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W OE:. By @RG-S (liquid chromatography-tandem mass spectrometry, LC-MS/MS)
R REUERT DN AR ™ i rh Z RS IR 255 B I ki, F3%& R QUEChERS (quick, easy, cheap, effective,
rugged, safe)ffAbHEZE A LC-MS/MS, PLAbAE SHRE(Z I ST RARE) . Ak [ToK R R B/ E AN ERHT+N-TN L 2
M(primary secondary amine, PSA)/C g 43 [EI AHZEHR] K AL A S5 A2(C 1 IS HE /0, 0.1% R K-Z B0 Uk
JIE, H I 25 AR E B R 2 SO ISR ), S VR R R AR YU . A s PR (limit of detection,
LOD). 7 #BR(limit of quantitation, LOQ) . MR KRG BE, FXTSEBRAr™ ibE S TR . S55R  Jikdth
FEI 4 0.1~50.0 pg/L (r?=0.995), LOD ¥ 0.05~0.50 pg/ke, LOQ Jy 0.15~1.50 pg/kg: 7F 0.01. 0.05. 0.10 mg/ke
JACET, SEHEKER 72.3%~115.6%, H NIAXTFRAEIRZE (relative standard deviation, RSD)N 2.1%, H [l
RSD 2 3.5%; SEBRA 300 34y it rh, R A2 Cnse i . FURR . WGBSR 23 1), bR
7.7%, $REERTEY 0.02~0.89 mg/kg, L€ X EEAEREE . REUE S . HESELE, & T 2R
AE AR LT 5% B W DR MERS DN, R A 2800 JE R M B XU DA 5 5K

KB WA G- BRI TE, A AR, AR

0 31 5

A7 W SRR A ARG A, TS AR 25 (n
A O AL BRI A PLAR) N B | MERE AR,
BB RBARAAL G 5| K kb aE . MM BUR S AR R, 5
Wit KIER I YRS, B E Y 2R,
AR 2R A WA T AR 25 5% B AR S0 0 SRS VA X 5T
R R SR M, AR 25k BRGNS
TR S OB 5k R &y . BERREAT,
&0 T ACR A HUBES 5 BRI, AR (0 1% /O (7 -
JET AT AL PRAET B | 3R R, (HBE A AR R LRI R A
VA €0 1% - BB B T 1% 1 (liquid  chromatography-tandem mass
spectrometry, LC-MS/MS)E A/ (B . i T4t
SR 2 REIEE RS, O EIREOR, A E
X [ A P A 25 (AN BILSE MR 28 5 K | Uhk FR R TG 2 A O
AR R AT AL BRALAEAS &2 L & 2 i 0 Il i R e
25 | IR Rk B ERA T S RE )RR R SR IR, MELL W AL e
Wi, EREL A SERRT R . ik, AR R AR
Pl ST ER AR 255k, REEUEE QUEChERS HiTAbHE T2

N

SF—RE: PR, WL, R, FEITT IR E 6
E

IR BRI, BT, FEMI I RE TR A

(A A ZEBGRIEC LG . ek 4544) 5 LC-MS/MS il 2
(it B miiERER), BTE/ 25K
A T 2%, DUBHR AN SCR S5 R . BT
Pe, Ry L2 WA PR AR AR RS VR R S, Bl AR ™
Jo R 2 4 AR B 45 5 A SR B AR

1 MR5ERZE

1.1 # &

VRT3 b UL 5 5 e AR AR 25 B A 7 i, AL d&
SRR M) R WK REEEGEE b
L E)BOKRIECER . i), 3k 300 Hkedh, B A A
KAV ST, REEG T 4 °CRERATE, 24 h N5%E
BCRTALFE
1.2 i 5

FRUES:: SO BU(EERE 99.2%, FPETHERIEFEER);
SURR(GEE 98.5%, Al ISE R BV r); Y ek
(ZEEE 99.0%, JCHTE IS SR BT ARG R ITEAFD);
KB (2 98.8%, Jbat 2tk A MEHEE RAR), K£
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BRI, 25 WOA CLT - H I BT AAAG I A ™ i h A A 2 5% B

JB(EERE 99.1%, E 254 B0 A RA F).

