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] =TT TPV i
L Tl ettt ettt et ettt ettt et et et et ettt ettt ettt ettt ettt ettt et er et et et er e 1
2 T T P A oottt ettt ettt ettt ettt ettt ee et er e 1
BRI I TE Y oottt ettt ettt ettt ettt ettt ettt ettt ettt et ettt ettt et et et et et ettt erens 1
B T ettt ettt ettt ettt et et et ettt et et et et ettt et et et ettt et ettt et er e e 2
B R T T A B ettt ettt ettt ettt ettt ettt et e ettt ettt 2
SN 7 1| ISP 3
ST X T FETTT T T T T TR TR SRR 3
LRI 0 a2 L k1| FO TP 3
B A A 8 sttt ettt ettt ettt ettt e ettt e et et et et e et e et et e et et A et ettt et et et ettt et et et et et et eneees 3
A W = 5 = L TP OT TR 3
L TR R R R TR oottt ettt ettt ettt ettt ettt ettt ettt ettt 3
AV T =TT 3
SR i 72 SRS PORPON 3
B HEHTTIIE AL oottt ettt ettt ettt ettt ettt ettt ettt ettt ettt ettt ettt 3
8.2 YRR BT - ER T TR M T .ot e et e et et et e et e e et e et et et e et e et e ettt et r e een e 4
LI~ s = USSR 4
L0 ST BT L JTE B A IE ettt ettt ettt et ettt ettt et et et e e e e s ettt e e ettt ettt ettt ettt en e en e 5
0. L oo ettt ettt ettt ettt ettt ettt ettt ettt ettt eeas 5
0.2 A T ettt ettt ettt ettt ettt ettt ettt ettt ettt ettt ettt ettt ee e 5
0.3 BT oottt ettt ettt ettt ettt ettt ettt ettt ettt ettt et et er e 5
204 AT R T oottt ettt ettt ettt ettt ettt et ettt ettt ettt ettt ettt ettt ettt ee e 5
10.5 FE T IFRIEITZEIISE oottt ettt ettt s et e e e et e et e e et e st e s e e s e e s e es e et eeees e e s eneees 5
A1 TEBEPRIIEIIATZR oottt ettt ettt ettt e ettt e e e s et e e e et et e et et ettt ettt e e ettt ee et ee e et ee e 5
L L T T ettt ettt ettt ettt ettt ettt ettt ettt et et ettt ettt ettt 5
D12 THIUSLZE oottt ettt ettt ettt ettt ettt et ettt ettt ettt ettt 5
%X A (BERMAE) WA - H R BT A (1) 12 FiAG RS IR B S8 = i) AR e SC 4 PR AX
Ty Rl ey ST 6
i % B CHEYEME)  VRRH it - £ TG0 T ASH I P 12 oA I 8 551 B S8 Ak P2 4 A B PN b Joi R[]
BRI RV AR I 1) F At RIS 7 B BT TR R AR REAE B v, 7
i % C CREYEE ) HhRK A 12 PG AN A= R S A FR 228l S (CAS
R DI e o W s a1 <) = L PO 8

1T
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MR 12 AR BN T R E AL RV E R B 1B - SR BX U

1 SeE

ASCAE IR T TR €2 B R S5 T 20 e b 2R 7K PR 127 Vs AR A5 AR RS NN 70 B SR = IR B F O R R

R B AR RS FECRES R PR SR EEHIAR R RIEEFE R

$i1¢ﬁﬁﬁﬁ1@i%7ktlw-(1,3-:E%T%)-N'-z*ﬁ%ﬁﬁtﬂﬁ (B#574020, 6PPD) . N-(1, 4-—H
FEIRIE)-N-ZEIETE-1, 4- % (BZ774050, 7PPD) « N-3K O 3E-N"- 2K 3 6 4% — iz (=& 77114010, CPPD)
N-5 75 FE-NC-ZE 0 2 i (B 2 7714010NA, IPPD) « N-(1,3-— FF 3 T 38)-N"-E FE 6 2 — il (6PPD-Q) .
N-5 P 2E-N- 2R B G R i (IPPD-Q) « XT&E K (2N)  XFREE K (40H) | 4-TiAHE—
FWE (4-NOH) . 2,4,6-=[W(FF4 ) H H]-1,35-=%% (HMMM) . N-TEAi43E — 2% (NDPA) . 1,2
TA-2,2,4-= LR (TMQ) 3 5E FIRILE «

2K FERFR N300 mL, ASkRAER 73246 HU R 40.36~1.13 ng/L, 5 FFR~0.73~2.83 ng/L, L
FA1,

s L2FE AN N7 K S AL = B R T SC AR A BIL S (CASS) A F e IR 2 I %
Al.

