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Screening and Analyses on the R esidues of Organic Solvents inM ailuoning Injectbn by GC with H eadspace
Samnpler

GUO Q 'ngl, WU Nai-yhgl, WU X iaO'yanz (1. Jiangsu Institute for Food and D mug Contro] N anjing 210008 Chinag 2. N anjing
Unwersityy of Trad itional Chnese M edicing N anjing 210029, China)

ABSTRACT OBJECTIVE To devebp amethod for analyzing on organic solvent res dues mM ailion ng Injecton based on screen-
ng mu lti res dues of solvents i ower b give the quality evaluation of the mjecton M ETHODS GC nstrum ent coupled with head
space samp kerwas used The separatonwere carried out on HP-5 column  based on screening results of dual cokmns of HP-INNO-
WAX and HP-5. A nitwgen fw ratewas set at 4 OmL* m i ' n a constant flow mode using an oven temperature progrm from 50
CT(5mi) b150C atamteof10C* min'. Injctin nktwas150C and FID was250C and hemake upwas 30mL* min™'.
I mL was ngcted by headspace sanpler in the splitmodew ih the split matb of I 1. The headspace viak were balanced at 85 C ©or
20 m in  the transfer line and san pling loop w ere set at 110 C and 105°C, respectively. RESULTS E thyl acetate w as undetected in
14 batches of sanples and 0. 000 01% - 0. 000 7% 1 65 batches ethanol methanol and acetone fell in the range of 0. 004% -
0. 04% , 0.0040 — 0. 018% and 0. 000 3% - 0. 002 Mo, rspectively A good lnear behavbrwas ndicated by r value of 1. 000 O
(n=7) n the concentraton mng from 0. 000 79 © 4 5mg> mL™'. TheLODs and LOQ swere 0. 032— 0. 079 and 0. 090— 0. 198 ng*
mL™ " and nterday and nterday precsbnswere belov 3. 0% (n= 6)and 9. 1% (n=3), respectively. The average recoveriesw ere
in the range fran 92 M to 110. %, wih RSDsof2 2o - 5. Po (n= 6). CONCLUSION The devebped method is accurate
rap i and sensitive The resulis could provide a survey of the resdues of organic solvents nM ailion ing Injectbn and a reference to the
quality evaluation of the injecton.

KEY WORDS resiues of oiganic solvents M ailion ing njectory GC/headspace san pler
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HP- 6890N Chem Statbn32
, HP7694 E ( );
(HP-NNOWAX, 30.0 m X 0.53 mm X
1. 0 Hm) ( ), Fo -9%%
(HP-5 , 30.0mx0.53mm x 1.5
Hm) ( )
1.2 &%
23
, 9
; ,N, N-
( Signa A ldrich )
2
2.1 BiELH
@ (HP-5)  : HP-5
(30.0m x0.53 mm X 1.5 Hm ); :50°C, 5
m in 10C* min ' 150 C,
S5mix 150 C; (FID) 250
C ’ - ¢ Ny,
4.0mL* mn l,
@ (HP-NNOWAX)  : HP-NNO-
WAX (25.0m x 0.32 mm X 0.5 HBm);
: 50 C, 6mi 8C* mn '
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120 C, 10min 150 C;
(FD) 240 C , It
N,, 1.OmL® min |,
B B 85 oCa
20 m i 110 ¢,
105 C
2.2 EHHEH
2.2.1
10 ML, 100 mL , N,N-
(1
10 BI, 100 mL ,
. (2)
10 B,  100mL , ,
2.2.2 5 ,
2.3 HEFRIE
2.3.1
311001 ., “2r
0.031 6
ng* mL™' 0.031 6 ng* mL "' 0.079 ng*
mL™' 0.036 ng* mL :
0. 158 ng* mL ' 0. 198 ng* mL™' 0. 158
ng* mL™"' 0.09 ng* mL™'
2.3.2
[13 2. 1” s
) 1 4
0. 000 79~ 4. 5mg* mL ' T
1.000 O(n=7)
2.3.3 . “21”
5,
RSD
RSD (n=5) 0.71% 0.96% 1.80%
2. 6% ( 20090309) 5
ml, 0.01 0.1 1
ULe mL™' 5 ml, ,
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Tab 1 Liear test results of oiganic solvents

