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Brbe, Vs, Tk, 4 R tyR R U ERY MAE-SPME-GC/QQQ MIE [ J]. 381k ,2015,34( 10) : 1964- 1968

. ... IR (Agilent)

TiEHREES R EEN MAE-SPME-GC/QQQ MI%E *

Mo #AE T O® % om kR

(1. HEPRBEHEIA S, JLaT, 100012; 2. BEAFFHIRBLTII A 03, BE AT, 830000)

8 O FSL TS B AR - AR R B (i = DU T R B ( MAE-SPME-GC/QQQ) [ if i 5 4 43¢
T Z R AR 5 DA T 2 B M ( MRM) AO4SCER 414 AR T 1l 2R TBURLIE AR B 1] 95 ) (AR RO
PR B e B S AE l 4 ¢ HIERERIIA 30 mL 7K, 7E 100 °C PR AEL 5 min. 4 HARYI Gk
PEEE R 0.005—20 wg- L™, i i B 0.003—0.4 ng- g™ M E 0.5 ng-g ™ 1 5 ng- g™ MR H3EHE S, MUK
BN 38.6%—116.4%F1 24.8%—82.0% , MXHARMENR 25 3.2%—27.7% F 12.5%—22.7% (n=T) I KLGHT
MAE PG =2 SPME & 8145 LA K GC/QQQ B sk i3, iE & FAE R A P & & L SRk
B PR 1 4 AT

KR BB, WAAEER, SAREE S E TSI , 8, SRR

SRR IR (CAs) JB TAEASF B MIACA Y, 72 T A% s D YR 25 %5 Tl A= 7. CAs 1T 28 1 ik P i 3
FI AR SE A AR, SR B A5 B A5 40 A e pl 0 3, Bl 8 i I R A S0 B sl e AR PR IR 26 CAs A+
o7 PR RV B B s A i 44 B R T s Tl AR 7 I B LR ARSI, CAs SR BT IR IS S5 4 24 1 5 L e ) 4 i
FEg ) ke R A R R R HL R RR, S T IR A A 24 il B K, R Y CAs BR BRI AN 2R 2.
BT, IR AR 286 28 SE R & T SPME-GC/QQQ Il -3 rh CAs 58 81 178 | i JE Hof - 360 J5 b CAs 5 (19 7 2
FEARE 27 I A (DA | AU (PR 25 A g

TR B A (MAE ) J&—F B AR & AL By 1, B Ab B K 50 R 2R 0 FE A S50 o5 S ZR BT
398 PR A AR A SRR S R B K R R B MR A R , BOTRA LIS 7% 498 vh 9 AL B AR R A T B 6 L. A 2
HUH AR (SPME) 75 B AURE S/ EF A AL R A S FERE R, o HGE & TSR sh A B A A B s 42107

KAKAVE R ZE B R, AT A 305 A MAE F1 SPME B AP S TALBEE AR | Je R F MAE B 1500 4 D A 3R v ZE T e
K, FFIH SPME & &K BErY), 8 5 T ST 3y ik op SBFERT gL ik 45 45 38 ©F MAE 5 SPME B¢ A
T -3 bk e e S Fnh 4 T (3R E (B R T MAE-SPME 52 38 b 2 e Jo (4 5 11 5%

ATFFER A MAE 1 SPME B FHAE R 138 CAs 05 1 AL B 5 3%, PR A6 T I 2R TR0 & | (R ) ) 3 A AR FR 2%
A ARSI 2 SR FHASUAH (33 / = 5 HR R DUAROAE B 33 1) 22 B O WA=, A8 55020 T R e S i SR T3 it | T R R 5
SeWITF & 1) SPME J7 iU M H , MAE-SPME I + 489 CAs 197 Bks 5 B o 1.

1 IeEks
1.1 AR5

7890 GC-7000B MSD “SAH (31~ = H PUAR T 52 B BT ik Bk FAX ( S5 Aglient 23] ) ; Combi PAL ZDJRE F 2 2% (i
+ CTC A F]) s H-2050R R 1 &5 3 55 WL CGHI R AL ) s GH-100 [0 HR % # (Jb 50 3 & R A s ik ARIF5E B ) ; MARS 6
O 2B (3£ E CEM A F).