2 MetsIRAxXH

TN ASCAE R P9 A I SO R 5] A AR ST A 2 AN R D [ AR e v B R 51 R SO,
A% B X N I RRCASIE F T A SO AN B3 5 e, HEcHioARs CEEEITA Mg ecs) @M A
A

GB/T 6682 43 #H 3256 % F 7K KRS AR 38 7 vk

HJ 91.2—2022 1 3% /K353 Joi 12 s Il 52 AR H

HJ 168-2020 PRI M 73 A7 F7 VA LT B T 0

3 ARNIBEBFENX

GBI/T 6682—2008. HJ 91.2—2022F1HJ 168-2020 5% & [ LA Sz T FIAIE A1 5 S T A S0
3.1

— 47k

— K T PR R TR, BRI A R KR . e RO Gl 2 BT K
[kis: GB/T 6682—2008, 4.1]

3.2
IA#RZS dissolved form

Al IE LT 90.45 pmIE R R K T 5 R IR .
[RIs: HI91.2—2022, & X3.22]

3.3
75358 4R method detection limit

PR RE 73 BT VR AR 25 7 1R LA FBE P P ARE it o R A5 0 20 I ) e AR P B e /N
[KiE: HJ168-2020, AiEAIE X3.1]

3.4
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M ZE TBR minimum quantitative detection limit

T PR 58 % 22 e 2 TUE SR I HTHE N, AR I8 29 M 7 V2 e 0% v 00 5 A5 D20 Joit ) e MR IAR P2 e
/NEE,

DRJE: HJ 168-2020, AiEAIE X3.2]
3.5

¥E5ZRE precision

FERUE AT, SL RS SR H 1 — B .
DRJE: HJ 168-2020, AiEAIE X3.5]
3.6

EE M repeatability
TRAE R — S0 5, A [R)—J7 vk e [R) — 48R 280k [R) — 4 0 A FH AR TR A A e 4, AE AR R] gt 2%

PR, A B ST R IR 2 R A ) — B B .
[KiE: HJ168-2020, AiEAIE X3.6]
3.7

THIRIE blank test
TN B R R ORE &L, P 5 5206 S RE 5 R RE (3 55 B AT (ARG o 6 B A RE S AR O S A RE S, 1)

=P

DRJE: HJ 168-2020, AiEAIE X 3.16]
3.8

B calibration
TERE AT, AT 2 BB RS 17~ H 5L ' B Bbs ) 57 BT AR 2R (1) 48 5 A X . 1 =

1) T ME 2 8] 5% R 1) — AL A .
[RJ5: HJ 168-2020, ARiEHIE X3.17]
3.9

E YRR~ surrogate standards
—BILEAT AT it R EAS 1T Bl R BRI 264005, FLAERE S SR ORI AT 3 e b B AT B0 N FR) 55 40 R L 00

e ERER RN P EH S —FEREE, E R R MR i VA TERE .
3.10

R#R4 internal standard substances

TREFE S SEEBbRAE A R SN E 2o, A ORI SE [R)— VA 8 4 B 5 R0 B AR (R A 5
M RAE . N FRPDR A BT FIRE S A TR T A ST B 1, — 2 B AR TARYD, I SRARIL B b i SR AL
Mo
4 [F3E

K FH E AR B R R ‘& B M 3R /K A Vs S AG e o N 37 e LS8 AL =9, 7 S R B AN LIS e, e it v
W IR G, FOR it 53 IR s Al s AR 4 PIT i B AR 25 1 S 4 P AL R 206 B P i e Bl . 2
Bl AR €2 18 0 P O BE B () SE 1, NARME B & o

