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E@ESHERIEEEN 2,4-—REXE
HAEMK

x| #|, A E?

(. A2y Rt A RAE, #TT &M 3180005 2. # Ak R AF
AMEEZGTHERAT, TLEMN  061800)

B OE. R 24— FHERERAFMIK 2,6-—FEFE. 35 FAFME. 23-—FAREO LT
AREA G BN %, A 2,4- = F AR A E AT, Fok B T EEAEE, KA HP-INNOWax
Polyethylene Glycol £.40% 4242 5B #4T74 B, £ FID A Bz, AIMFkt+ 4%, £ 5mgmL!
- 30 mgmL! RESCE A 24- = F AR LM BRI, 1=0.99989. # & E X% 24-=F K Kk
RSD=0.62%. #8% F 2 B L RE 4 80%. 100%. 120% 49 % & 69 -F 3 = 0 5 A 100.6%
(RSD=1.92% ). 100.0% (RSD=1.12%). 100.3% (RSD=0.97% ). %% kik#FMik, RHEG, TIA
P, KA Pk

KHBEIR: LwmEAMEHE; 24— F ARG MK

RESES: 06577  XEAFRIREE: A XEHS: 1006-0375(2007)03-0019-04

2,4- SRR — R B 25 JURLMIEURL a4k, SCHERARGE G T 2,4 HIEZRIZ (1)
WsE 5k, K2R B R R A AT (s D, XS ks e, sl
WAL, BRI T AN e 4. ASCRA BRI A T AN 2,4- PRI &
SNERAT TR, TR ARSI TR T I . SRR, i Fe o,
RBUEw, BHELS, MAHER P, 2 TP 2,4- SRR S S b 5 (1 AR 5.

1 85

Agilent 6890N GC {43 &4, BiE FID fdl#%; Agilent 7683 31 #1:4%; HP ChemStation
2 TAE S AL

2,4- " HHREIRN N Sigma iRFT (AERER 99%); 2,6- - HIREIRIEA Sigma IR (4L K 99%):

3,5- FEIRR N Sigma R (ZHEN 98%); 2,3- HIILIRL N Sigma X7 (4N 99%);
Ml fo 4l (Tedia Company, Inc.USA).

2 HiE5HER

2.1 BiEEY
SPIRBERE, JruabE 20:1; BEREE RS 250°C; FID Kol 2895 % 250°C.

kS BHA: 2006-10-21
EHBEN: XH(1974-), &, HMWAEN, LR, 4, $FRJ5m: Birs A vk Bt &2 R iE
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AL HP-INNOWax Polyethylene Glycol B4 4+, 30mx0.32 mm, 0.25um.

Pl A E: HILANRIE R 120°C, LA S°Comin” A9 THER R P THE S 170°C, I Smin: fF s
B, T5J)0h 55.0kPa.

H, Ji#: 40.0 mL-min'; 255 7#: 400.0 mL-min”'; M N, Jii%: 15.0 mL-min™.

HEFF R 1.0uL.

TR LT AR e AR [ ARk
2.2 BiGECH

Xt RV R R 2,4 WIE IR AR FE B, PP AR L Bk BE 40 25 mgmL! 1)
Xof HE VAR

FESR: KSR 2,4-— IR Wl 8, T PP R TIC A I B 240 25 mgmL! 0 Rf
Ml VAR
23 NEEER

WU 2,4-— HIREIRNG I 2,6- — FRE R L 3,5- WO . 2,3- T ORI & b, TRAT IR
B FIREARAAEINE, THEAD ORI A AEROR SR AR R 1, Ak AL 1.

K1 RGP e 45 R

3% 5 B4 1) ] AR R B N () PR IEAR AL EE
2,6- " F L% 8.963min 0.94 144194 —
2,4- " HIIEOR % 9.499 min 1.00 86297 4779
3,5- IR % 9.718 min 1.02 223967 2.07
2,3- T LS I 10.524 min 1.11 250982 9.68
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K1 24- " HIIENE. 2,6- - FHEORRG, 3,5- IR, 2,3- R (0 1% 1K

24 BMRRER

R FREL 2,4- LR IAAFIZ 6.25g BT SomL AEMHT, FHEMBEEZIE, 1Fh%
W KGR EIAE AW 1.0mLy 2.0mL. 3.0mL. 4.0mL. 5.0mL. 6.0mL, 450 B A0
B4 25.0mL, BRI 20k SmgmL” . 10mgmL™". 15 mgmL™". 20mg:mL". 25mg'mL".
30mgmL FRIVA . B % _EIR O3 4PE o BIBERE I 2, DLETHRL A XHKJE C (mgmL™) 3
AT, 2,4- Z FHEIR L PERIH RN . A=829.88776C-117.22595, R MEAHCREN -
r=0.99989. LK 2.



