IGS 13. 060. 01

x = E

T/GAIA 041—2026

KR A-fEE KPR 7 R LR E
WIER 28 % 4 AR RO E
SRR IE- = BT RIS

49

Water quality—Determination of 4-nitro-N-phenylaniline and 7 p-phenylenediamine
quinone-type secondary products—

Liquid chromatography-triple quadrupole mass spectrometry method
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it

Hil
A ZHEGB/T 1.1-2020 ARl TAE SN 581565 AR A SCAF RO S5 A AT R ) FIGB/T
2001.4-2015 (hritedm 5 RN S545E 7> WRIGTVERHE) IR E 5 .

BV AR S MR8 ) 25T RV BB R o AR ST I R AT AL A 2 TR R R 54T o

AR RE AT 242 R .

AR E AL RAREBEMR ST T CRET M Hriike) « iR, JTRE
FoIMAESABE I A0l TR HEERLEI AL TR S KSR AR TR AR M A
FIIE R 2Rt ChED HRRAR MG AR T IIEAR B AR 0

A EEARE N SO, SRIRFE . EW. BRIE. SREEN. REMR. XIBE. ERAE. BR
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IKBR A-fHE R RRA7HXT K Z AR R EDER IR E PRV E
ESXURE B IE- = E R RIES

1 SeE

ASCAFRRE T 0 FE 7K A- i ke — SR PG AN TR x4 T AL A MR S U AR W I v G i - =
DUARAT B i o

ARG TR H KA A TG TG K P 4-15 28 28 (4-NDPA)  N-(1,3-HIE T £E)-N-2K
FEXP R - (6PPD-Q) N N-X(1,4- " HEH) 0 28 - (77PD-Q) + N-(1,4- — HIEE K IL)-N"-
RIS % -F (7PPD-Q) « N,N-ZKFEX K ZJf%-F (DPPD-Q) « N-5: [N JE-N"- 2K B X6 2K — i -t
(IPPD-Q) . N-¥RCIE-N"ZEIEXT 4 — - (CPPD-Q)  N,N- - FIZEIEXI % — fi%-FE (DTPD-Q) %54-
fiF§ 5 IR AN TR0 2K AL A I BRIE IR AE = K DU AE

MR IK S MR KA ES KEORE RN L, @ AN L mL, SN2 uLk, 4-NDPA 54
HIRA1.3 ng/L, ME FRRNS5.3 ng/L; 6PPD-QJ7 kA tH FR N0.8 ng/l, Wl 5E RN FRM3.1 ng/L; 77PD-QJ5
A HBR N0.6 ng/L, Wl 5E FBRA42.5 ng/L; 7PPD-QJ7 VA PR 0.7 ng/L, I 5E T FR N2.8 ng/L;
DPPD-QJ7 ¥4 i FR 40.8 ng/L, Wll%E R A3.2 ng/l; IPPD-QJ5 ikt FR N 1.1 ng/L, I%E TR N4.5
ng/L; CPPD-QJ7 A H R 0.6 ng/L, %2 FHRAN2.6 g/L; DTPD-QJ7vZ:# R N1.1 ng/L, W5E FHR
A4.6 ng/L.

2 HetsI A

ASCAFEI LT R B0 SO B 2 LAV WY IR 51 S, G H R hRAR & AR S0
JURARGE 051 S, ol iR CREEETA B ) & A5t

GB 6682 73 i 55 = FH KIAR AR 532

GB 8170 B AZ L9 F1 N 55 1 R £ 5 (1) 2o Ak e
HJ 91.1 {5 /K I H AR HI S

HJ 91.2 Bk A 55 57 & i M52 AR Y

HJ 164 10T 7K P85 i 12 ARG

HIJ 168 55 Wl 43 A7 77 iE bR dE ST H AR T

3 FERIE

FKAE I i 8 A A R ' SR A4k, e AR vl - B R P00 0 B AN o AR H AR &
DR P I () AARFAE 2 12 1, SR N ARIE R SR i B

4 FHAHRE
RS AEAE R BT, A G AR RRRRRE R D HERE AR A DL R A A A i T AL

AT A PRARBIE R o X T EE 5B 2% (R il £E396 a2 J7 A0 Y PR A HIT 3 T RT3 24 B/ A5 i A4 R B0
AR AR 2 LA BRI S 5 T4
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5 WHISHH

BrAR AU, T Hr it S8 AR5 B SOhR HE R 7 B 4K 77
5.1 Hmg
SN
2 ZER%%
SN
5.3 Hfz
SN
4 A
SN
5 ZRHR
SN
.6 SEIGAK

MNAFEGB/T 6682 F1— 2 /KR,

()]

[¢)]

()]

[¢)]

()]

7 REEE: p=1.18 g/mL
4L, JiEHkEE36%~38%.

5.8 &7K: p=0.91 g/mL
g, REREE>25%.