O rganic Regression Linear range
solvents equation ' /mg* ml~ !
M ethanol 7 y=2407.5x- 8 095 1.000 0 0.000 79~ 3.95
E thanol 7  y= 4808 - 6 747 1.000 0 0.000 79~ 3.95
A ceone 7 y= 12873 4 + 34926 1.000 0 0.000 79~ 3.95
E thyl acetate 7  y= 26 632 % - 150. 399 1.000 0 0.000 90~ 4.50
6 , « 2- 1,,
RSD 3d RSD 4
3. 0% (n=6)
9. W (n=3)
2.3.4
39.50g* mL ' 395 Hge mL ' 3.95
Hge mL™' 4.5 Hge mL '
(
20090335) ( 0. 003 3970 0.030 0%
0. 000 323 Y% 0.000308 1% )6
0.5 mL, ,
0. 5 mlL, s ) 2.1
4
91.9% ~ 110. 926, RSD 2. 2% ~ 5. T (n= 6)
2.4 %
(n (2
5 mL( ) 1mL( ) , 1
mL ) 1”
2.4.1
(1 ,
2.4.2 79 4
( 2): 0.00% ~ 0.014%,
0. 003% ~ 0.03%, 0. 000 2% ~ 0.002 1%,
14 , 65
0. 000 0% ~ 0.000 49%; (n=179)
0.006% ( RSD = 36.7%% ), 0.009% ( RSD =

73.21% ), 0.000 %% (RSD= 69. 86% ), 0.000 08%
(RSD= 104. 48% )
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Fig 1 GC Chranabgram of organic solvents
I — whmn ofHP-NNOWAX; II = wlmn of HP-3 A — standards B — mailuon-
ing njection 1- aceong 2— ethyl acetate 3 — methanol 4— butanme 5- sopro-

pyl aleoho] 6~ ethanol 7- n-popano] 8- n-butanol
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Tab.2 Residues of four oganic solvents n 79 baiches of the

samp ks
Batches of the M ethanol Ethanol  Acetbne Ethyl acetate
sam ples Mo Mo Mo Mo
20090327 Q 006 Q 019 Q 0005 Q 000 30
20090328 Q 006 Q 017 Q0 0004 Q000 17
20090122 Q 007 Q 009 Q 0006 Q000 06
20090253 Q 004 Q 008 Q 0006 Q000 15
20081040 Q 005 Q 005 Q 0004 Q000 09
20081233 Q 005 Q 007 Q 0007 Q 000 06
20081234 Q 006 Q 007 Q 0004 Q000 04
20090245 Q 005 Q 011 Q 0006 Q000 19
20090219 Q 007 Q 007 Q 0007 Q 000 10
20081125 Q 005 Q 017 Q 0004 Q 000 06
20081023 Q 006 Q 005 Q 0006 Q000 03
20080925 Q 005 Q 006 Q 0005 Q 000 06
20090238 Q 006 Q 011 Q 0006 Q 000 20
20090116 Q 006 Q 012 Q 0005 Q000 24
20081045 Q 005 Q 006 Q 0005 Q000 02
20081044 Q 006 Q 007 Q 0006 -
20081016 Q 007 Q 008 Q 0006 -
20081123 Q 006 Q 010 Q 0005 -
20090245 Q 006 Q 011 Q 0005 Q000 16
20090242 Q 006 Q 011 Q 0005 Q000 27
20081026 Q 006 Q 005 Q 0006 Q 000 02
200806043 Q 006 Q 005 Q 0006 Q000 04
20081215 Q 006 Q 007 Q 0006 Q000 05
20081101 Q 006 Q 022 Q 0006 Q000 04
20081010 Q 018 Q 008 Q 0027 -
20081024 Q 005 Q 006 Q 0005 Q000 04
20090213 Q 005 Q 016 Q0 0004 Q000 12
20081001 Q 004 Q 004 Q 0005 -
20080813 Q 007 Q 005 Q 0006 -
20081202 Q 006 Q 016 Q 0005 Q000 10
20090321 Q 005 Q 006 Q 0003 Q000 4
20081228 Q 008 Q 009 Q 0008 Q000 16
20090317 Q 005 Q 015 Q 0006 Q000 09
20081144 Q 005 Q 006 Q 0005 Q 000 06
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Continued 2
Batches of the M e thanol Ethanol A cebone Ethylacetat

