ICS 71.100. 40
CCS Y 43
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7 BEEE PR GET IR
EE%E"J/)”\U/E SRLEEEIE A

Cationic surface active agents-Determination of acrylamide residuals in
polyquaternary ammonium salt-High performance liquid chromatography

CIEH AR

XXXX = XX — XX SCH
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GB/T XXXXX—XXXX

= 2%

Ul

]l

ASCAFHZIE GB/T 1. 1—2020 CARifEAL AR 25 1 #00: AL SOPF RS AT SR ) AR
L,

THEBA SIS N E AT eI Lo A STIF I R AT HUR A AR L R DT AE

A E R AR & 2P .

ARSCAF Hhy 2 [ R AT e A AR L R & i (SAC/TC272) HH

AL T RAL: **%,

AR BRI **,



GB/T XXXXX—XXXX

[HEFREEMT BEREPRGEERZBENE S3&HEE
A

1 SEE

RIARR T R #h-7. R ER-22. REWIR-33. BEWE-37. REMIE-39. K Hh-47.
R 2 i h - 5358 ELAG TR 7 T e XIS P 2R 2 e 7 ot o DR A TR e P s 28R € 8% 00 5 79

KRIAIE T R #h-7. B h-22. REWIR-33. BFEWH-37. BEW-39. KT Hh-47.
TR TRt £h-53 58 A T MR Tt i IR P 5 2 e 6 77 i v R I T e U 5

AR SO AR RS R (G HH PR MO.5 mg/kg, EEPRA1.5 mg/kg.

2 MetsIRAxH

B ST A P A S S R T | R T AL RS S AR AN R A g Sk e, v H I S A S,
A% H B0 N RRASE B T A A H RS A, HEsHRA CEEFTE MEscs) @l TR
A

GB/T 6682 43 Hr 3256 % F 7K FUAS 38 7 vk

3 ARIBRMENX
RAEEA T B ARIER E Lo
4 JRIE

SRR IR BERE 2/K 7 B BRI AN SRR BEUTIE . B0, SR i ROBUE Bl Rl AR B
IS TRL AR SRRSO 1 B E I, Ahbnidie e

5 FrIAneE R

5.1 JK: GB/T 6682, —%.

5.2 HIRE, ik,

5.3 WAFALH: [KsFe(CN)s « 3H,0], Friréti.

5.4 ZFgR%E: [Zn(CH3COO), « 2H,0], 4r#réti.

5.5 WERFALAER (92 g/L) : FREL 92 g WARFALER (5.3) , MIAIK (5.1) RRAEMIRS, FEHK (5.1)
FBEE 1000 mL, JRAIE.

5.6 CLFREERW (183 g/L) : FREX 183 g ZFREE (5.4) , JMAJK (5.1) FeA¥MRs], HHK (5.1

FBEZ 1000 mL, JRAIE.

5.7 FnifEdh: NIEBEIARHE R IS SCAFR. CAS 5. 43T, A i AL S5 R U LB 5% A 3R
A1, ZHEEA/NT 98 %.



GB/T XXXXX—XXXX

5.8 brvEfERSW: AETRFREXPS IS IR IEARAES (5.7) 100 mg (FRAEZ 0.001 g) T 10 mL &M+, HH
B (5.2) VEMRIFMBEZIEE, RIS EIRE N 10 mg/mL MIFREM ST T 2°C ~ 8 °CIR1E, W{RIE 6 1
He.

5.9 FrAEFIAR: AERIRSEL 0.5 mL ARvERE R (5.8) T 100 mL wEMF, F/K (5.1) MBEZE,
BP1S IR BN 50 pg/mL ARAEF I . T 2 °C ~ 8 °CLRAF -

5.10 JEME: FL4E 0.22 um, MFNJEE 66,

6 UFEHE

6.1 FIRCGHARGEIEA: B AE RS IREE (DAD) .
6.2 HFRF: B&E 0.001 g A10.000 1 g

6.3 liERIRG A

6.4 B0 FIHEAMKT 4 000 r/min.

6.5 ZiEjf: 10mL. 100 mL. 1000 mL.

6.6 MWESFEA: 1mL. 10mL.

7 REPLEE

7.1 WAEALTE

FREL 1.0 g (FR¥EZR 0.001 g) iRFE, BT 50 mL ZIEE.OFF, A9 mL /K (5.1) , #R¥% 30 min
TARFES, NN 2 mL WERFALAIATR (5.5) , SCRIVEAIHE], BN 2 mL LBREER (5.6) , SLEIE
E¥5), MKZE 15mL, T 4000 r/min &0 5 min, £ 0.22 um WMALIERE (5.10) i35,

7.2 ME
7.2.1 BREEIESEEH

e R L I 8 225 26 AF T

a) EREAEMAG: Cisfailfd:, 5Spm, 250 mm x 4.6 mm, BCHEREA Y
b) FEIH: 10%HEE (5.2) F190%7K (5.1) , ZEEEVLi;

¢) JshMtE: 0.5 mL/min;

d) HiE: 30°C;

e) HEFFE: 20 pL;

£ FlgEK: 210 nm.