9 ARHEBK
4 F>98%.

10 BRMUM

)]

()]

aliJ£>99.5%.
5.11 HERAR
HE:mR (5.7) FSZIGHIK (5.6) 4%1: ARERRELHATIR G .
5.12 &KBER
FEK (5.8) FISLIGHK (5.6) #%1: 4MARILLEHTIRS .
5.13 HMHMKIAE: 0=0.5 mol/L
FREL15.4 gk (5.9) , FSZIRIK (5.6) WE, EAEZFE100mL, 2T, W RECH.

514 HEE-7KAER
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FREE (53) FISEIGHIK (5.6) #1: IMARRILLIR G, s R IR .
5.15 FRES/ ZRE$RE MR : ¢ (HCOOH)=0. 1%, ¢ (CH,COONH,) =5 mmol/L
FREL0.39 g 4 1R%: (5.2) , FHSEIGHIK (5.6) f#E, MA1mLH®RR (5.1) , EA %1000 mL, J&
53, I FH B AL
5.16 FrEmm

4-Tit§ Rk RN TR 2 SR S BRI U P TR I ARARHE B I RS AR . CAS S 7
TR AT E LA, 2 E>95%.

5.17 BfrEREi&: 0=100 mg/L~1000 mg/L

A ST A IEAMER R, AN OE BB SR ORAF . W] T A AR HEYD R 2%, 2% 1A
FINHEE (5.3) , ARAEN&IER T-20 °CE . BECIRAT o

5.18 Bt ERRR: 0=1.0 mg/L

FIHEE (5.3) Rl HARARUEN 20 (5.17) , Bc B K B2 1.0 me/L B bR AESE W . A v fd
WT-20°CEH . BEGCLRAT .

5.19 PIMRENERR: =100 mg/L

AP SET G IEAREIA T, AR AN-(1,3- - HSE | JE)-N-ZK I8 7% — 1%-fig-Ds (6PPD-Q-Ds)
WHRINEEE, PR BOE P E SRR A s

5.20 WIFrFRERERR

FHHEE (5.3) Fafe A& (5.19) & e B A 1.0 mg/LAARHEAR FH . As Al FH T
20°CHE B . WECARAT

521 &%

4l K T99.999% (AR50 .

6 LML EF

i

6.1 RO - = HE DUAR AT S A P e
R (MRM) Tifg.

6.2 (AIEH: MY 100 mm, WARN 2.1 mm, FUEPRIAEN 2.5 pm B SAH C18 AH (g4 .

6.3 [ARAEHUR:: BRI IR O = CM 2RI v Be R P [ AR A EURE , - RUA% 29 200 mg/6 mL.
6.4 [FMHZERHE. OFERIL. RUROHEL. AFSE, ARTRE. L, FEH5.
6.5 WAE: B RGN

6.6 REIEHE: LRI

6.7 EFEHIES.

P15 B TUR (ESD , H ARl AR b R e AR 1 £ %

p=i
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6.8 pHit.

6.9 KFEM: 1L, BEOREOITIEM.

6.10 PPJffi: 1L.

6. 11 HEFEH: FREIEIN 2.0 mL, B TRIT 158 DU 55 £ 0 A5 2 5 4R W g 15
6.12 FLEFLWES: 10 uL. 100 pL. 200 uL. 1000 pL.