O (g e, KHPRHS A28 BR A ), ok
TR EE (2, Jbatfb ), AL tral, biEfee
WAA B2 F); N-T8 5 £ i (N-propylethylenediamine,
PSA, ZiE 99.5%, JLEHRMEEARAR); T/ \kidknt
Pi B A HERE (Crs, ZHE 99.0%, T & W EIRA M) T R4 PRA
al); HRR (s, [E 258 B0 B A |, etk
(HBA# =18.2 MQ-cm, HATH 7T K5 LB A B2 ]
AP R A AL )

1.3 UFE5E%

Agilent 1290-6470 R AH {3 - AR I T [ (32 [F Agilent
Al); TGL-16M R A VR DL K3 16000 r/min,
IR BE RS E £1 °C, Xiangyi Centrifuge Instrument 723 F]);
QL-866 M HEHR T i (I 3 491 %23 [ 0~3200 r/min, HR A B2
+5%). N-EVAP 111 AL REEAEEE A+1 °CPl, A=
AT 0~10 L/min)( L ¥ % 3 5256 4 R A R A A,
SPB220 i ¥R F-CHSE 0.1 mg, b ok FREAU S A
FRZ\F]); Waters ACQUITY UPLC BEH Cjq 43541 (100 mmx
2.1 mm, 1.7 um, 3&[F Waters A7),

1.4 LWTE
1.4.1 HRa a5 LEEN

B SRR ST G FRBL 10 g(R18 = 0.01 @) T 50 mL
B, A 10 mL Z1E, WHENRY 1 min, WA 4 g JoK
TRBEREEAN 1 g & AL8H, FIZIYRS 1 min J5 2L 4200 r/min B0
5 min, B EIEW 8 mL 25 —&.0%, LA 150 mg PSA #il
50 mg Cyg, WHENRYS 1 min J5 L) 4200 r/min #5.0> 5 min, B |
R 5 mL ZIRFEIET, 1 mL &7 3AH0.1%H iR K-
2N5=90:10, V:\VYE I, 3 0.22 pm JEBE 7 LC-MS/MS
I 49 T R TS A B 100 pg/mL BRL—FR A% AW, —20 °C
WEGLRTE . SETRVCECAR IR RIS . KRSFEATR
7L BT BOR AL, BRI 0.1,0.5. 1.0, 5.0, 10.0,
50.0 pg/L(ff R B AR o

ARG 26 (A THEZ 40 °C, i 0.3 mL/min;
AN A H 0.1% P EIK, W B 2 0.1%H BRI, BB
VeI 0~1.0 min, 5% B; 1.0~8.0 min, 5%~95% B; 8.0~
10.0 min, 95% B; 10.0~10.1 min, 95%~5% B; 10.1~12.0 min,
5% BP, TR FHELBESS B U, IESE PR, £
RN, B FIRSEC S TS R 5500 V(IE B
T)/-4500 V(1 1), I 550 °C, B4 55 psi, NS,
55 psi, fi¥A 35 psi; AR WM 255X | Aif 43 BE 1 (collision
energy, CE)%§ Z %2 M SCHk [6]1 18 4k (40 5 & & : mvz
222.1—165.1, CE=12 eV; m'z222.1—123.1, CE=20 eV),
142 kit

R GB 2763—2021 { &M EZ 2 EZRIRE &K
it KAE R R ) SR, METZRbETlE . A PR (limit of
detection, LOD), &R (limit of quantitation, LOQ). [A[I&
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RTRG A PERUE o LR 4 56 I DT P o T VR R AL
FANHE, DAGETAIFRX R B4 AR ME T 22, LOD/LOQ: LA
M HL(S/IN) 3:1 1 10:1 315, [BIeR: [ 2s (RE S b as i
&, . 7 3 4KFE0.01, 0.05. 0.10 mg/kg)HiRAPritE
W, TR 6 UOFAT, T4 [ K AR X AR f
7 (relative standard deviation, RSD); &% E: HNIEZE
N —FE RSN E 6 W, H RS ik s: 3 d AR
&2 U,
143 EEZUEIEAR

(B AEFHARZHTE 0.1~50.0 pg/L T8 Bl N B 56 2R (r);
(2) LOD (ng/kg)5 LOQ (ng/kg); Q)RR H-F-43
[ (%) B RSD(%); (4)SEBRE i Fp A% FAC 24 A AG: H 2%
REARE AR B R A

1.5 HIEALE

SR SPSS 26.0 B AT S04, B I RSD X
T LA (bR o O 22 3R, 410 28 5 R B R Ry 2243
#r, P<0.05 FnZ 5 B3, LR Pearson A C R EL
K, P<0.01 N FEAK .