7.3 tRETLAERRZLRE

A AR BUE B RRAE TP AR (5.9) 0.020 mL. 0.040 mL. 0.100 mL. 0.200 mL 1 0.400 mL A1 1.00 mL,
FK (5.1 FiBZE 10 mL, S8 RFIbRME TAERR CRBECBLTD , Hd PSR 0 B S 43 590N 0.10,
0.20. 0.50. 1.00~ 2.00 £ 5.00 pg/mL. ¥ RFUFRHE TAEEHIZ S R S S5 TR (7.2.1) #47
e, DA I Tk i 2 0 Oee (1) W T AR N AL b, 5 R R ARV R B AR AR E T, il bl AR R 22
PR TR A T VR 15 S 23 LB 5% B & B 1

7.4 REENE



GB/T XXXXX—XXXX

2 e OO Eo il 2 PH I PRI (7.1, R RS HY AR 5 4 Bl U ) £ B 1 55 v o — 38,
HAASMRHBOLTE B ShRE R — B0 ARAERE M P AR ARG, LR ki, CAMREE .
VA R AR A0 P i) 7 50 S o 4 Fh 2 O 2 VE VG R 2 P, R R e P 9 TR Rl R T 7KV (5.1
MR HEATINGE o 7R BN, TR OB G R I TUERE AT IE SE S, S MR Co

7.5 TR
FEAFREGREESS, 24571~ 7 225 B3 AT & .
8 #ZRiHHE

R I S B AL (D 5
B (cl.—co)xVXIOOOXk

AR A A T —— (D
mx1000
v iR
Xi— AR PRSI & &, AN R T (mg/kg) s
ci—— MR HH 2615 2 BRI U TR B 0 B IR, SO TOT 2T (pg/ml)
co MARAE 215 21 (045 I RE ST D I IR B G R R B, B B2 T (pg/ml)

V—E BIAER, BAAZETE (mL)

m —FEpE, RO () s
fe——— R 2 A Pl (B B 1

THA 4 R = R
9 EKER

TEAN NI FE 1.5 mg/kg ~ 15.0 mg/kgia BN,  [FISCRTESD % ~ 110 % [8].
10 HBEE

FE R NVEZ A N IRAT I PR UL RE S5 RN 480 ZAE AN AT EMER 15 %,



GB/T XXXXX—XXXX

Mt R A
(FERE)
RSB REFRE R AR ER
PG TR RAE S IO TP SC 2 FR . XCZFR. CASS . 7ol M 7 B S AL A 45 LR A L.
FZA 1 ABHMEREREARER

S | BXHK FELAFR CAS 5 a4 FEXF 5T B A

1 AT Acrylamide 79-06-1 C3HsNO 71.08
X NH
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M % B
(R

RGN E R R B ik E
PR I B o T ) £ P DL ST BT

0.10-
0.8

0.06-|

U

< 0.04]
002

0.0 A

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C

& B. 1 RGBT R IR B IEE



M % C
(R
FRIESELS
C.1 BXRHEEESE &N
15 RO B ) 52 25 25N R -

GB/T XXXXX—XXXX

a) IR Cistuiift, 1.8 um, 100 mm x 2.1 mm, ECHEREAR 3

b) VEhAH: CHERN0.1% I BRVEW, BhEEGEIURE 7 WARC.1;
¢) VRBIAHRIE: 0.3 mL/min;
d) A 30°C;
e) HHFEE: 5 uL,
< C.1 SREhiBEE B AR &

1A (min) o (%) 0.1%HFRRIE (%)
0 5 95
2 5 95
3 80 20
4.5 80 20
4.6 5 95
6 5 95

C.2 FRIESELNG

R 22 S AR

a) BT HEBIEE IR (ESD ;
b) HHT BRI

c) WiZHE: 5500 V;

d) & TIRIEE (TEM) : 400C;

e) ZMWAES (GS1) : 50 psis

) HHBISES (GS2) & 50 psi;

g) RS (CUR) : 40 psis

h) M) (CAD) : 9 psi;s

D) Rl g 2 RN (MRMD
D EEHE: 85V

k) WAEMEE T FE T AEREES LEKC.2.