sanp les Mo Mo Mo Mo
20081 147 Q 005 Q 007 Q 000 5 Q 00008
20081229 Q 006 Q 009 Q 000 5 Q 00007
20081129 Q 006 Q 025 Q 000 6 Q 00007
20090324 Q 005 Q010 Q 000 4 Q 00024
20081 147 Q 006 Q 008 Q 000 5 Q 00009
20081218 Q 005 Q 007 Q 000 4 Q 00010
20081235 Q 006 Q010 Q 000 5 Q 00009
20080913 Q 005 Q 005 Q 0005 -
20080909 Q 005 Q 007 Q 000 5 Q 00003
20081024 Q 007 Q 006 Q 000 6 -
20090326 Q 006 Q 032 Q 000 5 Q 00049
20090335 Q 004 Q 038 Q 000 4 Q 00039
20090348 Q 005 Q017 Q 000 4 Q 00008
20081017 Q 04 Q 005 Q 000 4 -
20090221 Q 007 Q 009 Q 000 6 Q 00024
20081242 Q 005 Q 011 0 000 4 Q 00018
20081005 Q 006 Q 009 Q 000 6 -
20081239 Q 008 Q 008 Q 001 1 Q 00060
20080926 Q 005 Q 005 Q 0005 -
20090329 Q014 Q 023 Q 0030 Q0 00024
20090331 Q 007 Q023 Q 000 6 Q 00027
20090301 Q 04 Q 007 Q 000 4 Q 00018
20081137 Q 005 Q 006 Q 000 4 -
200712253 Q 006 Q 006 Q0 000 5 -
20090320 Q 005 Q 010 Q 000 4 Q 00014
20081 147 Q013 Q 007 a 001 7 Q 00005
20090202 Q 005 Q016 Q 000 6 Q 00015
20090206 Q 006 Q010 Q 000 5 Q 00007
20081234 Q 006 Q 007 Q 000 5 Q 00004
20081232 Q 006 Q 008 Q 000 6 Q 00005
200811116 Q 006 Q 008 Q 000 9 Q 00003
20090317 Q 005 Q016 Q 000 4 Q 00007
20090307 Q 005 Q 008 Q 000 5 Q 00008
20090218 Q 006 Q 009 Q 000 5 Q 00020
20090309 Q 006 Q 009 Q 000 5 Q 00006
20090219 Q0I5 Q 008 Q0021 Q 00007
20080820 Q 006 Q 006 Q 000 6 -
20080935 Q 007 Q 006 Q 000 6 Q 00001
20081223 Q 009 Q 0038 Q0 001 1 Q 00070
20090342 Q 007 Q 049 Q 000 5 Q 00037
20090314 Q 007 Q 010 Q 000 7 Q 00015
20090336 Q 007 Q 039 Q 000 5 Q 00034
20081125 Q 005 Q 0038 Q 000 4 Q 00002
20081245 Q 009 Q010 Q 001 2 Q 00006
20081214 Q 005 Q011 Q 000 4 Q 00050
Average Q 006 27 Q 011 14 Q 000 64 Q 00012
RSD 37 15% 73 21% 69 8% 117 %%
Note — undetected
3
3.1

2
HP-5 79
« »
2011 2 46 4
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