6.13  JEME: BHIBLF4EJEME, FLIZ 0.45 pm.

6. 14 JEfE: I LM% (PTFE) 3EME, FL1% 0.22 um.
7 ¥&

7.1 HEmREMRE

FRHY/T 91FTHI/T 1641 A0S H & FIREE (6.9) REFES, MUERE (6.13) ik, KEEL)EE
PP (6.10) 1, fIAN0.05 gZ &AL (5.10) Al mLA&PEH BRI (5.13) , BA), RET-
20°C, T3RNTEHUFE M AL P

7.2 WAESIE
7.2.1  FEmmALE
WK RE S IE AR, IIN0~200 uL2h /% (5.11) BREAIAW (5.12) H4HE 5 2 pH=7.0£0.3.
7.2.2  AERAM
MR A # B 20 L A ARARHERE VR (5,200 ZKFEHT, TR,
7.2.3  FTEMEERAE

B EAZEBAE (6.3) FEEAFAZREDCEE (6.4) F, RKH6 mLHFEE (5.3) . 6 mLSZ5 /K
(5.6) WAk, JE AL AR P S PR IELAH A5 BUORE PP A 3ERLAS B8 VT, VR GE IR I AERERD 13 . 7RV VR ) B
Ja — AR R B Al K AE B A BB .

7.2.4 fRaEHEm

B AN AR A ZKAE LS~ 10 mL/min i dE o BARZERUE,  ERESE R IR, SERR K (5.6) f
VERE R UC, Velill— PR B B JHS mLSEIG AIOK (5.6) WRBLRIAHASEHURE, R 4l 5028 T 1R
AHACBUR: B AR TR T

7.2.5 hBRAES

2 mLHEE (5.3) . 2mLAE (5.4) A3 mL =& HEE (5.5) BLZJ0.5 mL/min (1~23%/F) I
THAR Ve I [ AR RE R, eI TR R R

7.2.6 REEHR

AW YE3EE (6.5 WM EIE T, A1 mLHBEE-/KIBER (5.14) B, ZUEE (6.14) i)k
S o )48 B IO AR IR RE T —20°C LA BESCARAE, 3R N ST -

7.3 THERHFHIE
4
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FISER AR (5.6) ACEREM, LIS CEERI R (7.2) IR0 BRI 4 S2 06 548 FHREE
8 (UEFFEHEFM

8.1 RIEBIESEZRM

WEMHA: HRR/ CREEMH (5.15) ¢ mshiiB: Wi (53) ; BREERBART WKL .
0.35 mL/min, #E: 40°C, #EFEER: 2 ul.

= RBEERMESERREF

fFE] Cmin) WmEH A (%) st B (%)
0 70 30
1 40 60
10 10 90
10.5 0 100
12 0 100
13 70 30

JGIZATIA]: 5 min

Ee X TAFERACES O, Fsh BB R B ST AL THE -

8.2 RESEFH

BEUR. EWIEE IR (ESD , 1E@E e My 2N IETN (MRM) #38, FiEL &
WS 2% 2 LI B . B4R LR 3000 Ve TSR E: 7 L/min, HEE: 200C. #<HE: 10
L/min, #EF: 350°C. ZALSE . 1.38x10° Pa. MWEFES: &S (5.20) .

8.3 {UFFIEE

A KA E S BB 2w, A% 3 U3t B 5 72 2 I 3] R ¢ AR I vt 80
R € - = L DU B AT 5T A5 o AT SR, AT ORAX B Ak T e R I BUIR s

FEACERAE I RE A, AR A LA A8 ot 5 0 B Y S A 22 B R AP KO T Pt 2 7 B o A5 4 i ik
A7 I B O R UL E .

9 K

9.1 RIERZLT

e HUE R H AR b R (5.18) AN ARARESE I (5.200 , FIFEE-ZKVEW (5.14) Bl Bl
WREZJEHIFEL pg/L ~200 pg/L, 8K EE s FRHE R 5 TARE W, ImAHINECH] . FriEEwch, s H Y
IR E N1 pg/Ly 2 pg/L 5ug/Ly 10 ug/Ly 20 ug/L 50 ug/L 100 pg/LA1200 ug/L, WFRYH &
WEEYIR20 png/L (WS HIREE, AR SChRme dh S D0 B i 26V D o & B IDPPD-QR FH 4 b
FER, HRVIPCRHATREEE.
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RS %A (8) , MRIREEBIEIR AR E, BRI E H s ik iE. Whsik
CAE AL 5958 B 1 IE AR 5 AR S 1058 B 3 T I AR I LU A AR AR, UL H bRfl & Pbn eI
IREENRALRR, R HIRHEI 2. e 2 % 35 40>0.995, 15 U B 2 il RSk T 25