5 W55
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5.1 &5

— HIE (CHOH) : fhaifal

— 75 (CHsCN) a4l

— g (CH,0,) : fhifkal
HBaiK: GBIT 6682FK5E 1 —2 /K
—— &AL (NaCD : fligi4li, 78450 °CTIELREAh, WHlfE, T B DB 4 % =R A7
—— IR A YEPENE: 0.45 pm
—[EIAHAEEORE s SRR R P 2 [ A AS U, 500 mg/6 mL
iR Al AN T99.999%

5.2 trfEm

2R G I AN ) B BAC =t d s TR IBIUSCRFE 7R PIN-(1,3- — FF SR T 28)-N'- 2R B 56 2K — % i -d5
(6PPD-Q-d5) , JARAFRYIR 2K I fid-d10 (BP-d10) , 4f)%¥>95%, 4 °CLL T4,
5.3 FRERRLOCH

43 T VR PR B3 B P L 2 F A FBE R 079 B SE AL = AR HE TR & TAE R E100 mLAZR Vs &, 1
TAAN20 pLiRFE N1 pg/mLPI[EAL 2 WA TAER (& WFRYIBP-d10, 20.0 ng) , FIiaIAHARR: 2%,
VARG BN I BB A P= b v 2280 AR WP Jo B v B 43731 90.02 0.05. 0.1. 0.5. 1.0. 5.0. 10.0#150.0
ng/mL, ‘EATT R [EI 2R AR TR FE 5 920.0 ng/mL. I FHELAL .

—— WO I BT FCHmESS B R (ESD K& = DY i &k il 2%
— TR & E0.1 mg

— KPR E

——[EAHAE A

— IR E el 2R AR RAO
R Ve A

—— R = AR

7 KAHERESRE

7.1 KIREERIRE

F R CHh R KRB R S AR TE) (HI 91.2-2022)F s RAEEKAE, 4 RAE SR 1 4 I s iF
A BB OB AR, B, W hras.

7.2 H&iRE

FE R 5 N B T4 °CLL R A ARTE, 767 dNAREL, REHUS FIRE SN BG4 °CLL R A, 1E14
di T ek,
8 NILE

8.1 IZENFEL
8.1.1 HmE

$0.45 umAIRIRAT ARV B T e B, SO 2K RE Sl i i e B YRR R A AR . HERRR
HY300.0 mLid 3iE J5 F /K AR 2 TR o BB R o

8.1.2 [EFHZ=HEY
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OB AR BRE TG : 85 AR HUR: 22258 78 [ A AR _E, A 10 mLH EEA110 mLu#g4tiZK L1.5 mL/min
MITEE SRR . FEVEALIE R, U R IR S

QOFESLE 4 ERLIEE 1300 mLKEEFIIAL.8 giINaCl CE 5T Fl K REARFRAMR HE 7K 5 475 100 ] 3 24
Bk, FRENaCIRIZSINELB A6 g/L) FFINASZ0 pLikE N1 ug/mLi [ECRIE Y TAER (430 ngi
6PPD-Q-d5) , REHIA)E LALE mL/minfIii g T O i b I i 2 Bk

@FHE: 10 mLF EEFIRE LK IR SV (50:50, viv) , LL10 mL/minf s ke B 5, EA
i 9E10 minsi A m AEE R A 30 min, AT

@Y. %6)5 FH10 mLHEEA110 mLZ 5 LL0.5 mL/min fryas B 2 Wil M 2 BORE , Y8 -4 31 5 Ve Jid
i o

Ok kg3 BB MR 205 mL, FHEIIAE20 ngM 45 BP-d10fIARR, $4 5 F50%
FH P T TR R 28 B AR BN L mLA Il

®ZF AR ENTRER IR, RN AR5, BRI AR KPRE, 1 58 I E A H 25 1%
(8.1.20—6G) 4.