85 um RAMERNAR (PA) ZIUEF 4k ( 52 [H Supelco 24 H]).

2-FARE (2-CA) 3-FARME(3-CA) 2,3- NN (2,3-DCA) \2,4- AN (2,4-DCA) \2,5- " F A (2,5-DCA) |
2,6- AN (2,6-DCA) 3,4- " AN (3,4-DCA) (100 wg-mL™", Dr. Ehrenstorfer GmbH) ,4-58 %1z (4-CA) (5 pg-mL™",
AccuStandard ) ,3,5- "5 # 7 (3,5-DCA) (100 pg-mL™", AccuStandard) ,2,3, 4- =5 (2,3,4-TCA) 2,4, 6-=F K

* [ R Ry BRI E R 11l (863 114l) (No.2013AA06A308) e 1.
# IR A ,010-84943065 , E-mail : chenye@ cnemec.cn
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(2,4,6-TCA) . 3,4,5- =% KM (3,4,5-TCA) . 2,4,5- =5 KM (2,4,5-TCA) (4, Dr. Ehrenstorfer GmbH ). JE-d10
(4000 pg-mL™", AccuStandard) .

H B R R AR EAEN R 5B 26 (400 CHEFE 6 h).
1.2 MRM %&F&%

DB-5MS UT {434+ (30 mx0.25 mmx0.25 wm, 3&[E Agilent 227 ) L LR EE 250 °C s A FRAERE ; fH A B R &
1.0 mL-min" FEFTHETT RN 60 CIEFE 1 min, 2120 Comin " HFTHEH] 120 C, LI 5 Comin™' #HRTHREF] 220 ¢, LU
20 °C-min” HRTHEF] 300 °C, IAEHF 1 min < 2K 2.25 mL-min™' , &< 1.5 mL-min"".EI J§; LS HER 70eV; £ H
S W 77 = (MRM) 5 B3 FIRIRLEE 230 °C 5 G4 2k IR EE 280 °C; W FIIER 4 min AT S 4L 1.
1.3 HERE A%

25 SRR T IS KT MRS | 1 fLA% 0.84 mm (20 H ) J& Je 5.4 7 5 B0RE 5L T 40 8%, B 2 A i fL AR
0.25mm (60 B ) JE B 200, 45 .

JbR £ HERE S L 25 1 R BTR HRE RFRTERE S T IRBER %4 300 remin™ JREE 15 min. 5.
1.4 SRR

WL 4 o - HERE SISO ZEIBURE ISR AR SR ZE I ), 50 R AR ) R flinl ZE I ZE IURE VS H s, 23
PR Z B0, T 9000 remin™ FELG 5 min, B LR IERITFE R ZE 40 mL.20 mL BEESFESOH o A Eeah, 7 m
A 8 mL B A MRAAKE i B N AR R PR T00 2 AR A BB, T T B T AR — 2 B [ )i, 27 4 3k a4 A GC
PERE R T 5, £ 43k T 280 °C &SR R &4k 10 min.

2 ER54ie
2.1 Z NI (MRM ) &4 45

DAL BT RE ST, B JE 8 5 (i 450, R af 2 B AR i OR B8 B E). X1 3-CA il 4-CA 2,4-DCA F1 2,5-DCA Joiki B
RO AT, A B LA S T DA, SR B AR 4 8 B KAk, 7 BN 2 A B S AT A 0 X B AR
AT — GRS 2474 (Full Scan) , #3214 Ab AW IRAERE 8 0 25 8 I BOR I R B TR N BEB R 7
B (Product Scan) , %R F AT TS 2. LA FIREERE SR T (CID@ 5 eV—60 V) 1351 T B T
R B FEE R EBCRAE TN BT, 0 R I B R R A5, K e 1 A0 B 1 38 P 1 8 2 B 22 I
7 WA ( MRM) 77 5.

ARG B MRM J7 32, B0 Bt 1 A B 1, e — X e B s 7, 53 — R A e i, BRI B i S48
W 1.

