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ABSTRACT Results

Table 1. Liquid chromatography conditions Figure 3. Extracted ion chromatograms for all 24 analytes,( Mass tolerance setto = 5 ppm ) Figure 4. The details of matching result at 5 ng/mL spiked concentration of Homosibutramine
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Quantitative analysis is performed using the peak area of the extracted precursor ions. The study Table 2. Mass spectrometer conditions Amphetamine_ 0.9938 10 131% | 101% |3.7% | 100% . = e 20655 2
demonstrated that good linearity is obtained in the concentration range of 1-1000 ng/mL (R2 > 0.990) Full Scan Methylamphetamine 0.9903 05 108%] 111% |3.1% | 106% - | Phenolphthalein 105 . [ #0 o 3
and the limits of detection (LODS) are from 0.5 to 2.0 ng/mL for each of the 24 synthesized drugs. Lorcaserin 0.9987 0.5 1.3% 101% 2.3% 84% °~°.1° 081 083 133 190 240 267 310 349 388 417 460 49 5.44;“‘\_367 Ous o ofz os: v vhe T S s7i ame am os Wi do% we S S S A L W M W Wiy 1§|o 180 70 180 | 180 | 200 | 210 | 200 | 230 | 240 | 250 260 2r0 . 280 . 200
The recoveries at 10 ng/mL spiked concentration are from 82% to 111% with relative standard Resolution 70,000 (FWHM) at m/z 200 Bupropion 0.9994 0.5 0.7% [ 88% | 3.1% 86% N-monodesmethyl| == - v
deviations (RSDs) below 8.0% (n=6) for the targeted drugs. The established method is used to carry Fenfluramine 0.9956 0.5 0.8% [ 106% | 1.7% 99% %0 sibutramine | | | “ =T
out faSt Slmultaneous determination Of 24 drugs In 5 health fOOd prOdUCts With 10 mlnute Mass range 100-1000m/2 Furosemide 0'9990 2'0 5'0% 88% 6'2% 102% 2 1 s e e e, = LEI 287% e = mIEAm e E e == s e e N-“ ‘5 E mompﬁl d:;S;-l.iagT::s;mdm)I.leraryumatd‘es” Scan # 2235-2268 RT: 5.58-5.94 AV: 12 Score: 70
chromatographic run times. For the non-targeted approach, a MS/MS based library with accurate ddMS2 Indapamide 0.9983 05 |16% ]| 90% [59% | 104% _ e | || TS pESiFullrs 10000 000000 |
mass measurement is developed for the 24 drugs. By comparing the accurate mass of precursor ions Resolution Phenolphthalein 0.9978 0.5 2.0% 91% 1.4% 102% = i _ - i ) Inda_pamlde e [ \
with isotopic distribution, retention time and MS/MS library mirror-search, the potential illegal drugs in 17,500 (FWHM) at m/z 200 Sibutramine 0.9999 05 114% | 91% | 220 0 olomo27 om 127 i 1 237 26 360 a0 g1 a6 416 dw 4% 5y seljigMew omew mTsgeegmsn a7 emex  sw wm e =
! ! H H - - - 0 0 - /0 85/0 005 s SRy I ® #5:297.10873 60|
the real samples can be identified. The sensitivity and selectivity of screening proved to be Isolation windows 50 miz Pravastatin 0.9992 50 45% 90% 4.8% 95% = Sibutramine ol : aomen " o . !
SatISfaC-tory by aChieVIng QOOd mat-(:hlng reSUItS Wlth the |Ibrary at 5 ng/mL Spiked COnCentratIOn Of a” Spray Voltage 3‘000 V 11'DeSiSObuty|'ll'benZy| Sibutramlne 0.9995 0.5 1.2% 84% 1.4% 83% o 0.16 0.73 089 1.24 1.69 218 240 267 288 3.16 369 387 433 492 5.09 582 576_,294 832 668 8.8 7.53 7.67 831 851 899 913 959 988 1003 1059 R : R % 20: S5 295\09[ [ B
drugs in the real sample solutions. The established method can be effectively applied to Sheath gas flow rate 20 arb Homosibutramine 0.9992 05 1.0% 88% 0.9% 83% 11-Desisobutyl-11- =i | : v o \| [ s 4 s 2
smultaneogsly_screenlng and quantltatlor_u of the_ _|II_egaIIy added chemical drugs in health food Fluoxetine 0.9938 05 2.3% 92% 1.5% 96% 0 b | Sibut . | § ™ i
rOdUCtS Wlth hl h-throu h ut results and hl h SenS|t|V|t Aux gas fIOW rate 10 arb . H jo.10 053 090 127 152 181 221 248 269 22 328 3ee 420 487 489 5.50 578 609 641 664 728 761 795 831e!122ysw BII SH r10a0'4rrl!)!3r]10e61 I & 80
P 9 gnp 9 Y. Sweep gas flow rate 1 arb N-monodesmethyl sibutramine 0.9981 05 [15% | 92% [0.8% [ 96% P — o - W—
Cap|||ary temperature 350°C B|SaCOdy| 0.9990 0.5 1.1% 94% 2.2% 95% o | HOI’nOSIbUtram | ne o f3 |
AUX a.s Heater tem erature 3200C Bumetanide 0'9978 0'5 2'0% 87% 1'2% 111% 3 031 04 080 505 561 584 810 640 638 727 762 787 830 852 870 898 923 961 987 10.1 20: fz
g p . . . o o\ s s o 5 102 om m o aet o e _ , . :
INTRODUCTION RF-lens level 50 N-Didesmethyl Sibutramine 0.9965 05 [17% [ 82% |[1.0% | 105% _ I R I - R i N )
— N N 4 B I S a.C 0 d yI 2940 2945 295.0 2955 296.0 296.5 297.0 2975 298.0
HCD collision energy 30eV Chloro Sibutramine 0.9995 0.5 1.4% 91% 0.8% 90% 50 mz “
Interest in health food and supplements increases as a result of claims that these commodities can Bezafibrate 0.9978 0.5 1.2% 97% 0.6% 111% g s e ok e b e W Amowe dw e e speesmismies e en welsmiw swesasiwsows = — -
provide health benefits such as weight loss and a decrease in hypertension. In order to get faster and Lovastatin 0.9939 0.5 1.3% | 103% | 3.2% 110% 7 ' SHlere SHEuirerie %
enhanced effects, some manufacturers illegally add synthetic drugs into their products, which can Fenofibrate 0.9972 0.5 2.2% 92% 1.2% 106% ] ) ) ) -
potentially represent a risk to health. Strictly monitoring the illegal addition of synthetic drugs is Figure 1. Vanquish Flex UHPLC system coupled to a Q Exactive Focus hybrid quadrupole-Orbitrap Simvastatin 0.9946 05 11% 103% 1.8% 111% e o s N s e el = CONCLUS|ONS
essential as the market for health foods and supplements is rapidly growing in China. In this study, Mass Spectrometer Rimonabant 0.9962 0.5 1.8% 101% 2.3% 106% 50_j 1';1 Bezafibrate
we developed a MS/MS library-based screening, with simultaneous quantitation strategy, based on Orlistat 0.9927 05 2 7% 105% 7.8% 106% ¥ |l s s Alib based _ d simul o hod by UHPLC/O-Orbi _ biished
UHPLC tandem quadrupole-Orbitrap (Q-Orbit) mass spectrometry. This method has been tested for e lorary-based screening and simultaneous quantitation method by Q-Orbitrap Is fSta Ishe
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The detailed chromatography conditions and MS conditions were shown in Table 1 and Table 2 s00000000.] = ﬁ Pravastatin
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