8.2 MHEGIE-REKRILNE
8.2.1 BRHEBIESELNY

a) it Cueft, 100 mm>2.1nm (NAE) , Fife1.8 umBl i feAH 2 il A

b) MshAH: ANFEE, BAKER (SH0.1%MHFER) o JahFHbREE bl 444 W %1,
¢) Vii#: 0.30 mL/min;

d) HiR: 45°C;

e) AR 2.0 uL.

w1 ORBNIE RS R

i i) MBNFHA VBB
/min 1% 1%
0.00 50 50
3.00 98 2
8.00 98 2
8.10 50 50
10.00 50 50

8.2.2 RiESEELY

a) HEJA: HBE
b) AR EE TR
o Ry 2RI (MRMD |, 2 S 2% A LB 5B

9 HRIE
{2 BRI TH SR il FRAR B N7 B S P (R B R L, S — o S B R 2B s A 9 A s in 21—

SE SR IR AT IR 5 A o AR U A R A B A PR Jo L R AR 2 ) € 1% Vg T AR 2 B RIDAR O A% I R
() RUFHEGINH (5

------------------------------------------------------ )
PSS A WA IR A 3 s R, e s I, SR R 5 PO AR 045 WU 2E 23 s 0 B v g e
15, VI‘A—%/ET% (mi) :
Ai
................................................... 2
As/ms -( )
5 VHEARE S AR RS I B B A P R IR () -

mi= f x
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K A DAL B A F1) U T AR B0 15
A XoT L i P U T AR B0
me——MA PN FRPIFIE, ng;
m—X RS, ng;
Wi FEs P o | I EIRE, ng/L;
pi——MIRHE I 28 A A A A B, ng/mLs
V——ZEHUR 48 J5 AR AR, mL;
Vo IKFEARRR, Lo

10 FREfEHIMRERIE

10.1 HBEE

1E 5552 PRI 5 2548 T SRAS A R VR SN 5 435 SR A Aok 22 A AN R L SRS 241 1) 20%0 .
10.2 =Z=ASH

BRSO — AL ETAH, KR ED ATPEN ARG R IR EAER .
10.3 ®E

FEAUFE b S22 PR AE 2, ARG RN >0.990, 753 U HE 722 thil b f st 2k
EE20/MF b BREFHEUCRE A (D20 FE D) REINE — Mo il 2 ()R B2 b VAL, HLIE 45 2R
5% R BE AR R 22 Ni<20%, 7500, Zi = 2 il b o i 22

10.4 BRFREREIENE

BEANMEE BN ARARAE S o B ARSI BINAR [ Y53 B AE40% ~ 120%2 ] .
10.5 FATHEMIE

FE20FE S BRI IR (D T-20NFE S A F5 AN PATXURE , ~PAT BRI 28 45 S AR X i 22 <20%
10. 6 #EMZ A AR EIERNE

FE20FE B HE IR (T 20BE M TR ALASRE T 2 EOIAREE, 25 1 AR 5 R i 7 56 42 AH
[ I SR A N EAT 206 o IR Rl W 36 S 7E 500 ~ 120% 2 [A] .
1M EERAEWE

1.1 EEMR

ARTTVERI 12PN 5T 1) 7€ BB 2 LB A
1.2 [ERE

AT 1280 BT [ SCR E o 2 W 3 C
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M R OA
(BRI
TRHE B - BB FRIEAMAY 12 MGEORIMFI R SR PR TBIR, (L RFIE 2R
A1 REEIE-BHERIERNE 12 FEESRMTI RSN PR ER (SR RME =R

TN Ty
N-(1,3-Z FF L T )-SR 0 2 6PPD 0.05 0.10
N-(1,4- = F L I 5L -N- e R -1 4-— i 7PPD 0.02 0.05
N-FA O HE-N'- 2R 0 2R i CPPD 0.05 0.10
N- 55 Y BE-N"- R B0 2K i IPPD 0.02 0.05
N-(1,3- T FHIE T 5E)-N- R0 o8 — el | 6PPD-Q 0.05 0.10
N- 57 PN 2R 0 2R e i IPPD-Q 0.20 0.50
I R 2N 0.10 0.20
X R R 40H 0.10 0.20
A4-V Fg kI % 4-NOH 0.02 0.05
1,2-—5(-2,2,4- = H SL e bk T™Q 0.10 0.20
N- T i 5k — 2R e NDPA 0.05 0.10
2,4,6- = [XL(F 4 F L) 2 2K)-1,3,6- = HMMM 0.02 0.05
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Mt % B

(e
TEASN B 1 280G BRI 5T R E AL P4 AR ARSI R AN B U R F5 40 IR BB R B) . 1335
R, ENEF3. IFEREfliEsEE

RB. 1 RAEBIE- BB BRI A 12 FRBIR T R E M A~ K AR BN Bl 45 TR R (R B R E]