9.2 fREREEREEIELE
FEASCAHER IR ZH 264 (8) T, 8 A H AR &M S AR ) i 1 13 il P LI 1

x10 *

& 4NDPA
1.8
1.6
i 7PPD-Q 77PD-Q
1.2

1

“PPD-
56 CPPD-Q
0.6
IPPD-Q DIPD-Q
0.4 |
DPPD-Q 6PPD-Q
0.2
PD-Q-D5
K A K7
2 3 1 5 6 8 ] 10 1 12

Counts vs. RN (;in)
(4-NDPA: 4-fifHE 1%, IPPD-Q: N-J P4 2E-NZRFN 48 ZJiE-fi s DPPD-Q: N,N'- ZZRFHEX 4 —Ji%-
i, CPPD-Q: N-PfCIE-NRIENHE —J&-FE, DTPD-Q: N,N-—HIIEN H —%-fE, 6PPD-Q: N-(1,3-
TUFIE T IE)-N-ZEIE N K T -ER, 6PPD-Q-Ds: N-(1,3- - FUIE T IE)- NI T i -FE-Ds, 7PPD-Q:
N-(1,4- " HIIE R I -N-ZEIE N 28 — -, 77PD=Q: N,N-XU(1,4-— H FE)%F 2 - . D

E1 BirtEaMREAGINE ST REIEE (BRHE: p=200 pg/L, A%R: p=20.0 ug/L)
9.3 WHEME

P2 IR bR o il 2 0 E AR AR 228 26 0 (8) BEATWRE (7.2) MU o IR LT A il 2 26 1

VR, R KIS SRR e s BOE D KRR (T57K0) 1R IRBRERI A (7.2) ET ] &
A EAT I 5E -
9.4 =EIAK

IR EWFIE (9.3) MRMAERSFMAE (8) WERBEZ AW (7.3) .

10 ERIHESRR

10.1 EMDH
RS S 44 (8.2) MBS T 578 FRT I, R B brib &9 10 £7 55 i 18] 5 b

R o2 B 2 0 0 R T AR 0 2 0 00 (LS F2.5% . EL 0 o 26 FL AL 2505
P TR T ORI FFE (Kian) 5 VR FEHEAE IO BRAEVE T X0 BT P T3 AR FE (Ko HEAT ELC,
i AR RIS OB VR TS, DR R A AEAERD IR AR A KeandXHRAR (1)
i
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Ksam=j—j X100% eooreereeeeeeeeeeeeeeereeen

A
Roam—WOE P15 FARAL 20 HE RS T HOARRERIE LG, %:

Ar— R AR A A5 P B TR SR )
Ar— ORI A5 B TR TR oI ).

Kaua 15 (2) 18,

K

std—

A

Koa—FRAEREdh FP S H AL S PR T AR L, %
Asar—bRHERE it 2 FARAG 50 78 P88 00 (i AR CHEE AR sl
Asar—bRHERE S 2 AR S Y058 B8 1 X (W R AR (UG [TAR B D s

NN

i
p—g

*2 EMTERENETEELNRARIHRE

A Y OO0,
Agtaz

Ks‘td (%> K;ngE_X"j:ﬁitF'fﬁ% (%)

Ka>50 +20

20<Kw<50 + 25

10<Kq<20 +30

Ks‘tdSlO + 50

10.2 EESH

I E T B T AT E B W LTS, TR R Tk T e

Yo i X RLIR EEZ A T (3) 5

A
Ci—FEah 2 HARL SR BRI, A AN s BT (ng/L);

e ARG

Xo— HAR e i 245 B 0 RE S T 2 HARL S IR EE, AN Rt (ng/L)s

Vi— el A AR BUS RRR, AN ZTE (ml);

D—RREAEH,  AFE A AU 2 IR R U SO B AR R B, 35 R D=1

V—HE i E AR AR, SR 2T (mL).,

10.3 ZRERR
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£ EGB/T 8170MTH 168 M R AE BATHUEZL), KPR BEEPEMR . HILIERR . FrvE i 22 1A
X v O 22 O B P R0y, iR BB AN (DAL R B =67 R 7

1 ERE

1.1 FBEE

SR S0 20 4-fiF Fk TR RN TR 2K R E VBRI AE PR M IR FE 2.0 ng/L 20.0 ng/L+
100 ng/L =N EEKCSF 1925 FUMBRFE St AT 17 7R E R . S0 5 Y AR X A i 22 23 71 9 3.0%~23%
1.5%~22% 1.1%~21%; S256 = (A AH X F5 A 22 5393 9 1.9%~33% 3.9%~18%- 2.4%~18%; H
21 IR VS 2 51 40.4 ng/L~0.8 ng/L. 2.3 ng/L~6.3 ng/L. 11 ng/L~37 ng/L; I IRIEE % H1°40.5
ng/L~1.7ng/L. 3.3 ng/L~11ng/L. 11 ng/L~52ng/L.

