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B iR AL R # m i T EE RN EFIE R E RN E

1 SEE

AKRERLE T8 dh i AR K il ity = 13 A0 R iR AN S R (0 52 U5 s
ASKR G B b AR B iy P ) S 7 iR AN R I E

2 HSeEsI A

N BSOS T AR SCAF BN A AT D ) P& HR S S, A H I hicA & T
AR PUREAEHIAM SIS, HE A CRREITA MBS & AR

GB/T 6682 #1556 5 H K MRS AR 7 vk

GB/T 33087 4373 #r H i 2l K A S Ak e 7 vk

GB 5009. 156 Fr it 224> B ZArHE B it MR RE 2l it B 0 Tt Ak By v 368 )

GB 31604. 1 &z A [H AUt B flohd Rl A il it i 7% 1k 50 )

3 EEBEPRINERIE

DFFZIE el AU, SRR R TR TG, IR R, 2o R g e R RO i
HIBR TS AT TR I, ARV E

4 FEERRIINEIRF
ERAERE B, AR RT AR A b4, JK GB/T 66820 5E — /K BTGB/ T 330874 1
e EaliK.
R F
1 IECKE (CeHyy) ¢ taitali,
.2 HIfiE (CH;0H) : foifhali,

3 &K B N25% ~ 28%.
.4 0.005% ZUKHEW: BE/K (4.1.3) 50 pLIIAF]1000 mL/KH, HLECHLH

4.

pa—y

RN
— — — —

4.2 FrAEmR

4.2.1 TIWY GBS HRTITRAY, CoHoCsH,OH, CASS: 84852-15-3) FRufEvi CHREE) : 1000
mg/L, A AR TIE T AR E b
4.2.2 4 FEFHEM (CoHoCeH4OH, CAST: 104-40-5) : 4li[iF>99.6%, uiAbrUEY)FiE+ I bRvE

=]
HH o

4.3 FRAEBRRAIECH
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4.3.1 WRAEEERAYED H

3 MAERAR E 10mg CREf£0.0001g) My FRIME S T10 mLAENE T, H FFBEMRE 2 %1 5,
A, TCEWEE 1000 pg/mLITIRAESE 55 7o
4.3.2 BEtREREA R F

I3 B ECL.0 mLA# £V (4.3.1) R 2842100 mL.
4.3.3 REFRELERRAEH

43 B EL0.01mLy 0.02mL. 0.05mL. 0.10mL. 0.15mL. 0.20 mLyE&brvErb o (4.3.2)
JH FR A B 42 A 5 40 ) 240.01 pg/mL+ 0.02 pg/mL+ 0.05 pg/mL. 0.10 pg/mL+ 0.15 pg/mL. 0.20 pg/mL
RHbRUE AR

5 FEERINEMSFINRE

5.1 VAHE RS REDUZAT G BCHmE gy & 7 (ESD .
5.2 FIWRAL.

5.3 B A IEVER

5.4 JRIEIR %

5.5 iR J&iE0.01 mg. JKHE0.1 mg.

6 IEMBNEITSR

6.1 #mabiE

SERE A F VA RT3 B8 BY ) S5 At D) ) T H R e ki 42/ 1 mm x | mm )5 FfcE, V)
FIRE SIS, AN Al R AR,

6.2 IXAEARBIFI &

FREBURM A FE L 1.0g CRERI220.01g) T25mLEL & T, INA20mLIE ke, A4S min. O L
AW E F25mLL B T, SRR TR, ESINNT mLFRERHE, HEERA] Imin, £80.45um
PRI UE, JEIRAE N RFINR . AL RSB R e e Va ], A B SRR, A HOIR AL Tk
PEVEFIA
6.3 THABIIFIE

ERAINRAESN, R 56252 MR HT20 R. RFAH E kA7 84 .

6.4 NESEEXMY
6.4.1 RHBSE &M

a) tilFE: Cift, FEK250 mm, W4£4.6 mm, FifeS5 um;

b) VisAH: 0.005% KA TR, AIAHEL BERRVESR AR LR 1
¢) Viti#: 0.30 mL/min ;

d) FEifh: 307C;

e) HFEHE: 2 uL.
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R BERREY

I} 6] /min 0.005% 2 /K /% FH /%
0 65~40 35~60
1 40~20 60~80
4 20-0 80-100
5 0 100
7 0~65 100~35
7.1 65 35
9 65 35

6.4.2 [RIESE XM
Jiit 22 5 W SR AT AT,
6.5 tr/EMZESG

L IR6. 4T SIIIAE 26 AF K 2R ST G bt AR IOEE AR (- A3 B (I 3, LUK YR A )
IREEIREAERR, 7359 AR AL 00 1) 8 B 1 IO I U AR b, 2l I 26

