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HWE. B ASMNZFPHAHER A PANWERAN CE LR LRAGSU Ik, A RAAMMEEE, GiEad
HP-INNOWAX £ %4, M BAAKEE FENE, BRARLFIIR, BALARA., DR E A 200 C, Hnl B
BEH 250°C, BR  CE A LH TEA MK 69 ZAETEE 5 5] A 2.5~2 500 pg'mL ' (r=0.995 3)A= 0.5~2 500 pg-mL ' (r=
0.998 1); %iﬁm@%ﬁb 100.97%%= 102.19%(RSD 34<5.0%); # k% 0.84 pgmL ™ = 0.17 ugmL™; 3 LrES P 2 f4 A
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Determination of the Residual Organic Solvents in Salvianolic Acid A by GC

LI Zhigangl, NI Guangcail, SUN Xuewei', DING Rui’, YU Liz(l.Beijing Bencaotianyuan Institute of Pharmaceutical
Research, Beijing 100039, China; 2.Beijing Institute for Drug Control, Beijing 100035, China)

ABSTRACT: OBJECTIVE To establish a method for the content determination of residual organic solvents in salvianolic
acid A, include alcohol and ethyl acetate. METHODS Headspace gas chromatography was adopted. Residual organic solvents
were separated on HP-INNOWAX capillary column using temperature programming and nitrogen gas as carrier gas. The inlet
temperature was 200 ‘C. FID was used as detector with a temperature of 250 C. RESULTS The linear ranges of alcohol and
ethyl acetate were 2.5-2 500 pg-mL~'(r=0.995 3) and 0.5-2 500 pg'mL™'(r=0.998 1), respectively, the average recoveries were
100.97% and 102.19%, respectively. RSD was both less than 5.0%. The detection limits were 0.84 pg'mL™" and 0.17 ug-mL™",
respectively. The residual levels of two kinds of organic solvents in three batches of samples were in line with the standard stated
in Chinese Pharmacopeia. CONCLUSION The method is simple, accurate, sensitive and reproducible. It can be used for the
determination of the residual organic solvents in salvianolic acid A.

KEY WORDS: salvianolic acid A; organic solvents; residual; GC
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(35 SR, ASHIFSTR A (i vk v T 0%
RS FURTIN 790, AT T 72 e o1
1 NE5RHA

GC-14C BAM O (H A B FEA ), K
Y2 FAL(FID)AR I 2%, DK-3001A 74 T 25 A 4%
AL e M A AT BRI, J3#1 2 f2 (ilk
T AR,

FHOR AR BRI DI 5T e, #5:
100702, 100709, 100716); ZWE:. LFRZKE. N,
N- - FF 55 F Bt i (DMIF) €8 3% &l (b i 2 F1RS 40 46
A RA ), KABLEK.

2 HEEHR
2.1 kg

63k : HP-INNOWAX S0 47 98 B 41 45 430
mXx0.32 mm, 0.50 pm); FEi: SRR THE,
WILAEE 40 °C, 134F 4 min, LA 5 °C-min" (H %
T4 180 °C, {#%F 1 min; HEFECIEE: 200 C;
OYRBERE, ML 101 A AL MR
2.5 mL-min~'; KBS 250 °C; THASHERE,
THAS V- ATk 80 °C, P IN 1H) &y 40 min, ik
FEARFL A 1.0 mL.

2.2 W

221 XTRGNEW 2 R ARE 50 mg R LR
T 50 mg, ¥ & FR5E, B 100 mL S+, il DMF
WRmBERZIRL, #5), Rfg.

222 fHAMEH BUHHIR A 29 0.1 g, KERR
JE, BT 20 mL EFEST, K2 AN 1.0 mL
DMF ¥l , HI1S .

2.3 RGUEM MR

Fi “2.27 TR J7 9 A5 0T R R A
VW RS SR 1.0 mL, % “2.17 TN {63
ZAHERE, WWROILR. AROHE. LR
)43 %) & 5.17 min A1 6.02 min, 455K 1. 45
RRWY, B0 asRar, iR LLSA 51
BT =20 000,

2.4 ZMERRINFELE

Fs % BRI L% 500.64 mg & 100 mL &I,
1l DMF ¥ i E MR R 218, #2457, RS E I
%R 5.0, 2.0, 1.0, 0.5, 2.0, 0.5, 0.05mL &
10, 10, 10, 10, 100, 100, 100 mL &,
DMF SR IEMBE R ZIE, 5. k% &
I PR WA 1.0 mL, 43 5)'E T 20 mL 1075 JEAf
b, wEE, FRA, ¥EO“2.17 TR RIS At
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Figl Gas chromatograms
A-reference substances; B-Sample; 1-ethyl acetate; 2—alcohol; 3-DMF

00T, W ig B DOREE N REARAR(X), W
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FENE A, E, #A, % “2.17 IR &1
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25 E MRS
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0.50 pgmL ™o FEAEMEEL N 3 0 1 I SAR I PR, &5
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2.6 UERHEE AL
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(RSD=1.85%)F1 0.04%(RSD=1.64%). %KW,
AEHEG VR
2.8 InFE R

BB R A5 : 100702)4 0.5 g, i % FRE
B SmL s, ERREC9 4y, P 3 A
2 53 0l R 25 I B 0.4, 0.5, 0.6 mL,
Bl DMF B0 R IR R 20 B, il 2% 1oy IS
oo 3 PRI, RENREE 3 . dR “2.17
TN g gl e, tHERE, iR ORE. &
P& 2,156 17 24 [ i %43 331 24 100.97%(RSD =3.59%)
F1102.19%(RSD=1.73%).
2.9  FEanEIE

REBFRE 0.1 g i, 3% “2.27 WU vEHIARHL
T RN IR, e 2.1 TR il 4
WoE, HAMRET HEA SRR &, 4580
* 1,

R1 BB ARREAAE LR

Tab 1 Residue level of the organic solvents

- Bk B /%
55 BV 7
100702 100709 100716
L 0.08 0.07 0.07
L LT 0.04 0.05 0.05
3 itig

ARSI R T8 REAE VR, AEAF )45 )5 B
PCHERERTIN S A, 8 G T AR DA b AR A 2L
PR ETERE VG R, SRR W], 25k BT
RGP, THREEESAT, EHTHRIR A P
AT B B R R 4

U £L 5 SV [RIE 53 A iE 5

16$% DMF #7870 WA
sea R B B A B, O H DMF ATt 4%
LA LTI E , AP 73 B LR A
TR BIER G ATTVE 2 MBS 5E =
A 2.5 ug-mLf1 F10.50 ug-mLfl, RESESEA AT LA
WAL T2 THBIR A Hh A BV RS B R

fled ICH A rp [H 25 2010 JU 0% B
HESK, OB, CROIRBIES 3 RALE IR
VA, NI A, BRIZEEIN 0.5%. WllE 45
REW], FEMPAAPUE R ER G RUE .
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