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HPLC-ICP-MS JMEFE ., 4R, BIMEDRALAMN S EZEBIRE

ERE, RRD, FRB0EIINe RS8R, I 351012)

WE. B 253520840 6080 BA8A%F B F A5 (HPLC-ICP-MS)M & 7 i, 454re4kit. &5, Bhik b 4 7 RPF
WrAsml, AEEE, 2B, BaE T 4N EMGEBEI, AR AR KGIRERMEE, 5K KA 0.05mol- L™
EDTA /K& A8 5 RIS P TAMA , KA HPLC-ICP-MS S #rH & ¢ TEMMeH A, 58R  As(lll). DMA. MMA,
As(V)/E 5~200 pg' L' AEXMRI, FHEKEON=9)A 105.1%~108.4% , F E#RIRA 0.01 mgkeg ', FEkE VS
As(Ill). As(V), &4 U % As(lll). DMA. As(V), il # k45 E As(ll). DMA, MMA. As(V). &g #
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ABSTRACT: OBJECTIVE To establish a method for determination of the soluble arsenic in Alismatis Rhizome, Lonicerae
Japonicae Flos and Spatholobi Caulis by HPLC-ICP-MS. To evaluate the residual of soluble arsenic and provide the basis for the

formulation of soluble arsenic residues. METHODS The samples were extracted by 0.05 mol-L™ EDTA with ultrasonic
treatment, then detected by HPLC-ICP-MS. RESULTS Concentration of As(Ill) , DMA, MMA and As(V) in the range of
5-200 pg-L™" showed good linear relationship, the average recovery (n=9) were in 108.4%-105.1%, and the detection limit of the
method was 0.01 mg-kg™". Small amounts of As (IIl), As (V) were detected in Alismatis Rhizome. Small amounts of As (I1I),
DMA, As (V) were detected in Lonicerae Japonicae Flos. None was detected in Spatholobi Caulis. CONCLUSION The
method is simple, accurate, and reproducible, it can be used for analysing the residual limit of As(IIl) , DMA, MMA and As(V).

KEY WORDS: HPLC-ICP-MS; Alismatis Rhizome; Lonicerae Japonicae Flos; Spatholobi Caulis; arsenic; speciation; limit
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HRSZSEARTRSELS S, TUEERK,
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PL1 pg L7 B "Liv ¥y "°Ce. 25TI &K
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I AE P As A58 R BUE B ARAS 1R . TCP-MS
UERSH: RF hE 1 500 W, EFEH I Time
Resolved Analysis, W= TRA, RFTE PAs,
R WE 03 rs'. HPLC LTAE%fF: KH
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HZEBE L& T, A 0.05 mol-L™' EDTA V&K
10 mL, VKI5 AL B 60 min, 25.02(5 000 r-min-L™")
30 min, HU _B3EW, €L, B,

2.3 AT ARSI ) &S bR ih 2R 4]

K2 As(IID) . As(V). MMA. DMA &k
FRUEIBUE R, FH 0.05 mol-L ™' EDTA VAWK il i &
1 L& As(ll). As(V). DMA. MMA AR 2
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INAL B B BR v 2% o 4 Fhon] v M A A e 7R 0L £
WA TR P BB, E 5~200 ug L™ WEETEX R R

o E BB 255 2015 4 11 A28 32 %58 11




o, CAEERIE 1, LVMTTRERE 1.

9000 As(IIT)

8000 DMA
7000
6 000
5000
4000
3000
2000
1000

MMA

As(V)

LA

0
0 0510 1520 2530 3540 4550 556065707580
t/min

1 4R MR AR EEE

Fig.1 Chromatogram for 4 speciations of arsenic
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Tab.1 Equation of the 4 different arsenic speciations

T A5 etk LB %44
As(1IT) y=5 935x+426.03 1.000 0
DMA y=5 948 4x—1 955.7 0.999 9
MMA ¥=6 079.5x—1 966.5 0.999 9
As(V) =6 237.33-969.78 1.000 0