R -B K

FAEER . SN EFxT. g AiiERE S

| e | REIN | BET T [RGB [T S |
*
1 6PPD 3.2 269.19 ESI* 116 118047'.21 : ?
*
2 7PPD 3.6 283.21 ESI* 131 181‘;3 Z ig
*
3 CPPD 3.0 267.18 ESI* 131 g:;%Sl g ‘1‘1
*
4 IPPD 1.1 227.15 ESI* 1 118047'.21 g ‘11;
*
5 6PPD-Q 4.8 299.17 ESI® 146 12;1 g é;
*
6 IPPD-Q 3.8 257.22 ESI® 136 1%& g gg
*
7 2N 1.01 185.1 ESI* 121 1}%?3 g gg
*
8 40H 2.9 186.08 ESI* m 1)393 g 2513
9 4-NOH 3.6 199.08 ESI* 65 118215.21* 2 ‘218
10 T™Q 41 174.12 ESI* 131 1311:?* g ‘3&
11 HMMM 3.2 391.4 ESI* 91 137579,11* g 259
12 NDPA 4.1 199.08 ESI' 65 118215.21* g ‘212
13 6PPD-Q-d5 4.8 304.2 ESI* 151 2129()2.11* 2 g
14 BP-d10 4.1 193.22 ESI* 106 1%%#9 g i;
*RONE RS T .
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Mt & C
(FEM)
HhFRK P L2FG BRI T R S R RSB IR. WFEEIES (CASS) « HFR. KWHRFEYER
KRSD
#C. 1 HHEIE- BB 12 FRESAMAI RSN P RLEBR,. KFEEIES (CASS) « &
FX e R
300 mL 7KFF [ 300 mL 77
oy R WS | ETILS Pan e JRIERE R 25 T PR
ng/L ng/L
N-(1,3- 7 I T ) -N- IR R 1% 6PPD 793-24-8 CigHaaN, 0.36 0.73
N-(1,4- L) -N- R B R -1,4- i 7PPD 3081-01-4 CioH26N2 0.17 0.43
N-FA O 5E-N- 2R 30 2 i CPPD 101-87-1 Ci1gH2N; 0.35 0.70
N-57 P =N Rt 2 — IPPD 101-72-4 CisHigN; 0.11 0.29
N-(1,3- " HIBE T 2E)-N- 3L 25 —Jiiclig | 6PPD-Q | 2754428-18-5 | CigH2N,0; 0.32 0.64
N-5 P 3 -N'- 2 35 0o 4 — e i IPPD-Q 68054-73-9 C15H16N20, 1.13 2.83
I 2N 101-54-2 CioH1oN, 0.95 1.89
X F % 40H 122-37-2 C12H;NO 0.54 1.08
4V R FE IR G 4-NOH 156-10-5 C12H10N20 0.14 0.35
1,2-7A-2,2,4-= I Rk T™MQ 147-47-7 CioHisN 0.55 1.10
N- 7 22 — 2K fi NDPA 86-30-6 C12H10N20 0.45 0.91
2,4,6- = [WL(FA A ) 1 JE]-1,3,5- = 18R HMMM 3089-11-0 C15H30N6O0g 0.13 0.32
C. 2 HFokeR 12 FRRBOR AR S I EH K RSD
o - IKEEECE (%)

5 YR 100 ng RSD 10 ng RSD 1ng RSD

1 6PPD 89.50 7.3 84.13 1.4 55.74 5.3

2 7PPD 58.27 7.6 78.57 12.6 54.93 14.5

3 CPPD 93.23 5.9 87.56 6.4 56.07 14.6

4 IPPD 100.03 5.5 111.66 6.0 80.57 5.4

5 6PPD-Q 84.13 2.5 85.03 3.1 90.55 13.3

6 IPPD-Q 98.90 2.1 96.67 4.1 98.55 11.2

7 2N 64.00 5.8 52.73 6.4 59.42 14.1

8 40H 75.00 9.8 96.80 2.7 136.03 6.4

9 4-NOH 86.67 3.7 81.17 2.9 68.00 9.0

10 TMQ 57.81 3.4 59.03 9.0 65.00 14.7

11 HMMM 97.23 6.0 65.00 6.8 99.93 75

12 NDPA 50.20 1.7 58.27 6.6 74.83 5.5




