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LC-MS/MS [EBTMERED IS ERERIELT 808 ML B IS =

R, B ke ERGRRBET, K 130012, 208002 EE I, S5 R 134001)

WE: BE & LRAMEE-$ PR ELC-MS/MS) ik B iF 2 k2 P ey 5B 4024 808 Ao isr B w94 %, ik &

/A Agilent ZORBAX SB-Ci5 (2.1 mmx50 mm, 1.8 pm)& &4, AEH48H THE-0.1%FERA%, #Aik#4 0.3 mL-min™', A&
H 30 C, BF4m XA BSI, AmEXH MRM, #FH-Fxt: O 808 m/z 368.1-275.1, m/z 368.15219.1, m/z
368.1-77.1; @4 B m/z 443.2—399.2, m/z 443.2—355.0, & HH RN 808 AKIMLL B AL EA
10~200 ng'mL ™' # 9.69~193.8 ng'mL™'; #M &4 % 2 ng'mL "' # 1.9 ng'mL™'; = % (n=6)%%1 4 97.86%F= 97.34%,

&M ek, 9, W, mit
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Simultaneous Determination of Red Adulterated Dye Scarlet 808 and Rhodamine B in Cinnabar by
LC-MS/MS

YANG Jianlongl, TAN Wenz(l.Changchun Municipal Food and Drug Inspection Institute, Changchun 130012, China;
2.Tonghua Food and Drug Administration, Tonghua 134001, China)

ABSTRACT: OBJECTIVE Establish a method for simultaneous determination of adulteration cinnabar dye scarlet 808 and
Rhodamine B By LC-MS/MS. METHODS Using Agilent ZORBAX SB-C5 (2.1 mmx50 mm, 1.8 pm) column, mobile phase
of acetonitrile-0.1% formic acid, the flow rate was 0.3 mL-min”!, column temperature was 30 °C, ethanol as an extraction
solvent, Ionization mode was ESI, detection mode was MRM. Selected ion pair: (DScarlet 808 m/z 368.1—275.1, m/z
368.1-219.1, m/z 368.1—77.1; @Rhodamine B m/z 443.2—399.2, m/z 443.2—355.0. RESULTS The linear range of A and B
was 10~200 ng-mL™" and 9.69~193.8 ng'mL™" in this method; detection limit was 2 ng'mL™" and 1.9 ng-mL™"; recoveries were
97.86% and 97.34%, RSD was 0.70% and 0.73%; precision, stability and repeatability of RSD were less than 4%.
CONCLUSION The method of extraction is simple, determination is accurate, confirmatory high, high sensitivity,
determination red dye Scarlet 808 and Rhodamine B are applicable to cinnabar, and also provide a reference basis for the safety

testing of other Chinese medicine with red color.
KEY WORDS: LC/MS/MS; cinnabar; scarlet 808; rhodamine B
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Fig. 1 Two dyes quantitative and qualitative molecular ion
chromatogram
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Tab. 1 Results of recovery test(n=6)

gt TN E/ng MWfFE/mg  FUE/%  RSD/%
500 489.3
500 490.8
500 486.8
FE4T 808 97.86 0.70
500 4953
500 487.2
500 486.3
484.5 471.9
484.5 468.6
484.5 475.4
B B 97.34 0.73
484.5 467.9
484.5 469.9
484.5 475.9

2.8 HEEMIHKE

s 2 BOR AR R ST, IS B G2k
RUSFE R, WA, % “2.27 TR R4REUT
PACEGE, ¥ 217 WURNRIS M AR E, AT
808 FIEILLL B I RSD 4374 0.65%F1 0.95%,
%1<1.0(n=6), ZEREIR, HEMHRIT.
3 g
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Tab.2 HPLC chromatograms and quantitative ion MS chromatogram of two dyes

A-HPLC chromatograms; B—quantitative ion MS chromatogram.
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Evaluation of Uncertainty for Concentration Calibration of (C¢Hs);BNa Titration Solution

LI Xueqing'?, ZHANG Liyang'?, YIN Guo'’, YANG Min'?, ZHENG Dang’er’(1.Shenzhen Institute for Drug
Control, Shenzhen 518057, China, 2.Shenzhen Key Laboratory of Drug Quality Standard Research, Shenzhen 518057, China;
3.Guangzhou Railway Group Company Center Measurement, Guangzhou 510080, China)

ABSTRACT: OBJECTIVE To evaluate for the uncertainty of the concentration of (C¢Hs),BNa (0.02 mol-L™") titration
solution prepared and calibrated according to the method in the Chinese Pharmacopoeia first addition of the 2010 edition.
METHODS According to the sources of uncertainty analysis, the measurement model was established and the various
influencing factors in the calibration process was evaluated. RESULTS By calculating each fraction of uncertainty in various
variable parameters, the relative standard uncertainty was 4.46 X 107, the combined uncertainty was 8.9 x 107>, and the expanded
uncertainty was 0.000 18 mol-L™', &=2. CONCLUSION The method of the uncertainty evaluation for calibrating the
concentration of (C¢Hs)4BNa titration solution is established. The more reliable results of the measurement could be obtained
when the measure was optimized by magnitude analysis all uncertainty.

KEY WORDS: (C¢H;s)4BNa titration solution; uncertainty; evaluate
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