1 F%E MRM 2

P e %ﬁf RUmin | F5 L&Y BT %ﬁﬁ RT/min
1 2-CA 127->65" 127->92 20 10 5.66 7 2,4,6-TCA 195->124* 195->88 20 35 9.94
2 3-CA,4-CA 127->65" 127->100 20 15 6.55 8 3,4-DCA 161->99* 163->90 20 20 10.33
3 2,6-DCA 161->90* 163->90 20 20 7.14 - JE-d10 163->161" 163->159 15 25 11.36
4 2,4-DCA,2,5-DCA 161->99* 161->63 20 30 8.54 9 2,4,5-TCA 195->124* 197->135 20 25 12.50
5 2,3-DCA 161->90" 163->90 20 20 8.89 10 2,3,4-TCA 195->124" 197->124 20 20 13.05
6 3,5-DCA 161->99* 161->90 20 20 9.80 11 3,4,5-TCA 195->124* 197->124 20 20 14.73

AT

2.2 SPME %/

KA LI = AR 45 R 1 PA 7483k 300 g+ L7 50464, 80 °C ZEHL 30 min, f#W 1 min.
2.3 MAE %&141it1k

DAl 7KAE Ry ZE B TR - 308 v i SRS 45 BE AT S0 2R B, 28 R AH AR BLAF 413k & 4R 5 F GC/QQQ T i L
A EVAR ) A A2 B X e R 17 A A T AR A AR A v BB T R A U B | (R4S ) AR A B 7R 2 B 2 LY
EREAR SR S0 T FH 9 0 2R BRI, T 28 B 2 IEURE VL B A8 Ak ) Sl SEEh R, e A 50 [ i T 28, OAS PG ARl
DR,

HEGREE  AEAEU ] 20min, K E 20 mL 504 T, %55 T 60 °C—120 C LRI, 112 b 45 B AR 00 i 4 B
BL(E 1).60 CF 100 °C ZEHURLEE T, 45 B AR 0 e 3 RS0 2, fE6F {150 R 2 43, 100 °C A 1 25 BRUSUR BEA T 60 <C.
120 °C B, E AR e i 3 S BEAIG, 7T 68 AR 2 e T B 20 sl R 2 . R L, e 28 B T 1000 °C AR S Fle e R RORLEE . 4%
20 30 7 A Ak G W 0 PO R R T R A BRI EE S AL
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PREFIN ] FEACIUREE 100 °C K EE 20 mL 25 PF T, FEAE 1 AN [r] 465 i 18] 060 ol 8 AR HOSCR B9 2 0 (181 1) 7R 5—
30 min3t il P, 2% 2 30 107 B PR AR B T) AR AU AS 0 3 AE U 1B] 2 5 min B, 2% H A9 189 W81 17 5 g . BB R T B 4 | 4% 261 53 i 7
FABREAR. L, RIS min S Gl AE B AR5 At ).

AEBCHEF R EAEBGEIE 100 °C 2N ] 5 min 260, 58 T AR AN /K d 0k 38 b 25 20 20 s A6 HOBCR ) 32
Wi (1 1) 75 10—30 mL {1 Fl A, 2% 415360 17 B 750 (ARG in G 1 i v | (ER A B 35+ 20 8 35 5 B SR B4 30 mL
i, F BRI R A e, PG 30 mL S A€ HGA 7R 4k

200 HmGR i - 60C 160 AERI

18r 80 C 14+ —0-5 min

16+ =100 C — ~* 10 min
~ 14} + 120 °C S 127 -0-20 min
& ——
S 12t X 10t 30 min
o0t B gt
B ol =
S 6f

6F !

4,

2F 21

0 0 1 1 1 1 1 1 1 1 1 1

1 TR IO BE o [E] R R ARk F AR 2 USR5 i

2.4 MAE ZEBGR
HERY &R 0.5 pg- L A /KE R A HARY & 58 5 ng- g BOINFR H3RE (R EBUR 2 25153 0.5 pg- L' 1Y
W) | A2 MAE-SPME AbBR)S SEREIN 52 , 25 S an & 2 Jrzm. K 8 b B AR 4 600 5 Tk B 5 B8 IInAR (B B S #2300
(Bk 2-CA A6 UEIAAS 5 i 550 F A & 2 30 B AR s B S 2 i i 1S L.
A3 B AR B0 22 v B L RIS PR (E AR £ (B 2-CA A1), JUHE 2,4, 6-TCA 1) 22 B¢ BH S 4 38 i B ARk
N7 AT REXT E BR 4 %) TET e 7 A 7 47 5% T [ B, A i BSOS [R] 9 T8 R S B0 ) B8 T IR AN TR 3K P BE 2 4% 2 43 1) MAE
0.50r KB ot ht
0451
0401
0.35F

