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Analyzing the 16 Kinds Plasticizer of Liquor by GC-MS

SUO Jinling, ZHANG Jinlong, LV Xinmin
(Alashankou Entry-Exit Inspection and Quarantine Bureau , Alashankou 833418, China)

Abstract: An analytical multiresidue method for the simultaneous determination of 16 kinds
plasticizer in Liquor by GC-EI-MS was developed. Through the process liquor samples by boiling
water bath evaporation,nitrogen blowing concentrated treatment,water treatment,direct extraction
of four kinds of pretreatment methods for processing,the best method was found..thai is Used a
boiling water bath and n-hexane liquid-liquid exraction to deal with liquor sample,then were
determined by using a gas chromatography mass spectrometry operated in electron ionization mode
and quant ified in selective ion monitoring mode. The results show that the detection limit of the
method was less than 1. 0 kg for the most of pest icides. The developed method was linearover the
range assayed, 10~ 500 g/L,with correlation coefficients>0.996. the degree of precision was <
7.2% ,the adding standard recovery of the ways established was between 85%-120%.
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Table 1 Phthalate ion quantitative and qualitative ions and their abundance ratios

7 I H 24 7k £ B4 B 8] /min

4B W R — W1 i (DMP) 7.688
48 — I iR — Z T4 (DEP) 8.543
42K — H R — 5 T ik (DIBP) 10.237
LB W iR — T & (DBP) 10.961
SRR T R (2~ U3k ) SR (DMEP) 11.281
AB2E T R — (4- ) 213 ) I (BMPP) 11.981
A @&_(2-5 L) Z TiE(DEEP) 12.324
A% iR — J% T (DPP) 12.686

402 L iR — O I (DHXP) 14.783

AR R T 4L BL TR (BBP) 14.924
SRR R — (2~ T %k ) LR (DBEP) 16.357
A2 W iR 3 2 i (DCHP) 17.005
A8 — F iR — (2—- 2. %) & 1§ (DEHP) 17.247
AR R — Kk 17.300

AR H M*E%EE(DNOP) 19.611
AR —F R — T-l&(DNP) 20.306

x2 AEBIREFENEER
Table 2 Results of the different pre—treatment

AB2K W 2 — 1K (DMP) 3.45
AR 2K — W iR — Z T (DEP) 3.83

AR K1 g — 5 T T8(DIBP) 2.25

A% = H = T BE(DBP) 2.65
A3 R = (2- A 2L ) Z S (DMEP) 276
SRR R — (4 25215 5 ) I (BMPP) 1.07
ABOE W R — (2- 2 L) LT (DEEP) 3.69
A2 = H R — IR (DPP) 261
4B — 1 iz — CL S (DHXP) 2.73

A4 1 R T 4L 2L 5 (BBP) 3.84
AB2E iR — (2~ 1 %% ) Z i (DBEP) 3.58
AB2K — W 2 35 CL K (DCHP) 3.25
A82K iR — (2-Z %) C i (DEHP) 2.78
A28 R — R i 0.00
482K Z W 2 = iF £ i (DNOP) 3.29

4B W1 AR — T- i (DNP) 5.61

22 TIEfREMZ LR RGHR

¥ & 90 xR & %W 0.3,1.0,2.0,3.0,5.0,
10.0 mg/L AU 7 | AT 1t v Ry 86 AR A, A HE D)
(4 5 2 2 JoT o 0 35 L g T BRI\ AR A, 223 1l s 1
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FE T (miz)

163
149
149
149
59
149
72
149
104
149
149
149
149
225
149
57

EMEE T (mlz)
163 77 164
149 177 150
149 57 150
149 223 205

59 58 149 104
149 85 167

72 73 45 149

149 237 219 167

104 149 76 251

149 91 206 104

149 223 205 278
149 167 55

149 167

227 77 153 197

149 279 167 261

57 149 71 167

PALe7S
0.35 0.74
0.83 130
170 2.04
1.54 1.92
0.15 0.42
1.98 2.29
1.00 157
1.84 2.18
2.28 2.39
171 2.18
1.73 2.05
2.23 2.16
2.00 2.05
0.00 0.00
2.05 2.01
425 4.00
M2 WG Lt e