2.4 R BR A 2

TRV AR VA MR 0.5 ng L7 I, (514
N2, HETER . As(ID). As(V). MMA.
DMA )77 i H BRI 0.01 mg-kg ™'
2.5 (UEKEHERE  BOREE NS0 pg L7 RS
PRUEVE R SLERE 6 I, 455 As(ID) P35 A
N 299951, RSD=0.9%; DMA ~F U i £ A
297 667, RSD=1.0%; MMA V-]l [ 5}y 304 881,
RSD=0.6%; As(V )F ¥ 0&m & N 313371,
RSD=0.5%.
2.6 HNAE Rl RS

HUEETEREM ZX1 21 0.5 g, FEERE, 700k
I 20, 50, 100 pg- L~ HIVE S FRUEAW 10 mL,
e “2.27 TUR 7 iEH & S, NP
TIE 3 6y, TEEE. 450 AsIDEE S
104.1%~107.1%, DMA [l A 106.3%~111.8%,
MMA [FIU 2 106.0%~108.7%, As(V)[EIE Ky
107.3%~110.3%, 5% W% 2.
2.7 FEmilE

R RLE ik, e 3 LS. SEAEg
s As(Ill). DMA. MMA. As(V){5E &
SEE 2 HEPRSEE Y As(ID). As(V): 3 &R
H As(ID). As(V), HA 2 fitfsH DMA; 3 #bi 1
FRIDARKE H . 253 LK 2~4 FIER 3.
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Tab. 2 Results of recovery tests

H oy I /ug B /% RSD/%
0.2 107.1£0.6 0.6
As(1ID) 0.5 104.1+1.0 1.0
1 104.1£0.9 0.9
0.2 111.842.1 1.9
DMA 0.5 106.3+0.2 0.1
1 106.7+0.3 0.2
0.2 108.7+1.9 1.7
MMA 0.5 106.0+0.3 0.3
1 106.9+1.1 1.0
0.2 110.3£2.6 2.3
As(V) 0.5 107.3+1.0 1.0
1 107.6+1.0 0.9
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Tab.3 Sample sources and test results mg-kg™

Y BN ETRE) As(1II) DMA MMA As(V)

ZX1 ND ND ND ND

5 7ZX2 0.02 ND ND 0.04
ZX3 0.03 ND ND 0.05

JYHI 0.03 0.04 ND 0.12

SRR JYH2 0.04 ND ND 0.05
JYH3 0.02 0.03 ND 0.12

JXTI1 ND ND ND ND

X 1 B JXT2 ND ND ND ND
JXT3 ND ND ND ND

TE: ND FoRAEE b 5 B RN TS PR 0.01 mg-kg s
Note: ND means the residual content <0.01 mg-kg™".

3 iTig
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Effects of 3 Kinds of Antibacterial Agents on Metabolism of Simvastatin in Human Liver Microsome

ZHANG Jun, ZHU Zhenfeng, ZHANG Xiaojian*, SUN Ya, ZHAO Yongmei(Department of Pharmacy, the First
Affiliated Hospital of Zhengzhou University, Zhengzhou 450000, China)

ABSTRACT: OBJECTIVE To study the effects of roxithromycin, levofloxacin and fluconazole on the metabolism of
simvastatin in human liver microsome respectively. METHODS Simvastatin was incubated with roxithromycin, levofloxacin
and fluconazole in human liver microsome. The residual concentration of simvastatin in human liver microsome incubates was
determined by UPLC-MS/MS. RESULTS The roxithromycin and levofloxacin had no significant influence on the metabolism
of simvastatin. The ICs, of fluconazole for the metabolism of simvastatin was 36.6 pumol-L™" and the inhibit intension was dose
dependent. CONCLUTION The fluconazole significantly inhibits the metabolism of simvastatin. The roxithromycin and
levofloxacin have no significant drug interactions on the metabolism of simvastatin.

KEY WORDS: simvastatin; human liver microsome; UPLC-MS/MS; interactions
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