*®C.2 AHBERRIIEIESH

WEY BET (mkz) FET (m/z)

M REE (eV)

PR Hi Bt e 71.9 55.0 , 44.1

16, 25

C. 3 £ IR

FRAE = RO (i v R ) & B, FRBGE EAFIERESS, BT 50 mL ZIEROE T, N 20 mL /K,
WEHES YA, N 15 mL 21, IBEAE, T 4000 r/min 550 5 min, B EEROE 4G, £ 0.22
pm A FLIE A e 8 J A



GB/T XXXXX—XXXX

C. 4 IRXFEME

HEATIRREI N, CBORREE SR, TR ISR B 22 44 (C.1 AT C.2) W8 R VA TR bR v
W G FEAEE P A U 4 S5 1) € 5 UG £ B W) 1] S AR VA VR I — B IR BLAEFIBR TS =05 (R o 1 i v,
P BB X B, i ELIE R B T AR 3 B SRR AR IR AT LR, AR R ZE A SR C.3 e 1
FEl, ] e AR TR S L AR A o TR M B B R VA R R e B L €L

#*C.3 EMWEINBENBEFFENRARITRE

X B FEE k (%) k = 50 50>k = 20 20>k = 10 k < 10
TR KM ZE (%) + 20 +25 +30 +50
20000
é :.. 15000
ﬁ( {E( 10000
o o
5000 1
05 1.0 : 15 20 25 L 05 1.0 : 15 20 25
A} [8)/min itiE)/min
RGEAR: 71.9/55.0 AEERE: 71.9/44.1

C.1 AIGHRIEINEFaiEE




(PHES RG] RS RBR R IE FRiaE
VER) SR AR
— AR

1. fE5RIE

AARAERR Y E bR 2 4 [2025123 5 (EFRAEE B R0 T Tik 2025 458
DUHEARE 1 [ Sbm v X S AR DRARAESN ST HRI @ 0 ) S0, T H A FK (BHE T
RIMNENESR] R SR T A vk B R @ RO (k) E M5 N
20251257-T-607. FEATHEA: F BB ARG R A FEH =5
B A PR A A& TUH B84 H, RIS 58 s 1] 20264E10 H 31 H .
2. HlRER

PTG — M T RANAEY), BAMEMAERENE, KIS 35
ZMH DNA $ifi, AARHBIEHE. B MiciZigas . L MIREASER, HiHBE
EHABAERUEYE, 1 E AR RSN 2A KBUBYIIT. FRE A i B A
V0 B IR A R 35 B A R R B ot i AR A 5y . (At e 4R
FIE) (2015 FERO BUE, 757 SRR 0T 1 Ak gl (0 B A4 At i o PR A4
AR KR B 5 0.1 mg/kg, FHT-JHCAh ™, PG BRI B A4 B 0% B 2 0.5 mg/kg.
H T A H it R 5 B TR T Y B (R T AE S T A, AP OR R SBURT A M B il A A
AV T R PR 7 it 22 4 UG PP 24 FLAR Dy S I I H

R MR T E T REY, BA RGFWEALYE, wIEARH™ 5
SRR BUER AR FUAGR B, A E R R . BT O AN R S
EhER T, B 2GR T2 RGN . I SRR TE & BRI IR i 725 5
A RARER R, X AR A T P I TS G ORIV . (RN [R L2 R R R
NIRRT e AR AN R], A 2 3R -7, A = PP 3 R s 2 A e R R s T e f
BY), PINREBMAEZHES TR REEZRBINEE TR 5URIERE U 51K
RIS A AR, MRGREAR, S/ e iiaeErt. WRBEIE Rk
W75 DRI, Dl G dd Bupt it it PO IR R 1 2 e BRAE, SRRk ERE A
DA it JEOREFEAT A RN, 75 0 o ) PR T e B B AR AT 1

(BRI B RS dhrh, A TTEAFEAN R e BRI R 7 TR G

—



Yo, BT AR SRR 6 v O A I e AR . A PR s S5 i R, O T R SRR R
77 R TR A I R M T R ST A DA TV
3. EET/EERE
BEMB: 2025 £ 5 H, RIEERZK[2025]123 5 ik ERbAERET R
S RiE A, TH A AL T bR AR AN, &l IEEAA B E A
SOFRAE ARG TERE, FHEG LIRS AE . REEER TR R 7 AR, ¥
BRI TR TR LA, A e ORI, R AL 7= il 1 32
BU. 10 tE, AR VR0 R . HERE . LR RIAE I, gl
RLBEATITIRSAE: T 2025 4F 11 A 13 H 58 IR 38 bk R 2 WA= A0 g il 158 B
TERB B : ST FE, T 2025 4 12 ARIRIERATIA KA
JTZARRE M, FET 2025 4 12 A 10 S7E SAC/TC272 BIRAH 2 EAFHERZE ..
WRyE S W, R AL P e MRS, R AR,
Ry L)L R
2.1. prvEgm ) JE N

AR PR 2 ) J5 D00 B 22 [l A 1 ol T iR AR, X R P A A AL A )
R Re ARG oL, B ORITIEFRHERI RN A Jedb e, AIAT IR AT A e . SR
GB/T 1.1-2020 {FrEf TAEZN 55 1 #B50: FRdEA ST A A M ATES FE R ) AN
GB/T 20001.4-2015  (hrvEESn SN 55 4 #50: RBT72A5ME) M SN, 3
2T 1 SR 24 M B SR R A R At R A FE 0 R R R A2 R R 7 YR