5 9% S B N A4- B TR AN T BRORE 2R R AN G D R 2 TR AR PR IR R BE 43 ) 5.0 g/l 20.0
ng/L. 100 ng/LIH F/K HK . A TETGK IS — SEBRAE i AT T 7IRE R NE . SEI0 % A AR ifE
i Z2 53 9 N 0.9% ~ 16% 2.1%~18% 1.1%~17%; SZ 56 = [B] K XT b #E i 22 53 3 N 1.7% ~ 1%
1.5%~12%- 2.9%~6.5%; FEVERIEE 7 70.3 ng/L~15ng/L. 1.6 ng/L~4.7 ng/L. 7.7 ng/L~31
ng/L; FEBLMEPRTEE 551 40.5 ng/L~2.2 ng/L 1.8 ng/L~7.5ng/L« 11 ng/L~34ng/L.

WEEERG S IHFE CH C.l,
1.2 IEfRE

557 LI N 4~ e TR AT RO 2R R AL SR S IR AR PR 35 E R B 2.0 ng/L 20.0
ng/L. 100 ng/L{)Z5 EHIIFREE ShdEAT 7 TREE N E :  [IUSCEE By il 9 45.6% ~148%. 50.2%~136%
49.4%~120%; 8]0 K fix 22148 59 5 N 70.3%+9.79% ~ 113.0%%2.18% « 62.8%+5.70% ~ 108%+6.80% +
67.2%+1.61%~107%+2.59%.

555 LI B 0 4- il e U AT A0 R i AL A YR S U PR AR R FE 4 ) DM 5.0 ng/L 20.0
ng/L 100 ng/LIHL Tk, HRAK ., AETEVGK PG — SEPrAE abdi AT 7 7R EE N E . BTG 50N
58.5%~134%-+ 50.6%~115%+ 70.9%~ 140%; [ 2 % Z&AH 53 5 8 72.7%+3.89% ~ 115%+12.1%
59.4%+1.89%~103%+1.55%- 83.4%=+5.19%~101%=3.33%.

LSS RS2 WK C hR C.2
12 FRERIEMRERLT

12.1 (U EFMITRIES

D3 G R SR P LA T S L RS T A S g S TS S, FERLATACEE S o M id R
L3 G ARSI R ZE T T8 FEEMM.

12.2 Z=EHS

F20MMRE S EAEHE IR (AF20) BAMEIANLI R H, W28 R PR T 724 H R
12.3  FiTHE

B2/ SRR IR (A T200) A MIE LA TATRE, SPATRERE R bR I 22 RE<30%

12.4  BXmER
8
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BE20ARE S EREEHE IR (D F200N ) 2= /DIIE 1A SR INbR#E, 4-NDPA. DPPD-QA177PD-QIEAA i
FR RIS N AE 50%~140%2 8], He & W ot FEAR I [5] R N AE 60%~120%2 7]

12.5 1

B20NFE M BREEL IR (D TF200N) MSE LANPRUAE R B A TEIR FE A, I 5 5 SR A AR 25 <20% .
13 R4NLI2

SR AR K T SR AR MR RERNOR S, RS AR IAR IR, BT B 1 A AT A
.
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Mk A
(ERM)

