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MZERE, BT oREE R EEE R, 2R 1,2- T A-3,6-MAME i, L
% FK maleic hydrazide, (GB 4839-2009 £ SCit H 2 Fx) H#l e o Ssd H 4
FRIGINZEPHN, H g U] 1 s o AZF PRl B2 5, 8 5 296~298C,
TERIIEIRIE RN 0.2% (25°C), AIET L HEER, s+ Q. Hah. 8.
e 3 AN R G I Tk, YRR, MR, BRMEKIETRRRE .
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B 11 MEFEEHR

FZE P& — P AR AT R R B PR R R, A2 R 250, T iE I T
FTZ AR, BRI EER . BB RIER, BeRRZUH 2 A .
T P71 R EHEE . PR, K. & MEICEURREA e, A sEm K
ERKIFFAERIMER o

FEMREL A =, S0P — MO TR A 220, IRIIBCR A, ZEE P4
BLHILLET 2 o 1 20 tE22 50 SEART, S0ZFPHRIZEMR s b T A, Bl RV
FHMZEPHO B R A FEEE L PIRAE. B, P E. ZKEMERmE B, Dk
PHE AN R AR, Horr, 736 EI A Soh i, #5 EARE (US EPA) 4L,
56 E AR F A0 25 P 20 88% M8 I T-JHE AL v . US EPA K427 FHH A A
JEBUE YR (Group B), EPREREW SN (JARC) ¥ JH24 Group 3 KEUE
P, B N2 B0 P AR S BB DTSR 1 [ bR R R A A G A RO
(CORESTA) #il5E W48 S 5L B PR & (GRLs) Alrb [ IR &2 A 7] kAR (YQ
50—2014 A2 i KIR B BRE) v, XHHZE ST A8 B e g Kk B PR )
4 80 mg/kg.
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SEPHEIE TR IS, Forh oy AR Y 1 B R 45 A AR R B -D-RT &R T
FE R RIEES, FTLL, WA RS HARR 2RI R, 0625 LBy
AT R

S AR 2R PR I 1Y [ PR 7 7% 8 1SO 4876-1980 ( Tobacco and tobacco
products-Determination of Maleic Hydrazide Residues) ¥, %54k A3 H 1) E kx5
7% GB/T 19611-200451, 30 245K, %7775 — BB E A S E SIS B
(ERZIT R BB ARG E D L AR, HRE. iR B
Qb3 2% AT BB A AR RSB e e R o R B B AT ML AT R AR HE TR (Y C/T
405.5-2011 MHRE S MR 2 PR 2GR B R IOIIE 36 5 95y Rk A &
e SR k) 1O, 5 1S0 JrikAatl, ZJivkfEe T RE S AT AR, (H
A BOBAR (i (RS AMSINES ) ATl AT Be S AAE T30, semadl 287 B AR
FRIAERA 58 14 1 E &

FTUL B S AT E AR T AR B S m AT R 0 SE I 1V (i
RIS (LC-MS/MS) AREHBAH (g% (HPLC), *fJR YC/T 405.5-2011 75
HHATABAT, DA ker U5 SRR P S0, SIS A 20 b 00 2 1k B = v o 1k
g BRI .

1.2 RS ARIVR R R B

A A A0 2E PRI 77 1k 2 B FR R (AT, B ARz
A RPN AN RN G oy ikl R R 2R - B K
LT R K amsE. BT BTN, R I TS B
SHBRKIIARE

AR B 5 JO Bt it AR A, KT R e D 2 P B B R R R PRI v 3
TEALHEZENR- 0 O BRSSO TR S OB E RO A i AR
1 QPR

GB/T 19611-2004 K I H 2 28 18- 70 66 %, LJTVA T 1SO 4876:1980 J5i%
FEAuT R, FE R AL RE S AE 50% I A A AN T A B 2 HE R VeI AL
Yo, IINEERL, BB ESEANZEPHE ST BRI, B Gk AR, ZTRRR
HERE, 736 a BEVENE H S 4- — IR UK Y U B b &4 . JL 4K,
ZTE B, EERERD, WAKERRRES . HREER, HikEL. &



TR BRI A 3 S A R B B AR (R T I K, X 4R N R IR SRt v

S i L e 1 D PR N i REER e ol PRI S R P SRR TR Y A AP i DUl B2 SR =]
4-SEFTL N,O- B (= HIE RS ) AT AE0S), BRER — F BRI S5AT A AR B
A DUBC & LRSS (ECD). S EE TRl (FID). BB I 2%
(NPD) HJSUAH G AT E 1t 8 Bkl . AR LeT7vrh, ATAEA R T
MU 5 EE AR IR R RS R PR R 3R, DRI AR SR A SRR ™ H