UERARRTED .
2.2. WEYIRER

I ISR HERD 15 8 T R 1.
=1 AEYMRIER

X

SRR INCI/ZECA R CAS & SFR [

WG

[y Acrylamide 79-06-1 C3;HsNO 71.08
X NH

2

2.3. UBRBSHEHEFENRN




2.3.1 FERARL

FREL 1.0 g ORERAZ 0.00 1) FE, BT 50 mL ZIFEE.08F, A 9 mL /K,
&% 30 min WEMEFEM, IO 2 mL WEAEACHVER, LRSS, A 2 mL
ORI, STENRAE], IiKZE 15mL, T 4000 t/min &0 5 min, £ 0.22 um
S SURYEE SRR
2.3.2 BB EIESHENEES R
2.3.2.1 WMEIRAZI S MR SO E

3.801 &1

f97.2
0.12 /
4 “’ \\

0104/ |

| \

0.08)

2 1
< 0.06 \
0.04-
0.02+

0.00- s —— — -
———
200.00 250.00 300.00 350.00 400.00

5K

B 1 RGERERARER R IEE

4 G 46 A7 B 2 ARG W 285 P v AR €4 (CHPLC) HEATINE, AN
FIH LA BRI E M. BCHI 10 me/L IS AR AE VA, HPLC Rl J5 3845 Fo 46
AMERE BRI 1 . PARSEEIEAE 190-240 nm 22 [BJ 77746 28 AL, S R ICI Ky
197.2 nm. 58RI 2 I B 2R 20 SAE B IR, L% 200 nm. 205 nm A1 210
nm @G, WE 2~ 7, 0.1 pg/mL WIEBEE =AML #A B 2 Hi %, 205 nm
AMETE e B s, (HSERRRE R B SR 210 nm AEFELRTETRE, b T, Rk
£ 210 nm FE Rl A< .



E2 0.1 pg/mL AEGERRARERR (200 nm) BIEIEE

0.005
0.004
0.003
2 ]
0.002-|
0.001]
0.000; — ‘nh oo Mhafeh g v‘v o M day “] 4y "! v‘ P il "'“‘!l'AL o
T A
; — — ————— — — — — — ;
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0¢C
ol
3 0.1 ng/mL AHEELRRAREAR® (205 nm) AEIERE
0.005
0.004

o gl Al M N
iy A Ay AN b P i Y

B4 0.1 pg/ml BEERARERR (210 nm) AIEIEE



0.015

0.010

AU

0.005+

0.000

0.00 1.00 200 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0¢
bakss

5 BRZ&Rih 37 hRGEELER (200 nm) AEIERE]

00107
0008

0.006

AU

0.004- ave

0.002-

0,000

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
baks

6 BEEREL 37 FAKELRR (205 nm) BEIEE

0,010
0.008-

0.006

AU

0.004-

0.002-

0,000

0.00‘ a ‘1.(‘)0‘ a ‘2.00‘ ‘ ‘3.00‘ a ‘4.(‘)0‘ a ‘5.(‘)0‘ a ‘6.00‘ a ‘7.(‘)0‘ a ‘8.00‘ a ‘9.00‘ a ‘10.0(:
o
7 BEEHE 37 FRKERER (210 nm) HETEE
2.3.2.2 iR
RGP BE-7K AR BNAR, LU T Cig 1 4F: Ultimate AQ C13(250 mm x 4.6 mm,
5 um) , JADE-PAK® AF Ci3(250 mm x 4.6 mm, 5 um) L Sz ChromCore HILIC-Amide



(150 mm x 4.6 mm, 3 pm) 1 JADE-PAK®NH; (250 mm x 4.6 mm, 5 um) VYR
WA P R 1) 7 B OR . FEE AR AL SO, BT DR TR Jie A 1 1) 54 S S B
A 100%7K, 75 C18 (il ik iE U 4f, 7£ HILIC A1 NHo £ BRI 2 5 RE0R,
JADE-PAK® AF Cis (250 mm % 4.6 mm, 5 um) _F A ERRE K0T e A 6 FR (N
Kl 8~11) o [AILi%# JADE-PAK® AF C18 (250 mm x 4.6 mm, 5 um) EiliHA/ER
ARG 1) T A

0.050-

0.040

0.030]

