250.03 mg/kg ~ 0.5 mg/kg Vi FEl Y, (RIS AE80% ~ 110 %22 [] .
10 HBEE

5 5 R NE AN TRAT I PR UL RE S5 SR IR A0 Z A AN I ST E{E 1) 15% .
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M & A
(ERM)
RGBT EREARER

PRI bR 1 i S AR R SCR R SESCAFR CASS . 7o, MK o7 i St 5 XL 2%
Al

R A1 AGEHERIREREARER

Fs AR HEXAR CAS & 4FR HXFRE 2 g M=
0
1 TR I i Acrylamide 79-06-1 C3HsNO 71.08 \)]\
NH,
I
2 BCs-PiIEEEE | 13Cs-Acrylamide | 287399-26-2 | 13C3HsNO 74.09 - /‘3(-1
C=ng  “NH,
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M % B
(FERME)

PRI BRBE K AR R R % [ R Bt 7 ]

PR I3 BB e PN AR A P 22 S5 7 e it € 1 1] DL T B 1

BEBElcps

BEcps

EEcps

1505 FRERE. 71.9/55.0 162

1.0e5

5.0e4

0055 05 10 15 30 35 30 is 40 is 50 55 80 65

B8] min

7535 | TREARE. 71.9/44.0 162
6000 7

4000 1
2000 1

00 05 10 15 20 25 30 35 40 45 50 55 6.0 6.5
B}{8)/ min

5.0e4 | C,FHEE: 74.9/58.0 1.62
4.0e4 1
3.0e4 1
2.0e4 1
1.0e4 1

00g9 05 10 15 30 55 30 35 40 i5 50 55 60 65
B 18]/ min

[ B. 1 RAHELEL R HRARREA R 2 S R ] € T E]