YC/T 405.5-2011 52 DLER R AR I, N B A BUR I s (40250, 48 Cig
[ AR A IR A S5 DA C 3B 84T 0, DL UV RIS 2B AT R I 1277 255410
FPHR SR &, AR FUECNE 2%, HPLC Wit FHtRe 0, #orik
(RS DU PR 2 v, S A A b o N A7 2 1 o B AN R A R A 00

BRI B R R, BB (MS/MS) FARKIN &R 2, fEiRE
R R T e, DLRSRIAAE S AT AL B T A e AL, AR
1. MS/MS A& TR BT TR TR S8 %4, NERY
(% e A T KT R BEE ;s 2. MS/MS £E5% B TA I AT s HERR 1 RE b 3L 5
TP 53, DRI B o) B A4 52 % RO ot th mT DASS B8 5 1) R U . LC-MS/MS
HA e HPLC B8 & i R U AR R, T 52 20 R i i p P e 1 KoK 3R
ey, PTG SEAS I S5 R A PR, AT AR T B AL B R AL, SIS M A 2 T
B B B (1 R PR AN SE B R RN

P ARVE A E 3 43 A b — o LU HE A V) 8 8 D705, ZERE A AR BERT I INN AR AT
A7 R TEAE it B U A LR A o v 28 il b B A A R e B AR R K (R
P WARS B ARSI AR, DRI REAR d i S S it i A 25 DA R A U v H A
YRk, WAL A RS e W ARE T R A N A b, ISP A
RHIRH, SRR 2R A bR AT 2 B R R A

BEAEMERUSE N R AN IR CL o (1 V665 3 791 7 i B0 o ) B 5 41 2
FHEN B 3 MMZEFIBREE, DUTREUR ROy bR, @B S & i,
LC-MS/MS il Wang L.J.22VFIFRIGE /K 231558 N DL ER BRI MR F2 BOMH B e i, DAIT
RAVZEPE AR, LA LC-MS/MS Al 175 R AR A BOAEHL, 5 & R F I #4
LR SEE, AHF A — PRI, JE i NSRRI, AT LC-MS/MS
PE IR RSN



AR H FHF 7T VR 58 3 LC-MS/MS A AR 5 r 0 25 P 245k B = 1) O v
EAGRE S AT AL B AR, 20 L HPLC Aor R 58 1 e AN HERf (1 Il /. T DA I
B R PARBUE s AGT TP RE ) B 4F ) LC-MS/MS VA0 HPLC %, %)
J5 YC/T 405.5-2011 J7ik#ATAEIT,  DAS Al 25 L i) w] 521k

2.0 H EE AT NS BELE

2.1 EFEHAAE

1. B ANSMESC TR . BB

2. AR B B R Bt i R R, RO R R B R B ity 0 2 PR AR 24 5%
B IOIE A 0 HR BRI A ) R 7 i B S 5 LU 1% - R B
BRHAC (LC-MS/MS) AEARIMINA S ) & Bkl 280, i s )7 23 10 58 PR RE AR
MR, CTARIIZEFE N N HET WARE B &, FRARAS U4, 32 Rl 4
ME e [, XFEMATA BT E S, ELRIE B bR YR BRI [F
AR, $ it A FAE S 1 RE

3. SEREBEI AR .
2.2 TEHARBE

FEHT IO 7 TAERIZERE b, BN A0 H HAR B 2R a0 2-1 Fiow:

PORHRT S R P ERLAES
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3. LW E

YC/T 405.5-2011 SF 02 PF RIS T HPLC 773, DAAMmZEER. ik
1T BL LC-MS/MS 7 iEBARE HPCL J5i%, A R mykr il i) = 805 DA R pi T4
RBE T, FEAERE i AT AL BRI AR I DN STARHN ZF P RS SE RS R AR, DL AR E &
PR RN, JEE— TR LRI TR AT AR D IR
3.1 FEEE

e MR AR 5t 8 P 3R R /K B0 8 [ S SR BB 28 P AR 2R B ¥ 2 )5 3R U
2 EEE G, LABEDHASHCNE AL, BB % B S0 OCEEAT R, A
T
3.2 {5k

T ARG RS T AR 205k B R bt o AK RN 2RI/ Bl R S5 4l B (K, S/
B3 GBIT 6682 =Z/KII/KFo BTA ISR B SR G E CEBURIRAE 1% R
R R 5 ) AR [R] R 2 1 S DA 2 FL AR, A il I P R R BN
Y S 2 S WA U0 25 P10 R PR e HH B o

WY (4l/>99%, f#[E Dr. Ehrenstorfer A 7)), ACHIZESF (4lijF>97%,
%[ Dr. Ehrenstorfer A7), Zfif. FlE (A4, £E J.T.Baker A7), VKRS
M2 (4[[£>99%, 2% [ Fisher Chemical A F]), KMHELIR (& 17t 37%, #iE
Duksan Pure Chemicals /A #])

ERRIRIUR: G RIHERIR (37%, FEE ) H5AEWMKIE 1.2 R
LI AR RE, BIF52 4 mol/L 1 h FRHR B -

[ A A HU /N A Supelclean™ LC-18 SPE 164 (500 mg, 3 mL).