8 MBI R ERNIREXER

8 it H b S A AR AR B AR AL
®A 1 SMBERMEREAREXER

[
. TR P AL TR WNHE CASH TR TR
‘6‘
N-(1,3-dimethylbutyl)-N'-
N-(1,3-= I T 3)-N- ( ylbuty)
1 . s phenyl-1,4- 6PPD-Q 2754428-18-5 CisH22N20, 298.38
RIS 2R -k - .
phenylenediamine-quinone
N-(1,4-dimethylpentyl)-N’-
NN-B(A gy | (A dimehylpenyh
2 o phenylbenzene-1,4-diamine- 77PD-Q / C20H34N202 334.50
TR )
quinone
. N-(1,4-dimethylpentyl)-N'-
No(1 A I RN ( imethylpentyl)
3 . o phenylbenzene-1,4-diamine- 7PPD-Q / C19H24N202 312.41
RN 2R - i ,
quinone
N,N-Z2RBEX R k- N,N'-diphenyl-p-
4 DPPD-Q 3421-08-7 CisHiaN202 290.32
i phenylenediamine-quinone
. . 2-(Isopropylamino)-5-
NS N AR 4 (Isopropylamino)
5 . (phenylamino) cyclohexa-2,5- IPPD-Q 68054-73-9 Ci5Hi6N202 256.30
k-
. diene-1,4-dione
N-FH - NRH R N-phenyl-N'-cyclohexyl<p-
6 ) CPPD-Q 68054-78-4 CisH20N202 296.36
-1 phenylenediamine-quinone
NN-Z R R = N,N"-di~(p-tolyl)-p-
7 ) y ] DTPD-Q 252950-46-5 C20H20N202 318.36
fiz- e phenylenediamine-quinone
8 4-fiFFE R 4-nitrodiphenylamine 4-NDPA 836-30-6 Ci2H10N20: 214.22
N-(1,3-dimethylbutyl)-N"-
N-(1,3-ZH ST 5)-N"- phenyl-1,4- 6PPD-Q-
9 } / CisH17D5N20» 303.42
IR -FR-Ds phenylenediamine-quinone- Ds
Ds

10
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Mk B
(FERM)
FRIE % R N S &4

22 [ N W5 2% 2644 L3R B 1,
F+RB.1 RiESEEH

. B PR B 8] BEggr HEFLHE TET il 1 B ER TR
e Hir4) B
(min) (m/z) V) (m/z) V) b
215.0% 16
1 IPPD-Q 422 257.3 135 6PPD-Q-Ds
187.1 28
167.4* 42
2 4-NDPA 4.99 215.2 103 6PPD-Q-Ds
168.4 26
263.1% 24 N
3 DPPD-Q 5.15 291.3 135 HMbRIE
77.0 65
215.0% 16
4 CPPD-Q 6.04 297.4 125 6PPD-Q-Ds
187.0 32
212.0% 20
5 DTPD-Q 6.14 319.4 140 6PPD-Q-Ds
184.1 28
215.0% 16
6 6PPD-Q 6.49 299.4 105 6PPD-Q-Ds
187.1 32
220.1% 16
7 6PPD-Q-Ds 6.45 304.3 150 /
192.1 32
215.0% 16
8 7PPD-Q 7.49 313.4 140 6PPD-Q-Ds
187.1 32
237.1% 20
9 77PD-Q 9.41 335.5 145 6PPD-Q-Ds
111.0 48

E: ONERBE TR W TARBEE, SHATRAAEER, WE /TR UL S S 2 ek

11
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Mi% C
(ERME)
FEREEEMIERE

5 XSGy U 52 B 77 VR R AN A B 0 R .1 FIER C.2.
*C FERBEEILEX

i | e || PR et | spsnins | FEREIN) o | e
(ng/L) (ng/L) (ng/L) FrifEmZE (%) %) (ng/L) (ng/L)
2.0 ND 2.26 3.1~16 1.9 0.6 0.7
=PI 20.0 ND 21.5 1.8~9.6 6.3 3.8 5.2
100 ND 107 3.0~78 24 16 16
IPPD-Q [ 4 R oK b 5.0 ND 5.19 35~53 3.7 0.7 0.8
HhF K INAR 20.0 1.5~1.8 15.5 2.6~5.6 1.8 1.8 1.8
EENEEYI\VI IV 7 100 ND 95.9 3.2~5.4 4.9 12 17
2.0 ND 1.80 9.1~23 8.7 0.8 0.9
2 E AR 20.0 ND 15.3 5.7~22 16 6.3 9.0
100 ND 75.8 6.4~31 18 37 52
4NDPA T Rt 5.0 ND 4.07 8.3~13 7.6 1.1 1.3
AR 20.0 ND 11.9 2.9~6.3 32 1.6 1.8
AT KN AR 100 ND 98.6 7.5~17 6.5 31 34
2.0 ND 1.77 5.5~20 33 0.6 1.7
G 20.0 ND 2004 3.4~17 18 5.8 11
100 ND 84.7 6.6~21 13 37 45
DPPD-Q ™5 Rk i 5.0 ND 5.73 1.7~16 11 1.5 2.2
H R AR 20.0 1.1-2.1 18.3 24~18 12 47 75
AR TS K INAR 100 1.5~2.1 83.4 3.0~95 6.2 12 19
2.0 ND 1.67 3.0~11 11 0.4 0.7
Es=PIIS 20.0 ND 19.6 1.8~19 15 5.8 10
100 ND 91.7 1.1~9.4 4.4 13 16
CPPD-Q MoK mkr 5.0 ND 4.30 2.0~7.0 4.1 0.6 0.7
R IK M A 20.0 ND 18.7 2.3~55 2.6 2.0 2.3
AR TG K A 100 ND 93.5 1.9~6.8 48 10 16
2.0 ND 2.00 53~17 12 0.6 0.9
A hnkR 20.0 ND 18.7 2.2~14 8.5 4.1 5.9
100 ND 97.2 1.6~8.2 4.1 13 16
DTPD-Q _
R K INAR 5.0 ND 4.69 2.4~13 1.7 0.9 0.9
HZRAKImes 20.0 ND~1.3 20.7 2.9~58 1.5 2.5 2.5
AEETS K IR 100 ND 101 3.6~7.8 3.2 15 17
2.0 ND 1.93 48~14 6.7 0.4 0.5
2 E AR 20.0 ND 17.6 1.5~9.8 3.9 3.0 33
6PPD-Q
100 ND 88.6 23~7.7 6.3 12 19
R K INAR 5.0 ND 432 0.9~5.5 3.8 0.6 0.7
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®RC N FEBEELER (%)