6. 6 IXAERIBNE
6.6.1 EMHME

{2 3R Z AE I BORE RUBRUE AR 0 SRS (105 (0 i 0 O B I ) Ly b E ) o — 2, fevF
i 72 A £2. 5% A 5 5 1 0 T FRDAOGS = 8 5 iR A > RO ARVE A I R AR 25— 20, AR R
FEVF 22 AN R 2E FOVE R AT WRE i o A AT L R B

T2 FHEBNEESMRIEFNBANBEFEENERAATRE
AR /% >50 >20~ 50 >10~20 <10

SOV B KA 25 /% +10 +15 +20 +50

6.6.2 TEME

R DB AR G- AR IBC T A, A3 TR, AR b i 243 2045 U P TR AN4- 1T
TR KR o

6.6.3 THIXL

BRASIIREESS, BRAIRAESS, K 56.6.256 A ARIFI I 430 B 98 G0 AT AT #R 4
7 EEBERRYNE S TSR R

WAL EHm o i (D T
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A

X— WHErp RS, PN ZRET 7 (mgkg D s

C——MARIEI e E A AR IR L, SR A e B2 7T (ng/mL );
Co——MIRiE I EEAF2E IR BRI L, SR A e B 27T (ng/mL );
V— AR, A 22 TH( mL );
m—ikFE R, AN () s

SRR B A AT R

8 TEMHINEFEE

PRSI VE AT 3RAF P OIS 72 25 IR Zo0f ZZAE A I AR BE A 10%.
9 FHEEIRYNEHM A E

AT7iF 2 HPR N 0.01mg/kg.
10 EEMTIBERINEFRE

FERMZRNG, KIE. ERGE. BRIME & A BSL Y 1 T JE 1 1 3 e A € 03 - 53 B i A S AT
Msg, Ahbrike g, e e ALY i T AL my A 4- 1F TR my 200 F - /K SR B I 5 .
11 EEEHTEE N TR I Fnkr

BAERE I, A5y BT RS K a0 dr 4, 7K GB/T 668280 52 — /K 8B 75 4 GB/T 33087 4 Ji
SE B = 4EK
11.1 &5
11.
11.
11.

11.
11.

EOkE (CeHyp) : faifal,
I (CH;OH) : ffif4ali,
ToK: S R25% ~ 28%.
0.005% Z /KW : B /K (10.1.3) 50 pLIIAF]1000 mL/K A, HLECHL
AKEE. FRYE. RS VL e BRI BT K PEGB 5009.156 ML 5E o
11. 2 RFIEH

KIE BRME R IS AR BT A AR IEGB 5009.156#4F .

11.3 bR

_ e e e
[ ) B N O R R

11.3.1  4-FIEWy CRMAIITREY, CoH1oCeHsOH, CASS: 84852-15-3) AREyA CHJE) : 1000
mg/L, B AR T AR E &
11.3.2 4-IF FHM (CoHjoCH4OH, CASS: 104-40-5) : 4l5>99.6%, B bRk iir 4 rbr

=]
HH o

11. 4 FREB KRB S
11. 4.1 FREEERAECH
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HERIFR S 10mg CREAf310.0001g) 4-1F FAEMbRAE i & T-10 mLA SR, MR 2 25,
AT, MBI EE A 1000 mg/LIFbRUAESE 2 18 W o
1. 4.2 by B H] (10 .0mg/L) « 205X 1.0 mL fif#5¥K (11.4.1) F FFEEE A 4 100 mL.
1. 4.3 ¥R TAERRBYECH]
11.4.3.1 k&, BRMERE®R. BRELRELYIRETERR

I3 R BUR RV R TR (11.4.2) 0.01mL+ 0.02mL. 0.05mL. 0.10mL+ 0.15mL. 0.20 mL F* 10 mL
R, HKER, 58 TIEKREZ A 0.01 mg/L. 0.02mg/L. 0.05mg/L. 0.10 mg/L. 0.15 mg/L.
0.20 mg/L Ar?tE TAERR . KM FIFRERI 72, 20 DR KIS L BRVE . RS 2R 2 B4 A I 1)
FHIF A BE 2R 51 AR AE TAF -

11.4.3. 2 HERREUIIRETIERR

S MERE 1gCRE i 42 0.01g)ihFE & AR 22 7 N B2 1, 403 B OmL. 0.01mL. 0.02mL.
0.05mL. 0.10mL. 0.15mL+ 0.20mL FxrvEFR R 2 (11.4.2) Tk, 300754 0.00 mg/kg.
0.01 mg/kg. 0.02 mg/kg. 0.05 mg/kg. 0.10 mg/kg. 0.15 mg/kg. 0.20mg/kg HIbRUE TAEMER . 23 BI7E
FAMRE P I 3mL EC%e, WA, I 2mL B E-AKIRESHQR+]), WiEdRY 2min, FE D)2,
FH B8 S 2 W BT 2 /K VLT 0.2pum JE i 3t i s A1k o ]