FIZFPEARERS & #EFAFRIEX 0.01 gCRSAA 22 0.1 mg)# 2 FHFRE & 2 100 mL
AR, AWK SR, BCH RN 100 pg/mL R0 ZE PR HE GG 4

SRACHNZE T YRl 40 HERIFREL 0.01 ¢ CREFIZE 0.1 mg) SRACINZEFHhn e
A 50 mL AR, MK T2, BCH Bk R 200 pg/mL AR
PRI FR

P TAREVRW: 73 MAEHL 50 uL+ 125 pL+ 250 pL+ 500 pL+ 1.25 mL+ 2.5 mL.



5 mL 100 pg/mL 0 28 PHFREfE & T 100 mL F &I A, S0 250 uL 200
wg/mL N ZEFHTAR P ARt FZRIBK R R 2%, e SR BN 0.05 ug/mL+
0.125 pg/mL. 0.25 pg/mL. 0.5 pg/mL. 1.25 ug/mL. 2.5 pg/mL. 5 ug/mL [ &R %1
PRt TARVE W, STRINZE P AR FE D 0.5 ng/mL . AH R 1) R FUbR1HE TARE R
HFAIZEPHE &N 5 ugs 12.5 ug 25 pg+ 50 pg. 125 pg. 250 pg. 500 pg, JifCHl
FPHEE R 50 pg.
3.3 XA

MR, JEE 0.1 mg;

B (50 mL. 100 mL). 2. BRILAEE . B OB R/ TR FM (250 mL)
BIFAX S

TE R AN FAE (D)3 230 W, TR R IR AEANER A IR 2w BEE A 4 (JY-6A,
SRR TSR AR ;s

Sigma 3-30K =if &0 AL (42[E Sigma Laborzentrifugen A F])D, FC&IERH T
50 mL 208 1B O T

] 2 U

AB SCIEX TRIPLE QUAD™ 5500 3% #H 4115 - 3 B i 15 4% (3£ [E AB SCIEX
Aw]D, BB IE (ESD
3.4 AEEH &

FYC/T 31 il &, MERERKD & &,
3.5 BIESRT

FREX 5 g lFE, MEREE 0.01g, TRIEFIHF . MA 50 mL 4 mol/L ) EhER T2
OB, IO 250 pL 200 pg/mL SACHIZE PH N BRIETRG 3& SIRTEEGE 75, AR 7>
B S SRS IR &35 . KRS E T I E s ik s, R EERBARE
INAR RN o P TR, A ZVR T R BRI A B 55 —BkAb, R AR E JE T iR T
I, [BR 1B BREE RS, SKHmVERGAm R, RAEEIRE, ¥t
BB HE A FE RN 50 mL & 0E 1, 10000 rpm 250> 10 mins

35 BL 2 mL HEEFRT 2 mL #E2i7K 5% 1L Supelclean™ LC-18 SPE {46 /ME, HX
2mL EREOHARIRIOE, MEIEAARUNMES, RIZITFH SRR R, I
H 2 mL ZBKBEN, & IR0 B A B i, H 0.45 um /KAHJEIE I8, 5
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LC-MSMS 43#7»
FE S AT AC RIS R B s B E b 3-1 s

3-1. AT EEERE R

3.6 Y
3.6.1 ARG KM
it F:: Hypercarb Porous Graphitic Carbon Wi AH (415 4%, 4K 100 mm, W

1% 4.6 mm, FifF 5.0 pm; AR 30°C; #EFFE 10 uL. FBNAHRIRIES WL 3-1.
£ 3-1. IishHbsE
A (min)  W# (uL/min) 1% HAc /K (%) 1% HAc ZfF (%)

0 300 100 0
8 300 85 15
15 300 85 15
16 300 10 90
20 300 10 90
21 300 100 0
36 300 100 0

3.6.2 ik

AT EE TR AT 2 RPN (MRM); HIBE 5 i %
5500 V; SAAEST: 30 psis HEIIIIVIE J: 60 psis AlEAESUR JI: 6 psis &
FAGIESE: 500°C: PRI ZEPH B =3 X @R RREE
Sl R AR 3-2 Fro:

& 3-2. WEMFUESH



a2 R R ERAEV) Tlf 42 e (V) B B I (8] (ms)