AU

0.020

0.010

0.000

Lo ———— ——— —— ———————
0.00 1.00 2.00 3.00 400 5.00 6.00 7.00 8.00 9.00 10.00

ekl

8 0.1 pg/mL FAEELRRFFAEARIE JADE-PAK® AF Cis i B8R

0.020

0.015

0.010

AU

0.005

0.000- L2

A

D
0.00 100 2.00 3.00 400 5.00 6.00 7.00 8.00 9.00 100

paii

9 0.1 pg/mL AHEREFREAIRIE Ultimate AQ Cis BIEHE D ER



0.030

0.0104

3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0¢
palii

B 10 0.1 pg/mL RHELREFRAERIRAE HILIC &% 5 BEHR

0.006
0. 004;
| " MMWMMMWWWWWMW
0.002+
0. 000; ‘

T T R B B Sy B
0.00 5 00 8.00 9.00 10 0C

o4

AU

11 0.1 pg/mL AGERARAERIRTE NH, BiEH0BHR
2.3.2.3 VishHHAL R IR
%% JADE-PAK® AF C18 (250 mm x 4.6 mm, 5pum) , FEXJ Bl X} A 5 Bk i
7B RCR . BT PRI N R W SO AR, A P e S AN R RR HEAT I E I, R
s LB 12~13) , T80 0.1 v g/mL R EERZ I 0 B s e R I . 356 4k
SELEAE T W EE- KA. FFEE-10 mmol/L £ B8/ 7K HE VU1 H BE-10 mmol/L 2R %%/ 7K
(& 0.1% IR WIRAE NN RGN, PIMRBERZ 1 (3847 . MR RG T,
A 5 T i PR W T AR B0, R B AT A, H R B /KR B AH R G0 1 2 4 T~ 2% (WL
14~16) o DA 20k 35 I EE KIS AE A SRR sl . 2P AR, RIS
FERAT BN . ARLIRMRAL ST, EFE 10% H - KA i s Al .



AU

& 12

AU

AU

o.so—f
0.60-
040+
020

0.00

FAEZ-Smmol/L FRERER/7K (& 0.1%FER) AMENER, 0.1 pg/mL RGERZH) & ikE

[ e T s S e B e L A R
4.00 6.00 8.00 10.00 12.00 14.00

1.50
1.004
0.50+

0.00

0.00

[ T s S e B B L A R
4.00 6.00 8.00 10.00 12.00 14.00

13 FRAER-0.1%FRER//K AR EERT, 0.1 ng/mL AR BILE

0.020-
o.o15—f
0.0105
o.oos—f
o.ooo—f

-0.0057

-0.010+————
0.00

3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
paiii

14 BAEZ-10 mmol/L ZERER/7ZK FRENHERT, 1 ng/mlL AEELZABIEE




0.020-
o.o15—f
o.o1o—f
2 o.oos—f
o.ooo—f @il
-o.oos—f
'0-010:""\""\""\""\""\HH\HH\HH\HH\HH
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
ol

15 EAEZ-10 mmol/L ZER$Z/7K (& 0.1%ZER) ARantERT, 1 pg/mL AGEERZAY &1L E

0.020+

0.015

0.010

AU

0.005

o.ooo{M

-0.005

W
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

e

16 BRAEZ-/K AmantEnt, 1 pg/mL BEIEE

2.3.2.4 BN E I U B 0 S 4

a) tai%kE: JADE-PAK® AF C18 (250 mm x 4.6 mm, 5pm) , SiPEREA Y

b) WEIAH: A: FEE, B: K;

¢) Jii#: 0.5 mL/min;

d) #ii: 30°C;

e) W: 210 nm;

f) BEFEE: 20 puL;

g) BEEEBEMAR . SEFEVEML, 10%FBE-90%7K, 10 min.
2.3.3 EIALEFAREFE SR

BT R R — MRS T TR EY, WIRN et ZE R
YRR, T EENREEMIEME L, R RESYITE.
2.3.3.1 7 HUA IR %



WIS TR 285 HEE. LB 50%ZMEA 50% F BEAE o Bs Rt K =2
BRI HOSCR . B 17 BoR T LR 37 Ak CRZEwER 37 R EACR, ol
B, EIREFIM O EOR . B 37 KPR a0, EENLERF, B
IR AR RY), SR EH R AR (8 SR CEAE N 8ORE
RFp A48, TovE G PR, 2 UK 2R . 5 50% CERT 50%
IR BEAT 73 BN, SR ZE R W] B, BV VRBORE . BT SR B R R T A
AR T KA, DRk 8K AT 40

N

m

WM

HEE 50%ZH 50%HE

17 BRZFtRE: 37 EARIR TR 2 BER

RSB A 2 2 SN [ AR AR IR KO0 SRR i #h 7 BUOIUR . SRR h 7. Rk 22,
Kb h 33, R 39 MUK, BRI 37, REHEL 47, KL 53
FR . BOR R TR S B Ve, R TRk 37 A1 53 B i, AR g
T AT ESE, A 9 mL /KIN, B R ERE 8. BIULATAL RN, %
PRI 1 g A5, DN 9 mL /KT 2 BUA R .
2.3.3.2 PLIEHE AL EE

REW AU, WIRBEIE SR BOa A, BB R IR Y BT, T8
POEEE, TR AYRR, DRIk n VA ) 75 BEAE SR I A I i 1) [ B 2R
EMVNE . HFEEEMENHETREY, SHaEARAMUER. EEFAHRA
LR —HA R EATUER, NHAZ. RELBRI, AFRREEREIMAL
BREA N QAT FRA . BOE, BRI RITE, H EIEWRT R R
Mg, sesngsRIE 18, HE—BAATTEIERIPAR, KITEMA 2 mL VR
BRVA (92 g/L) A2 mL ZFREF (183 g/L) WG, A RZ4gth bk B nlil
0.22 pL JE B FHEAT I E o