12 TEEHTFZ 2 RN E N EEFIZE

12,1 YA€ 0E B DU AT i . i FLIE 55 125 U8 (ESD &
12,2 ZWAL,

12.3 EIFES#%: 10 uL. 50 L. 1000 pL.

12. 4 RHEIR 2%

12.5 /R F: K 0.01 mg. /0.1 mg.

12,6 FHVIE IR SR T 1A .

13 TEMHIEIBERNES TR

13.1 BRI

SE BB AR SO RS 4522 GB 5009.156 1K 5E o
13. 2 il &

13.2.1 k&, BRMEM. BHEEERERY

W R IGT R RIS PRI KIE . TRYEE N . R R A 29 ImL 8 0. 2um . JE L U8 5
HEI 2 AT IR0
13.2. 2 ;HER RELE)

VE R IGT AR 56 P 759 30 1 sl B A BB 1 g+0.01 g TV P, INA3mLIE C 4%, 184S, A 2mL
FHRE- KIS (Q2+1), eI 2min, FHE D)2, HEST S WE T 2K 8, W0 2um g i g 5
e, SPAT R0

13.3 ZHARBIHI&
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BRAIGURESL, 2060 13.2 IOERAF AR BEOR 55 S B bR Ak ) £ i U, ~PATHRIRE 2 £

13.4 UEZSEEHE
13.4.1 jRHBS £ &K

a) tilFE: Cigft, FEK250 mm, W4£4.6 mm, FifeS5 um;

b) WA 0.005% Z/KFBAITEE, AL LML AT K3,

c) Vii#: 0.30 mL/min ;

d) HfE: 30°C;
e) HFEHE: 2 uL.

R BERRSY

I} 18] /min 0.005% 2 /K /% FH /%
0 65~40 35~60
1 40~20 60~80
4 20-0 80-100
5 0 100
7 0~65 100~35
7.1 65 35
9 65 35

13.4.2 FOE&H

S 2% kA I AR ALT

13.5 IXAEE RN E

13.5. 1EMENZE

{5 L3R S AE I BRE RUARUE AR 0 SRS (105 (0 i 0 O B I ) Ly b E ) o — 2, fevF
i 22 A £2. 5% A 5 R 1 3 0T PRI = P88 B iR A A RO ARE A I R AR =2 8 — 20, AR R

FEVF 22 AN FRARUE FOVE R AT AIWRE e A AT L AR

x4 TEMIBENNEEMERIEMNENEFEENRARLITFRE

XS T A%

>50

>20~50

>10~20

<10

FEVFIR S KA 22/ %

+10

+15

+20

+50

13.5.2 EEMNE

F13.4 MESAE, 3 RPEHI (13.2) « AW (13.3) R AR 1 — 5 5 5R

W, A3 BTN, MRS bR AE 213 2AF I P LM AN 4- 1E LM R
14 EEENTHBERNE D ERAYFRE

14.1 frRER %R H

6
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13 AP AU INIGE 60, K R DR S AR UE AR WL BN - sR BB SO 2, DAbRHE TR
(I RE AR AR, 739 A 2L 00 1) 0 8 ROV TR A AR A, 2 Rl 26
BB P R m IR LS (2D T

A

¢ — BB R EIRMIREE, AN AT (ng/l) SEZwRET 5 (mgkg ) s
y—— B AL R T ) ) e T A 5

b——[F] 1 1 £ F)

a— [FIJA 2k O ARER

14.2 TEMFEIBEMNELITE

P14 143 21 (1) £ SRR AR T TS 5, AR T A% S50 b T A8 P 19 £ Sl RSEAELA) 1 R R RN )
TRIRE 5 £ SRS, TR, S B e ST S TSR A s T A e, 47 DA (mg/kg) Bk (mg/dm?)
Fon. HAEEAESZ GB5009.156/RLE -

TS, R DUEE S M40 PF T RIS I PR B ST 5 25 SR ARSI (R R, &5 AR B A A 87

15 TEBIBEHNERZTE
FEF R PESAE N IRAF PR UL 5g 2 B 1 4 %) ZE A PHE I A ME 110%.
16 TEBIRENNEE M AT

RTINS IKEE . BRIE B iy RS R B ) b 2Ry S 1 FR0.005mg/L, & & 80.01mg/L;
TR AU T R A H R K 0.005mg/kg,  E PR 40.01mg/kg.
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M 3 A
Bk % &4