. 113/85(¢ & 110 27 50
1% 1 (=)
113/67(:E %) 110 24 50
. 115/87(5¢ &) 110 27 50
/= [ =
AT 115/69(:E %) 110 24 50

4. FERETHR

4.1 FEFATA KR4

YC/T 405.5-2011 H ¥ i 3R B KS 5 g WP E T 250 mL Bedfi e, fi A 50 mL
(¥ 4 mol/L ) EhBRHE UG, T hngErinFAmIR 1 h, R 58 B8R %R 5 H €
PEIEARITJERRE, K8 E] 100 mL F &M, FliEE 4 mol/L I ERERILEL
WOV B R RE UL (e, YRS IE St R M, LSRR IO &
REZIE. 43HLL 2 mL FEEA 2 mL {9 0.1 mol/L S A ENIA K kYL Cis
[ FHZEHUNRE, M 100 mL 25 80 AP e RS HL 2 mL F 3R B HU0N 21 9904 FEAE 1
Cis EAHREEU/IME |, BRZITF R YR SRR H 2077 1) 5 mL 25 &, A 2 mL 4 0.1
mol/L S SAINE RN, &Il 2 1% 5 mL &M+, A 0.1 mol/L K]
SEMNERE R ZZE, 4 0.45 pm AKARTERE I I8 5 3 ARl R I, F M
R € T o

AT AR F R BRI I A B AR A, 24 DL TR IR (BN R 42
By 20021220, Rt A A R UK R A i B S AN 25 G S IO ZF P HAR B . ke, AR
T H SELEAE T YC/T 405.5-2011 H 1L 4 mol/L () 5 & hi 54 [m] 37 72 B (0 11y A 3 7
o

{HHF YC/T 405.5-2011 75§ Fl HPLC #4720 846, AhbrikeE s, #onrit
M HREZ I ER AR, WATH DRI HENSR, RAH LC-MS/MS #47
SR, WEREER, AEEE YCO/T 405.5-2011 J7 2 RT AL B b 1) 8 255 1%
BEAh, J YC/T 405.5-2011 Bk B 381, BL 0.1 mol/L BIE A ANIE eI, Al
SREUBN 4 mol/L [ ERBRIAW, 0.1 mol/L XA B AL BN IA AN fE i AR L /b B 1 26
2, LA 0.1 mol/L MIZ A MAMIA LM 1 L BEMEA K . 25 DLTE IR B I AR T H
AN R AT SR U I B, T 7 AR = R FE IR NaCl, % LC-MS/MS



RO AR o W 2 AT H B4R 2K VR B B

I H S A AT A B AR A R

PREL 5 g URE, FEHAZE 0.01g, TEERM T . IIA 50 mL 4 mol/L LR IR
WO, M 250 pL 200 pg/mL STACHIZE P A PRI, & A IRAE B S, 0K 2>
B SRS OR B350 . Kb E T mvEsE il st 26 BB R,
INFAETR o P ERIR T, (EZ8R T BRI A B 58 B8R, RIRARE S TT AT
B, [ LN EREE RS, RAINAEBIIR S IR, AR ER)E, iR
BURPE S GBI\ 50 mL B0, 10000 rpm 250 10 mine 235 PA 2 mL FFEE AN
2 mL 75187k 7%k Supelclean™ LC-18 SPE 1 46/ME, B 2 mL 3k 5.0 T A3 1042
WO, InBIE A RERME S, RIZIHEC SR R, JEH 2 mL AWK R, &
TR R R, ) 0.45 pm AKAHDERRIS 3E, f LC-MSMS 737 .

4.2 R Bk
4.2.1 B FA4RIRAL

f£ LC-MS/MS Zr#frHt, S4—Fh B An 75 ZARA ) 511 S 80 3 2 BEE 1
T BRI R

B, PUEEMREIREZ (5-10 ug/mL) 7F m/z 30-600 2 (AT 44713 0 bt
(Full Scan), Tffi5E H AR AR BT I IR — B 1 o 3 M — 5 3 B vh i 30
B TAE AR T, BB T IR £ L2 B U7 R & sk A R U,
eI PP RS B 5 s LU BRI B 1 e RIBUZ RIS B B BRI & 1.
LREHE, EEEEM STV E NS T,

Hk, *kEmBREE T HFE T aMm R, e ZHrukE, A hiERd
HEFAENTE T, EEARFENE ST .

R HBFE T/ T, ok R RE R 5, 10, 15, 20, 25, 30, 35,40 eV
BEATHIREARAL, DAWARAAS 5 RN B . PR LA I mlf A B B B 3R 47 1k
P, A, R R RE R R R .

ZARAAT BRI 28 P BTN ZE PH I B AT 2 B 3% 3-2 s

TERAR 43 BRI 2 AE T, 15 2B bR T AR R S ECES 7 (3 1 dn F 4-1
PR



PLEAB AR SRR TS, AW RSB —FEHNE.
BERRERAEAE, BiA: https://d. book118. com/88500433034
3011233
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