10



18 FEIRFEIRITESR

2.3.4 B E KRR BT AL B R A

FREL 1.0 g CRERZ 0.00 1 g) ilFE, BT 50 mL ZIEE0E T, A 9mL K,
PR 30 min VEMAFER, M 2 mL WARFACHER, SZENREISS, B2 mL
CREFEW, SLRIVRAIA], IIKZE 15 mL, T 4000 r/min &0 5 min, £ 0.22 um
iy EBOR Y=L R
2.3.5 VAU Bk A BH IR I 7 ¥k

I T SRR R S A ), TR (i 8 58 M DT AR AE AN A2, D T 3k IR A,



SEST T AR B R BUAH €0 0% - B / B B IR TV o 0 S AT DL T B A o B B
ALARHPEARE i B BAIE,  PRAUEAS WSS RHERATE . b 00 kAT AL B AR T 4R
- WBRFACPITTIE T ik, AR dh AR BRI ROV ELER P U (- S5 1/ o 2 A5G aK

i BLFTEEATAE A T AL

2N, WORH T 3 18 S AT R 5T B 2 B SR T AR ER AN R

(a) WAHEIE 225 TAR KM T
tBiEAE: Cigft, 1.8 um, 100 mmx2.1 mm (HE) ;

MBI ARNCHE, BA01%FR/KEH, #EEMFET: 0min ~2 min, 5% A;
2 min ~3 min, 5% ~80% A; 3 min ~ 4.5 min, 80% A; 4.5 min ~4.6 min, 80% ~5% A;

4.6 min ~ 6 min, 5% A;
ik 0.3 mL/min;
Feit: 30 °C;
R 5ul.
(b) JRE 2% TAR %At
BFUR: IR B (ESD ;
PR EE P
55 HE (IS) & 5000 V;
B TIRIEE (TEM) : 400°C;
FHAIES (GS1) : 50 psi;
SRS (GS2) & 50 psi;
SAAIES (CUR) 40 psi;
i< L/ (CAD) : 9 psi;

s 2 BRI (MRMD , AEGBERERE 7. T8 7. ZiEHEE
AR, W& IREE Tk,

*2 ABEERIEIE MRM ER MU S

A= BEE T (m/z)

FETF (m/z2)

EN LiNiS

Q%)

fitfERE R (eV)

I 71.9

55.0, 44.1

85

16, 25
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AHEEEE: 71.9/55.0 AHEAR: 71.9/44.1

19 FAHEBEENETEILE

(b) AT AL 2

AR v ROBAR R & B, RIUE EAFHIERE S, BT S0 mL ZIE O
B, N 20 mL 7K, IWEE B4, NN 15 mL 41, IBEI51)E, T 4 000 t/min
B0 Smin, BUEIEBOE UMBEE, £ 0.22 wm GALIEBE IS IR S AR
2.3.6 PR RAR B

WECELFH) 10 mg/mL K HRARPRER 2, 1E 4°CHKMFTIRE 6 MH, &k 1
AN HBCHARE, ik 2.0 pg/mL BRI, SR FHAH [R] R 1502 A0 €0 3% 2% A 34T I
Mg IR AR, DUTE R e s e v, MRS R AR 3. S5 RRIIE 6
ANF, TR R Ve T AR AR AR X AR U R 228 1.3%, FIXTARZER 3.7%. 5
BUAS RIS (RTINS, e B AR BOR IR 2, MR Z BRI 5%, KU HM
PbritEfit & IRAE 6 A H AR E 1 -

%3 FAHEBRRRE R R ERIEER

U T AR

e
@ueml) | ox | wsx | 1am | aam | san | anns | san | ern HARTERRE R 2

z (%) (%)

PR S I fe 147433 | 150186 | 146578 | 145099 | 149263 | 147775 | 146067 | 150608 1.3 3.7

2.3.6 LRHEXRR. MHRAEER

15 K BCHIIEE N 0.1 pg/mL+ 0.2 pg/mL. 0.5 pg/mL. 1.0 pg/mL. 2.0 pg/mL.
5.0 pg/mL WG AR TAEVER, 4 HPLC e, CAETHANIALKR, FriEds
TR FE R AR, AT LoV R0 H , $IA5An v TAE 2R Cy TR, x JNREE, ng/mL);
AR, € EIRIR SR HE TARE, 42 IR T AL BT VR AR 25 A AT