JRiE S % &AL AL

Al BUESHFH

a) A 45 psi;

b) HEZHE: -4500.0V;
c) A TIREE: 600 C;
d) AR 55 psi;

e FINFAA s ): 55 psi;
) HAB S SR Al

KA1 TEMITESERILSH

A REE T miz F BT miz RV i EE R eV
219.1 133.0%* -40 47
1. I
CAS NO. 84852-15-3 219.1 147.1 -40 44
4-1F T JL %) 219.1 106.0%* -140 28
CAS NO. 104-40-5 219.1 119.1 -140 51

TE e *E T EE T

2 XN TARBUEACE, S SEOTRAFEZE R, WE TN PO S EA B fE

T 3. ATPEWIEH] T CAS 504 25154-52-4 (£, IHLL CAS Oy 84852-15-3 1) 4- LMy K 45 A4 AL ot

WAL, TEAUER S AT N IIEIX S0 IX A~ CAS S IOIBE,  HL AN 5T 1 i S R 5 23l o SRk
CAS Jly 84852-15-3 H KN, ALK L EAD B A, R EELL CAS ) 84852-15-3 ] 4-EHR: Ml
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5.9e6

5.566
5.0¢6
45e6 | 4-n-NP
4.0e6
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Intensity, cps

w
o
@
o

2.5e6

2.0e6

1.5e6

1.0e6

5.0e5

0.0

B.1 EHEHPEFEMIFERSER (0.1 mg/L) BEFREIER (TIO
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Intensity, cps

Intensity, cps

5.

64

4.066 1
4-n-NP.
3.066 1
m/z 219>106.1
2 06
1.066 |
0.0 : L : ; : : ; :
05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 00 95
Time, min
5.36
5 9¢6
f 4-NP.
5.0e6
1 P
4.066 4 m/z 219>133.1
3.066
2.0€6
1.066 4
ooi J
) 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 980 95
Time, min

10

[EB. 2 kiRl th EEERER

&8 (0.1 mg/L) MRMfiZE

f
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Intensity, cps
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5.64
3.766 ]
3 4-n-NP-
3.066 1
m/z 219=106.1
2.066 ]
1.06
0.0 T T T T T T T T T T T L T T T T T T T T
05 10 15 20 25 30 35 40 45 50 5F 60 65 70 75 80 85 90 95
Time, min
5.36
4-NP.
5.066
o] m/z 219=133.1
3.066 3
2.066 1
1.066 ]
[¥
o 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95
Time, min
£ N = vhE3 e
[E B. 3 4% CERIENIY P EEBMERERSE® (0.1 mg/L) MRM &iE[E
5.64
4.066 1
4-n-NP+
3.066
g m/z 219=106.1
=
£ 20669
g
=
1.0€6 1
0.
05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 00 95
Time. min
5.35
5.0€6 | 4-NP.
o 40887 m/z 219=133.1
Z 30661
c
]
—
= 2.0e6]
1.0e6 4
0.

05 10 1£ 20 25 30 35 40 45 50 58 6C 65 70 715 80 85 00 05
Time, min

& B. 4 10% CEEFE I h TEBMFAER S AR (0.1 mg/L) MRM &% [E

11
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5.64
1 4-n-NP-
m/z 219>106.1

Intensity, cps
M
o
£}

0.0 T T T T T T T T T
0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5% 6.0 6.5 7.0 7.5 8.0 85 9.0 9.5
Time, min

5.9¢e6

5.0e6 5

4.0€6 4

3.0e6

Intensity, cps

2.0e6

1.0e8

¥
0.0 05 10 15 20 25 30 35 40 45 50 5f& 60 65 70 75 80 85 90 095
Time, min

B.5 50% ZEEfE I h FEEMTMEIRSAR (0.1 mg/L) MRM &L [E

5.64
1.666
1.4€6
1.2¢6
1.0€6 1
8.065

Intensity, cps

6.0e5 1
4.0e5 1

2.0e5 1 t
0.0

05 10 15 20 25 30 35 40 45 50 55 60 65 7.0 75 80 85 90 95

3.6eb
3.5e6 1

3.0e6 1
2.5e6 7
2.0eb

1.5e6 1

Intensity,

1.0e6 7

5.0e5 7

0.0 T T T T T T T T T T T T T T T T T T T
0.5 1.0 1.5 20 25 3.0 35 4. 45 5.0 55 6.0 6.5 7.0 75 8.0 8.5 9.0 9.5
Time, min

B. 6 MR P EEEMRMER SRR (0.1 mg/L) MRM & iE[E
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