0.30F

W/ (ug' L)

0.25F
0.20F

0.15F-

010 1 1 1 1 1 1 1 1 1 1 ]
et
B2 JntrAKEE S InAR £ B4 MAE-SPME M 5E 45 5 L

2.5 ik

PLaligK Sy L 522 il A8 o 1T 2. 45 20 43 1 2 1 9 T A OC R B B 7 AR BR AN 3R 2 TR, AR AL 4 I 2R PRV L Oy
0.005—20 pg-L ™", A thBR 4 0.003 —0.4 ng- ¢ ZEMLALBI LIRS, ME HAs Y 588 0.5 ng-¢ ' Al S ng- g™ (£14
AU E 55 0.05 pge L7AN0.5 g L7 AR BOATR) (bR L 38RE & | 25 8805 5 RS 25 1 A 2 (3% 2) . B4y
B T 2843 T 7E 38.6%—116.4% Fil 24.8%—81.2% Wi Il , AHXTHR IR 25 7 3.2%—27.7% 1 12.3%—22.7%fu.F.
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R 2 HARYIRLIETE I AECFR R D7k i IR UL SRR % (n=7)

ot At o, WY 05w It LA 5 ng-g” AbR-HERE B
(pg-L™) (ng-g™") k% /9% KB/ % mff &7 KB %
2-CA 0.005—20 0.9998 0.04 65.0 3.6 81.2 16.5
3-CA 4-CA 0.01—20 0.9991 0.08 60.5 7.8 49.9 13.5
2,6-DCA 0.005—20 0.9998 0.03 38.6 3.4 57.6 12.3
2,4-DCA \2,5-DCA 0.02—20 0.9992 0.2 71.9 14.4 63.4 14.2
2,3-DCA 0.05—20 0.9987 0.003 56.2 3.2 75.3 14.2
3,5-DCA 0.005—20 0.9964 0.04 53.5 4.3 59.1 12.5
2,4,6-TCA 0.05—20 0.9988 0.3 61.9 27.7 24.8 22.7
3,4-DCA 0.05—20 0.9963 0.4 116.4 21.8 65.6 13.4
2,4,5-TCA 0.05—20 0.9960 0.3 66.8 19.2 47.2 15.3
2,3,4-TCA 0.05—20 0.9954 0.3 76.0 21.2 57.3 15.3
3,4,5-TCA 0.05—20 0.9938 0.3 51.9 3.6 41.8 14.0

2.6 SLBREESH AT

NS 877 5 T Al B 10 362 £ 58 (S1.S2) JE TR (S3) FIHHE MR )2 £ (S4) -7 T 4307, KA
HAR CAs 5% 88 SRS AT INARINE , INFRUERE Jy 5 ng- g™, 455 W% 3.BE8 S1.S2 InbR IEl % 20.6%—82.1% K%
FEN 2.5%—17.9% ; TiRE T S3.54 BRI AR Ty 4.3%—46.4% KB N 2.7%—14.6% . B AE KT , A 28 1 + 58 it )
TR 25 B R, U0 AR 5 2 AR e g T A [ WSO 400 25 S AR K, T BB -5 o ipde 4K BB | - S o B L BB £
02 Ze k55 2 T R B 26, T 38R R A0 S S5 A A A L 1 2R 1 BT e W R RS R AL T 2.

- XIS G R B T 43 SRRl A W B RN BL SRR AR /N DL AR ME S S e A VR, RS £
Xt B0 A W A A R, A HL TR B e AR i) 5 B e £ ) AT LR 5 Bk 22, W s Bt 0, 48 H AR
AR BREAE R s > B S3 . S4 R HILBR & B T BB 22, X CAs O W B 7 FH TSR DR s [ e SR B i ST,
S2 . - HE P A T A HLTE S 4R A LTS Y e K P v i R TR A S3 R T RE S A T 2 R T A ML, (R
T T 0 5 S M ARAER , X 7T A2 1 08 pH 35 LAY S2ma ™ CAs M EUR T & A IR0 B 7, 24 + 88 pH AR, W RE B 1k
PR B S . — 5 18 CAs W] 5 -3 vl o ] 3846 BH s 3645 3846 3 — A R T CAs A HLTUEHK: -9 Y8 i 4+l
SRR BAGR T I Y T BE.