M7, LAMEMELL S/N=3 B A iR, PUERRLE S/N=10 #E TikEBR. m%&
JIER R )9 0.5 mg/kg, TIiEEREIRJY 1.5 mg/kg. PRk HIZEHHRE, R ILK 4 &
20 Pro, ARUEE A H BRMTE B IRODNBS R et ) € 3 B LI 21~ 27
x4 REEHENZMEXR. REHRFIEEMR

oy KT HIFH
(ng/mL) S (R)
0.1 0.2 0.5 1.0 2.0 5.0
R 7116 | 13986 | 32379 | 63713 | 124965315947 | Y=6.29e+04X +7.24e+02 | 0.999975
300000
200000
oS ]
= 1
100000
0
0.00 1.00 2.00 3.00 4.00 5.00
%

20 AlBEEAZRIFRE L E

T T T T T T
5.00 6.00 10.0C

periid

& 21

0.1 pg/mL A HELREFRAER R EILE
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HE
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& 27 BFERE 53 AGEREERMFNEIEE
2.3.7 BIRRSFEEE

Oy U A BT B ER TRk 3h 22 BT IR 47 SR L 53,
FARTERAT 3 NI (1R ERIR . 2 =R 10 5% EER,
P 1.5 mg/kg. 3.0 mg/kg 1 15.0 mg/kg) [FISGRES, FiE B PHPERE S48k 39 AT



3ANGINACE (. . &, BT 20 mg/kg. 40 mg/kg A1 60 mg/kg) [FIUSCIREE:
, CPATIIGE 6 W, THELEICRAE BT . AR AR HER 2 (RSD, n=6) I
R 50 AW, TR EEIEEIY, PGB AL S0 I0bR-F- 2 B 3R AE 82.9% ~ 100.2%
2 18], AAXFRUEIRZE (RSD, n=6) fF 0.4% ~4.2%2 [8]; EA KI5 BRIk o
JE, RefE L HE R e TR .

x5 ABEBMERMERERBEZEE (n=6)

- IR R (%) FH9E | RSD
(mg/kg) 1 2 3 4 5 6 (%) (%)

1.5 80.5 | 819 | 838 | 8.1 | 807 | 873 82.9 2.8

Eé%“zﬁ%ﬁ 3.0 92.6 | 955 | 906 | 8.6 | 936 | 875 91.6 2.9
15.0 91.6 | 959 | 975 | 963 | 92.9 | 93.1 94.6 2.2

1.5 80.8 | 903 | 81.8 | 857 | 856 | 845 84.8 3.6

E@“Z?‘%ﬁ 3.0 869 | 932 | 90.8 | 929 | 958 | 893 91.5 3.2
15.0 941 | 915 | 955 | 963 | 938 | 915 93.8 1.9

1.5 80.6 | 822 | 817 | 884 | 825 | 802 84.1 42

%‘%?’% 3.0 883 | 904 | 874 | 923 | 916 | 946 90.8 2.7
15.0 927 | 961 | 963 | 936 | 90.5 | 90.4 93.3 2.5

20.0 103.1 | 100.5 | 982 | 103.6 | 983 | 972 | 1002 2.5

%ﬁﬁ’% 40.0 987 | 988 | 99.7 | 994 | 995 | 987 99.1 0.4
60.0 98.1 | 102.1 | 99.8 | 986 | 99.1 | 982 99.3 1.4

2.3.8 HktaEtE
2.3.8.1 HAfe et

SRR . A ER TS AT R 3 22, R L 47 IR FEE 53R
N2 A5 10 15 77 12 5€ B IR BEAT bR IS5, 5 IRBCE 24 h, 1 6 AN A B
GrAEATINE , THEINAR IR R AR ArHE R ZE (RSD) , S5 WE 6. HE 6
PN, FE 240 2N, IR D0AR IR A AR AE R ZEAE 0.7%~2.9% 2 ],
Fase t RIT.

* 6 HRREMIRIGLER

RSD

=35 pIlIl 73 = B (%) FEE | (%)




mgkg) | HE | HE | BE | BE | BE | BHE | W
Oh | 2h | 4h | 8h | 12h | 24h

3.0 92.6 88.4 913 93.5 89.6 92.7 914 2.0

=
1
e
By
N
N

15.0 91.6 92.2 92.6 934 88.4 95.2 922 2.2

3.0 86.9 90.5 91.8 88.4 90.6 93 90.2 23
R4 th 47
15.0 94.1 96.2 97.5 95.5 94.4 91.7 94.9 1.9
X 3.0 88.3 88.6 91.1 94.6 93.8 88.3 90.8 2.9
KR 53