100:19:10
100:23:12
100:315:18
100:5:4
100:126:22:55
100:46:47
100:113:101:45
100:22:5:3
100:96:91:8
100:58:18:19
100:14:9:3
100:36:9
100:34
100:22:4:1
100:7:2:1
100:94:48:13

=)

SRR /(ug/mL)

0.51
1.00
1.56
1.42
0.27
1.76
1.17
1.57
171
1.53
1.45
1.51
1.44
0.00
1.50
3.13
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Fig. 1 16 kinds of plasticizers chromatogram
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OV BE AV ), T B 4R A — R e 2 i Wk o
100 pg/mL A5 HEAE 25 W . P H b o B A TR TG 2
3.0 wg/ml, bR e FHWBHEAT I (DAIE C B e 25, A
B LT o AR 2 Sk 0 0 250 TR) S B
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Table 3 Linear range,correlation coefficient,linear equations and detection limits of PAEs

T 7 51
LB — H iR — F fis (DMP)
485 — W iR — £ 1% (DEP)
4R — W AR — 5+ T IR (DIBP)
4B — 1 i — T B4(DBP)
AR R — (2 43 ) 4T (DMEP)
AR R — (4 2R 5 ) Fi% (BMPP)
AR W R — (2~ 2 %3 ) R (DEEP)
42 — H R — iR (DPP)
A2 = F R — L iR (DHXP)

LB2R W IR T ALK LR (BBP)
SR R — (2-T %) Z R (DBEP)
A 2K — H iR — 38 C i (DCHP)
A8 R — (2- 2.3 ) C i (DEHP)
B ZH iR — 2K g
A5 — F iR — 1 S i§(DNOP)
454 = F 2 — T-i5(DNP)

Y=6.446x10°X-4.002x10*
Y=6.337x10°X-6.299x10*
Y=8.080x10°X—1.815x10°
Y=9.392x10°X-2.318x10°
Y=3.311x10°X-1.108x10°
Y=2.323x10°X-1.180x10°
Y=1.929x10°X-7.320x10*
Y=9.564x10°X-2.145x10°
Y=8.814x10°X-3.634x10°
Y=4.069x10°X-1.400x10°
Y=1.661x10°X-9.528x10*
Y=6.423x10°X-1.978x10°
Y=5.371x10°X-1.911x10°
Y=6.315%10°X—1.866x10°
Y=8.572x10°X-4.358x10°
Y=5.073x10°X-3.767x10*

LR [Pl (pg/ml)
0.3~10.0 0.999 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.999 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.995 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.999 0.05
0.3~10.0 0.997 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.996 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.998 0.05
0.3~10.0 0.999 0.05
0.3~10.0 0.996 0.05
0.3~10.0 0.996 0.05

x4 HREEENELER

Table 4 Sample precision measurement results

5 T H

P {E/

A5 4 — F ik — 1 fi% (DMP) 3.00 3.45

A 2K — H iR — Z B (DEP) 3.20 3.63

4B — F iR — 5+ T I8 (DIBP) 2.30 225
484 — W iR — T i (DBP) 248 2.55

A7 iR — (2-H |3 ) Z 1K (DMEP) 238 2.76
A% — H R — (4— 1 B —2— I 5 ) iR (BMPP) 1.56 1.47
A iR = (2- 283 ) Z R (DEEP) 3.49 3.69
A% 52 — %5 (DPP) 2.62 2.61

W5 {8/ (pg/ml) (gmL) | FSD/%
323 3.20 3.12 322 3.20 46
3.20 3.50 3.46 341 3.40 5.0
2.62 226 227 236 2.34 6.0
235 222 227 2.45 2.39 54
2.64 271 2.59 2.60 2.61 5.0
1.55 1.54 1.46 1.53 1.52 2.7
3.50 3.77 3.66 3.46 3.60 3.6
2.92 2.87 3.00 277 2.80 57
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W 5 {5/ (wg/mL)