. W | SR 2 Y AER: N
T N L z'g’fgg& A *i;@%;? T gepnnbns | Esrbm | mmREm
7N el 7N ;‘ N 0
(ng/L) (ng/L) (ng/L) %) FrifEmZ (%) (ng/L) (ng/L)
6PPD-O HR AR 200 |12.4~13.8 18.6 2.7~6.0 2.6 2.6 2.8
AR VETS KNER 100 ND 101 1.4~34 3.3 7.7 12
B 2.0 ND 1.71 5.0~13 10 0.5 0.7
== kR
20.0 ND 15.9 2.6~7.4 6.6 23 3.7
= [ AR 100 ND 82.8 2.7~7.6 3.3 11 13
7PPD-Q —
R K I 5.0 ND 3.88 1.5~3.7 3.1 0.3 0.5
HoR A bR 20.0 ND 15.5 2.1~8.5 3.8 2.4 2.7
AR VETS KMAR 100 ND 98.9 1.3~4.7 2.9 8.6 11
2.0 ND 1.41 45~15 14 0.4 0.7
= [ AR 20.0 ND 12.6 45~12 9.1 2.8 4.1
100 ND 67.2 3.6~7.7 24 11 11
77PD-Q _
R K IAR 5.0 ND 3.63 32~12 5.4 0.7 0.9
iR K IR 20.0 ND 12.2 6.6~18 5.7 4.1 43
AR ST K INAR 100 ND 95.4 1.1~6.4 2.9 13 13
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RC.2 FEREMELRR

wEY FE A IFRIKIE (ng/L) JksECE (%) P (%) ® P+2Sp (%) ©

2.0 91.1~148 113 113.0+2.18
bR 20.0 97.6~136 108 107.7+6.80
100 95.0~120 107 106.6+2.59
PPD-Q Hb R K bR 5.0 93.2~120 104 103.743 81
KA 20.0 72.4~84.9 77.6 77.6+1.36