15.0 92.7 91.9 934 92.6 92.7 93.9 92.9 0.7

2.3.8.2 A ek
S B R SRR RV N 2 A5 0 10 £ 07 15 B PR ZKSPREAT bR RIS S 56, 3 IR
B3R, BRAMBATIE, THEMbR RN ZE, SRNE 7. HE T WA,
23 RN, MG AR NS KR ZE 1 3.8%~6.8% 2 (8], HZEAN IS~ S5 {E 1)
10 %, HiEFEERE .
* 7 BERREMKELS

g | R R (%) TIE | HRE
mgke) | HEOR | HEB1E | mE2E |mEIR| O | O

ey b 3.0 92.6 91.6 88.8 93.4 91.6 5.0
22 15.0 91.6 95.1 92.5 93.8 93.3 3.8

Wb 4 3.0 86.9 90.9 93.1 92.1 90.8 6.8
47 15.0 94.1 96.1 92.2 92.4 93.7 42

B £ 3.0 88.3 92.4 93.9 91.8 91.6 6.1
53 15.0 92.7 95.5 91.9 92.3 93.1 3.9

2.3.9 FiERRME

DRI SR AR TR IX 4 B AR T R A R R, AEAAE SR E AR
ST E PR R AR I E R UEMR I TR R (B 5. TGS o ARJrEm o
HATRGRIE R 2 ERE AN ERE S DA AE i, 42 BERE ST AL B VR A B S, BERE A
MGHT, 2552 SEIGRE B A AR IR Jie AAI (0 A 20 20 SHI e G T, 45 AR R
FATE. SRR ER YIRS SR €l Bl WL 1] 28~[4] 35,
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2.4 fRPREEE R

AHFFCEE A B A SRS S8, RS AS RSB it (R B A 25
FIHATER, BREEI T ErRHEERIRI T, R ) T ] R
(1) AL T R BB G A R I S 5, AR Tl AL . WOt 261« At

I FF

(2) WiE 1 ATALERTTi%, BAE R SRR AL FF

(3) SEM T INEFIE S, Wl B R e TE . ZerEya Rl Jrikte i IRAE
IR [ASCRAS L . iR e TS

(4) SER T T iERIE PR, O B B SR hdt AT 1A
2.5, BT HRAERT N -5 R R R B E RAAKF R b

AR B GRS, oS SR ARAE 0 3 B AKX L
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= FERR (F®BE K. SdRE, BRZFRIE, THREFSE.
LM MESHUER
3.1 WIEEAR

B IVE SR h e i, BT AL A B A I FERE T AR i o e A T
WEFERE B AU i B B R IR B« BSCER T B R S A S e AT VR I T T o e
MR FERE 5 K SLIe 2 N AFRETT LSt . R IR AE IR . J7 32 RS e RS 2
BEATHGAIE, JPVEAIN 165, 2 6%, 10 £ 773258 B IRAR K REAT InAR [l e st i,
AEZE R LK 8.

F8 WIFERLREE

. it P ERR % (n=5) P RSD
(mg/kg) | Bafir1 | BAfr2 | BAfr3 | BAfr4 | BfIS (%) (%)
1.5 85.9 85.0 94.5 80.4 85.9 86.3 53
Eé@?g;‘?%ﬁ 3.0 97.1 84.1 86.6 94.1 99.3 92.2 6.4
15.0 96.5 87.2 93.3 87.0 94.9 91.8 43
1.5 93.9 90.3 87.9 80.8 81.1 86.8 5.9
%‘z@@%& 3.0 99.2 87.6 92.3 103.2 97.5 96.0 5.7
15.0 97.5 89.7 96.8 101.7 95.2 96.2 4.0
1.5 85.7 94.9 87.1 95.0 91.2 90.8 42
%Eﬁf‘% 3.0 93.5 90.6 87.3 101.2 88.1 92.1 5.4
15.0 91.2 94.1 89.2 99.2 90.4 92.8 3.9

LR SEIEL LRI, NIAIEIZTEO.1 ~ 5.0 pg/mLyEH 258 R R I
HbsA G AE 7 045 At BRVR BE R PRt D7k an e It IR G 3. SR SR E
BT A PR AR IO M £ = /KSR I B P9S8 [T 3R 4E86.3 % ~96.2% 2 [H], S5 = [H]
(RIRG 2 B 0H3.9% ~6.4%, R IITTVEBA R0 IR AR 25
3.2 BRI

SERLI T B (ORE S, SR AT BN A TR I, DUbRHE iR S
o SiRWE 9 R, KEEE 7. KB 33, BEEH 39 MMM, MY
B 2.65-125 mg/kg, HARFEMAKH . B O R LA 36~1& 42,

*9 BRERIMMNESEFRLCRE
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M (mg/kg) | (%)
1 2 3 4 5 mg/kg °
B 7 2.58 245 2.66 2.73 2.82 2.65 4.8
R4 10 N.D. N.D. N.D. N.D. N.D. / /
R4 22 N.D. N.D. N.D. N.D. N.D. / /
R4 33 125 127 121 129 124 125 2.2
R L 37 N.D. N.D. N.D. N.D. N.D. / /
FKEE 39 29.9 30.0 29.7 31.3 29.8 30.1 2.0
RZE L 47 N.D. N.D. N.D. N.D. N.D. / /
R 53 N.D. N.D. N.D. N.D. N.D. / /
0.020-
o.o15—f
0.0105
2
0.005]
0.000
-0-0057““\‘ I L UL R B S B B B S B L B U B B S B R SR A RS SRR
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0C
5%
E 36 BE{REL 70EIEE
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0.008
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< 0004
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