S
3.1

A% — I ik — C. B§(DHXP) 2.40 233 2.19 2.24 2.28 227 2.28
A IR T 4 SE S (BBP) 3.26 3.84 351 3.56 391 375 3.64 6.7
AR — (2- T 4% ) Z 5 (DBEP) 3.19 3.58 3.53 3.61 3.48 3.40 3.47 45
A — I ig — 3 CBR(DCHP) 2.80 325 3.11 333 332 3.00 3.14 6.6
A% W iR — (2- 2, %% ) C S (DEHP) 2.54 2.78 2.49 2.94 2.65 2.83 271 6.5
AR R R 235 245 276 246 2.73 277 2.59 72
A0 = I i = 1F 3 iR (DNOP) 3.07 3.29 341 341 3.20 3.15 3.26 43
A4 — 1 iR — T- i (DNP) 533 5.61 5.69 5.86 5.46 532 5.55 3.8

RS5 EWERMERE KRN ELR

Table 5 Determination of sample Accuracy and recoveries

e o i I ) e | 3UMABRED | E R
e | Wt | W | | AR e || g
° ° {E/(mg/kg) YI{E/ (ng)
LB — W R — W IR (DMP) 3.0 0.0 0.04 5.71 591 6.31 107
82K W iR — Z B (DEP) 3.0 0.0 0.04 6.44 6.61 6.96 105
&7 — W iR — 5+ T FiR (DIBP) 32 0.2 0.00 6.93 6.93 5.93 85
A28 H R — T Jid(DBP) 2.7 -0.3 0.00 5.96 5.96 6.39 107
AR = R = (2-F 3% ) Z S (DMEP) 2.9 0.1 0.00 465 465 530 114
AR 2R R — (4-H k-2 1% 3L ) fi (BMPP) 3.5 0.5 0.00 5.54 5.54 5.00 90
AR = (2- 2 Sk ) Z B (DEEP) 3.5 0.5 0.01 616 | 621 7.43 120
AR % = 1 iR — I G (DPP) ‘0 32 0.2 0.00 72 720 6.67 93
A — H iR — 2 i5(DHXP) 3.6 0.6 0.00 6.07 6.07 6.51 107
A4~ IR T L 5L (BBP) 34 0.4 0.00 687 687 8.15 119
LB R — (2-T %4 ) £ TR (DBEP) 34 0.4 0.00 5.24 5.24 6.10 116
44 — W §R —3F C I (DCHP) 34 0.4 0.00 572 573 6.65 116
A% R~ (2-2 %) & i (DEHP) 32 0.2 0.00 562 563 6.06 108
SRR — W AR — 2R R 3.1 0.1 0.00 5.20 5.20 5.91 114
A4 W % — iF R4 (DNOP) 3.6 0.6 0.00 550 550 6.61 120
A1 7K — B iR — T JiK (DNP) 32 0.2 0.10 9.79 10.27 11.32 110

H1e 5 AT, 1T 3 mg/L Jo o v B 14 B8 A 50 s
FE A PEAT B0, 16 M 48 A0 50 AR R I € i 22 24 < 0.6
mg/L, WA BE RAF o SRR i AT b A 2 0 E
16 R EBAL R AR TSR AE 85%—-120% 2 1]

RS

VAN RN B IR o S 2 AR A iR RES

SE 30k

(GC-EI-MS) [FJ 43 M FE A 16 A48 — H
PR TR S SR AL R0 s 9 2 B ik o 3 b v I R T
A BRIEAT Ve S ST R B, R P K U 7% kb B -
1E U8 TR AR B, GC—-MS 34k £ 25 - W I 52X (SIM)
D, J7 e BIRAIG , 201 3 1R 9, O % B v, T Ak
PR B 1S T T AR R U R IR 2K 4k
T o v A I
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