2 HERE5HH

2.1 FHEEWIESER

FEJT IR ERENT BB, SRR E S . KR 2. @
. ARSI T RGN, e T REA R
BUAFIARRL . A3 ntia) s &0, kb A FRA AR
Sy HUE AR AR IR, Eb A H o 3 S5 T PR 9 2 Bk R Fuxt B
FRAR 25 R B0 5, o) i Fee (R A2 G IR AT L, b e 2
LC-MS/MS =555 4325 A R ARG T Sk

EEXTERSE . KR h 24 R | YRS T,
LT 5 Fpar i AT (PSA+C s +GCB H A .
PSA+C 5. PSA+IL/KBRIREE ) L RBUR, Bl oK
TREREE (400 mg)+5E1L4H(100 mg)+PSA (50 mg)+Cis (20 mg)”
M AR FIBC L, A8 2Bk 90% L EEIFER T3y, TR
Hob s B M F bR 2l . LC-MS/MS KB 8eiifb: LT
HAnAe 25 i v 5 PR iR 2R PE, 9% Waters ACQUITY
UPLC BEH C,g f83%45:(100 mm=2.1 mm, 1.7 pm)3Z 35k
S

LRV PRI G R &t R R B L 1.
2.2 ZPRMEmENER

XF 300 Gy FRE SN & B, 23 DR R 2SRk
25k, BRI 7.7%; HhM SRR R R (11.2%), F
FURAERI(0.03~0.89 mg/kg)FITE H 5(0.02~0.56 mg/kg);
HHIRZ(5.8%), For il H % (0.04~0.42 mg/kg); HZEATL
IR R EARRE S o ARAR R B0k BN AR P,
W55 B R FH i BEAR 2 G o AR A b A 24 % BR RS 25
Rtk 2.



BRI, S5 WA 3 - A B B T A DA™ i AR A 2 5 B

[ MRS SEN ]

®1 FEFRIESREE

ik H H A5 bR B fE A T B /A 4
bR R T 10 PSRRI NTE E B, FURRS),
SR PETE R VIR 1.253 pg/L
BAEMIC R B =0.995 FEE R AP TR 3R (r° = 0.995)
T GB 2763—2021 { frab e EEIRE Eanhk
PR 0.05 pg/kg 2B KRR R L) BE B Ak F BR At (maximum
LOD residue limit, MRL){ 1/10
RERPERZ 7R 1] T E A 0.05 pg/kg; FAURM: 0.10 pg/kg
FRAE 1.50 pg/kg {&F GB 2763—2021 #LE MRL 4 1/10
Hoe BRI 7R 1] TEE A 0.15 pg/kg; FAURM: 030 pg/kg
AR (.01 (;ff;ki)g‘ /k:’(z.o/ls\;;?g) S % GB/T 27404—2008 25K 1% &
. BT R 115.6% 4 GB/T 2740(4;;/202?52; ();%E%Mﬁ%g*
S i (DR 72.3%~98.5% PRI 5 2 2 ] W3R g A1
KRS i [T % 87.3% BT THEDN, FSCRE R
. H M RSD 2.1% 44 GB/T 27404—2008 Z3R (< 15%)
i H [a] RSD 3.5% 54y GB/T 27404—2008 5K (< 15%)
T - T, H A
FR2 REGHERRAZBRNERGIHR
wa o BRI g, PEEN i) pae
&S 125 14 11.2 EURSE ., R ﬁ%iﬁfﬁ;ﬂﬁé el ﬁﬁ@iﬁjf i
S 86 5 5.8 FH e 0.04~0.42 A B AR
HZE 54 0 0 — — ARG A
KA 35 0 0 — — ARG R A
&it 300 23 7.7 — —

T —FR AR

23 ERMNEM

FE TR AR S T A R H LAY IR R, PR
Kk BAR AN SR BUR o (B PR . BB R . (R E) H
BB AR ™ A g s st A, 5 S 80E a5 R
s Bl X —45 SRR, SERRVC AR B M
LT E AR AR R, T BR AN [ 5 S5 ) Fr ) 1 25 5,
PR T R . XA P AR A 2 T A
BB (ARG I T L, 66 SRR 1) 22 35 A DR 2 P i 45 R P &
1 2 GB 2763—2021 S5 FRUEZER I CHE . ADFFE AL
LT VCEC SRS, by 52 2% S JTRE & 1 RS v A I SR T Fe AR
YR, WOARZEI R IR T A RS E AR

ARWFFEHEST 9 QUEChERS-LC-MS/MS J5 i 528 T

A7 G 10 FpAE R A2 il R R, Ak
PSA/C g Ak B ARG B U R P, 2 B AIE 17 2L 5
P, [l 28 TG %% B Y5 000 4% 5 1= S50 AH €633 - R 6 0T %
Peo SEBRAGII, RSEISRE ST g R AR . W RE
Tk, L AR ARZY, HEon WA T A G HE H m RUR
T A, Jr vk LOD LT E A4 MRL 2k, AJ 3 2 X
W M O - T SR o AR T i — A5 A R R AR 24 R 2 (A
BN L BRERD, LA A LR R TG
WAL

SE B

[1] XA, 20, Eik 0l UPLC-MS LMK 5 4 s i
il 24 25 4y % BR o 0 5 i P R B DR AR [9]. & Tl 2025, 46(9):
305-309.
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