X FEF: BmE AR GRS 2,4- = F A K A Rk 21

© 2 d=xylidine at exp,. BT: 9.314

Ama ] .
1 & FIDLE,
1 A porrelation: 0.599339
1 Egni x]l § ' T
] Rasidual 5 td. Dev.r 124, 859%64
| ""-E Formila: ¥ = @ik + b
1 __,:rf ! B35, BETTE
1800 8! bt =117,32595
| Ty ¥: Amount [mgial]
00 - 1 y: Ares
1
5000 1
uJ.I'__ - -
a 20
amaunl|mgiml)

Bl 2 2,4- = HHREZERE I 2k 1
2,6-HIEORME . 3,5- WIS OR G 2,3- T FEROR IRt ibieg, o3 3l DAV T AR A 6T AH O EAE i
M BEATERPERIA . AbEE, 2,6- - HIFERAE . 3,5- T HIFRRAE . 2,3- T BRI A £k (R RE 43 il
K
A=1.19548M-0.577379,  r=0.99990
A=0.176310M-0.330744, r=0.99962
A=0.221252M-0.637319, r=0.99930
LRPEIRIG R, 2,4- T FEIR i i v 5 4 gy ) e WA TR AR A AP B R PR OR R, e
AL
2.5 BEERE
Y 2,4-— FREE ARSI R 0 25 mgemL R BEVA R, A EREIIE 6 vk, IIAS 2,4-—
FH LR i g TR B AR Bt i 22 RSD=0.62%, il rh 34 2,6- — IR i 3,5- L% 2,3-
IR B, A T A AL 4 B IR AN BR AR 22 5 2308 RSD=0.76% RSD=2.17%-
RSD=1.83%, ¥J/NT 2.5%, T WA 50 2,4-— FI LA & B RS M 44 0 o o 52 1 R0
2 AR 4

—— 2,6- — AR iZ 2,4- R 3,5- AR 2,3- MR
A LIVALES U T g 1 WA THT R b S8 U T g 1

1 120.48123 20621.2 14.87777 18.68069

2 119.30170 20490.3 14.76571 18.97764

3 118.36870 20370.6 15.50632 19.28307

4 119.56562 20599.8 1537416 19.60122

5 117.94811 20357.9 14.75491 19.12962

6 119.52005 20638.2 14.90278 19.55921

RSD (%) 0.76 0.62 2.17 1.83

2.6 AEFREIALE

HY 2,4- — IR ARG

FRRRIE IO O TRV 1 43 VR 22 50 L R BE 1

80%- 100%- 120%F¥H e 3 4, HERE 3 BH0) SV S S WR FEVR R 1 . LI R, 3 IR ST
HERETIME A HEUE, 43 S DL B =N PR IR (n=3),  DARDC 25 52y VA HERf
FE .M T IR OR BT 80% « 100% « 120% (1) %5 ¥ 1) ~F- 2 [0 e 2 23 51 4 100.6%
(RSD=1.92%). 100.0% (RSD=1.12%). 100.3% (RSD=0.97%).
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Capillary Gas Chromatography for Determining of 2,4-Xylidine

and Its Isomers

LIU Ying', YANG Jun®
(1. Zhejiang Hisoar Pharmaceutical Co. Ltd, Taizhou, China 318000; 2. Hebei Wugqiao
Dapeng Pharm.& Chem. Co. Ltd, Cangzhou, China 061800)

Abstract: The paper establishes the method of capillary gas chromatography for separating 2,4-xylidine and
its isomer such as 2,6-xylidine, 3,5-xylidine, 2,3-xylidine, and analyzes content of 2,4-xylidine.Samples are
diluted with methanol. GC is determined with FID detection and HP-INNOWax Polyethylene Glycol
capillary column are used for the temperature program ramps. Content are calculated with external standard
method. The calibration curve is linear (7=0.99989) within the range of 5 mg'mL'~30 mgmL"' for
2,4-xylidine. Precision test 2,4-xylidine RSD=0.62%. 80% level’s average recovery rate is
100.6%( RSD=1.92%, n=3), 100% level’s average recovery rate is 100.0%( RSD=1.12%, n=3), 120% level’s
average recovery rate is 100.3%( RSD=0.97%, n=3).This method is simple, quick, and accurate and the assay
result is suitable for the quality control of 2,4-xylidine.

Key words: Capillary gas chromatography; 2,4-Xylidine; Isomer
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