WEAN , A7 A S AL I B A A 25 1 38 R AR A BB & R A SE B 358, 78 L3R B Ah A5 21 1 SE 56 2% 14 ] i
BT SRR CAs BN E O T ARV S5 e A LTT & B 1) EERE TSR R AR A1 () 2 1 - A A S 2 o ik
TFEcAEAR , DI e e 2 S 30 e 1

R3LPREEAIRES R (% ,n=3)

e FEd SI FEdh S2 FEd S3 Bl s4
Ial i % K B HEES e IS o HIVES K
2-CA 82.1 13.3 71.4 9.2 46.4 7.4 27.7 2.7
3-CA+4-CA 70.5 8.2 44.0 17.9 123 14.3 6.3 6.4
2,6-DCA 67.8 13.3 54.4 9.1 45.2 9.0 31.2 4.2
2,4-DCA+2,5-DCA 67.9 13.0 50.1 8.1 33.4 5.7 20.4 7.9
2,3-DCA 71.3 12.8 59.4 6.7 40.2 8.7 25.7 8.2
3,5-DCA 58.8 11.0 38.7 3.7 17.6 12.6 103 9.1
2,4,6-TCA 38.3 12.7 21.5 12.6 14.8 12.4 8.0 11.7
3,4-DCA 55.9 10.8 33.2 4.6 9.8 13.5 5.0 9.0
2,4,5-TCA 427 12.8 25.3 4.8 15.9 10.7 8.6 4.4
2,3,4-TCA 46.8 10.6 29.0 2.5 17.9 13.5 9.8 75
3,4,5-TCA 38.5 3.6 20.6 10.9 7.8 14.6 4.3 9.9
2.7 R

ARSI S SEITT & B SPME GC/QQQ [A] A - 3E b CAs 5% B8 BOMNE )5 ik, B SF 01 .85 wm PA FEHGK Tz
SPME #5538 ¢ H3EHINA 4 mL 417K ,80 °C ZEHX 40 min i 7% v i FHROEE 2S8R L2 (BRS % 22,5 SPME ik AH
Lt , MAE-SPME [W#/E AL BRAHNT 4 22 | o v AL 1 B o 0 00 v B 4 2% (B 3 ) 0K 25 B8 S A AR G R g b o
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BV E B2 0053k | LR PIRR L3 rh CAs 5% B3 097 M 5 v TR DR o Mt 1) | A Sl AR R B o, {EL 2% A A B A S B
IR F AT A A AR T

3 &g

H#A7 T MAE-SPME-GC/QQQ [R]Bf i i -4 22 Fh SHAR R B AR B 9 W1 vk 4 ¢ RIS M 30 mL 4lik, F
100 CHLEAEBL S min , BHIELOEE AR 40 mL.8 mL IAREER , INA 2.4 ¢ SALBI K AR, 85 pm PA ZEHSK 80 C#EHL
30 min, TH#EAE A 1 min, MRM 23X F 00 2. H AR 4143 ML HEJE R 0.005—20 g - L', Jr ik 4t FR S 0.003—
0.4 ng-g ™' AT Al J8 371 222 52 B - 496 5 B AR ol SO FTORS 25 8 43501 R 20.6%—82.1% 1 2.5%—17.9% A< J57 35 1l if
HFAES A P& 7Y R SRR & CAs AP 4 #T.

5 % x

] ERRERY SRR Z S KRR I ATy . 5 PRI AR, JE5T . o E R RLE R, 2006 598-601

1 PRI, Ao R KUK B+ 7 0K, http ://www. gov.cn/ gongbao/ content/2013/ content_2412291 htm. [ 2013-02-07 ]
[ 3] fRAE 220 XGRS GURORME AL G W AE W R i O RIS E R [ 0] B W2l iz, 2004 ,31(3) £ 120-125
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1009-1015
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