AR TS TS K R 100 83.7~105 95.9 95.944.71

2.0 63.2~133 90.0 90.0+7.84

=PIty 20.0 52.3~113 76.4 76.4+12.2

NDPA 100 49.4~104 75.8 75.8+13.8
R AR 5.0 63.7~98.2 81.5 81.5+6.16

2R AR 20.0 53.5~66.8 59.4 59.4+1.89

HEVETEIK AR 100 78.8~140 98.6 98.6+6.39

2.0 48.5~141 88.6 88.6+29.4
EsiEhiikan 20.0 58.8~124 102 101.9+18.0

100 64.1~118 84.7 84.7+11.4

PPPD-Q 1R K bR 5.0 75.9~134 115 115412.1
2R AR 20.0 54.4~106 91.6 91.6+10.9

AR VTS AN ER 100 70.9~93.1 83.4 83.4+5.19

2.0 62.6~105 83.4 83.4+9.28

EsiEhiikan 20.0 75.4~130 98.1 98.1+15.2

100 76.2~99.7 91.7 91.7+4.02

CPPD-Q H R K bR 5.0 76.3~97.2 86.0 86.043.56
KA 20.0 85.8~103 93.3 93.3+2.45

ARV K INAR 100 85.6~105 93.5 93.5+4.49

2.0 61.7~133 99.9 99.9+11.7

bR 20.0 70.0~118 93.4 93.4+7.94

100 82.5~106 97.2 97.243.96

PTPD-Q H R K bR 540 68.7~102 93.8 93.8+1.55
KA 20.0 98.2~115 103 103+1.55

HEVE VS KNS 100 90.1~114 101 101+3.20

2.0 70.7~113 96.6 96.6+6.5

bR 20.0 76.7~107 88.1 88.1+3.4

100 76.8~99.2 88.6 88.6+5.6

SFPDQ R A INAR 5.0 75.0~98.2 86.5 86.5+3.25
2R AR 20.0 85.1~104 93.0 93.042.44

ARV TE IK AR 100 95.1~112 101 10143.30

2.0 58.7~102 85.5 85.5+8.62

EsiEhiikan 20.0 69.2~102 79.5 79.5+5.25

100 70.5~88.6 82.8 82.842.72

7PPD-Q H R K N 5.0 71.4~84.0 77.6 77.6£2.43
2R AR 20.0 69.8~86.4 77.6 77.6+2.91

ARV TE IK AR 100 87.9~106 98.9 98.9+2.83
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*/C.2 FEEMELDR (8%

WwEW FEa JOARIREE (ng/L) IFRECR (%) P (%) @ P£2Sp (%) ©
2.0 45.6~90.2 70.3 70.3£9.79
= [ AR 20.0 50.2~84.4 62.8 62.8+5.70
100 58.3~75.2 67.2 67.2+1.61
77PD-Q _
R AR 5.0 58.5~81.7 72.7 72.743.89
HZR AR 20.0 50.6~77.0 61.2 61.243.52
ARG TS K N AR 100 82.6~103 95.4 95.4+2.74

a0 PRIR 5 FIIESKIG FINAR IR A °: Sp R 5 FIRUESLIG S MNAR ISR FIAREM Z2; <2 P£2Sp oK 5 K
ESE IR 2 AR YL fe A

15




	前  言
	1 范围
	2 规范性引用文件 
	3 方法原理
	4 干扰和消除
	5 试剂与材料
	5.1  甲酸
	5.2  乙酸铵
	5.3  甲醇
	5.4  丙酮
	5.5  二氯甲烷
	5.6  实验用水
	5.7  浓盐酸：ρ=1.18 g/mL
	5.8  氨水：ρ=0.91 g/mL
	5.9  谷胱甘肽
	5.10  叠氮化钠
	5.11  盐酸溶液
	5.12  氨水溶液
	5.13  谷胱甘肽溶液：ρ=0.5 mol/L 
	5.14  甲醇-水溶液
	5.15  甲酸/乙酸铵缓冲液：φ(HCOOH)=0.1%,c（CH3COONH4）=5 mmol/
	5.16  标准品
	5.17  目标物标准贮备液：ρ=100 mg/L~1000 mg/L
	5.18  目标物标准使用液：ρ=1.0 mg/L
	5.19  内标标准贮备溶液：ρ=100 mg/L
	5.20  内标标准使用液
	5.21  氮气

	6 仪器和设备
	7 样品
	7.1  样品采集和保存
	7.2  试样制备
	7.2.1   样品预处理
	7.2.2   内标添加
	7.2.3   调节固相萃取柱
	7.2.4   负载样品
	7.2.5   洗脱样品
	7.2.6   浓缩样品

	7.3  空白试样的制备

	8 仪器参考条件
	8.1  液相色谱参考条件
	8.2  质谱参考条件
	8.3  仪器调谐

	9 校准
	9.1  校准曲线绘制
	9.2  标准样品的液相色谱质谱图
	9.3 试样测定
	9.4  空白试验

	10 结果计算与表示
	10.1  定性分析
	10.2  定量分析
	10.3  结果表示

	11 准确度
	11.1  精密度
	11.2  正确度

	12 质量保证和质量控制
	12.1  仪器与耗材污染控制
	12.2  空白样品
	12.3  平行样
	12.4  基体加标
	12.5  校准

	13 废物处理
	附录 A
	（资料性）
	8种目标物及其内标相关信息
	附录 B
	（资料性）
	质谱多反应监测参考条件
	附录 C
	（资料性）
	方法的精密度和正确度



