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B E: B8 @ AERTATAE S OB A % - BB B BT vk (high performance liquid chromatography-tandem mass
spectrometry, HPLC-MS/MS)IMl % fif 5 i BB B Z RN k. Bk B H IR AR, MCX SPE FHE
F 2244t (mixed-mode cation exchanger SPE column)i4t{t, 9-54H 2% H BiR[9-fluorenylmethyloxycarbonyl (Fmoc)
chloride, Fmoc-CIfii A G, WhrEER. &R BAIMEAYITE 0.31~20.00 pg/L SN, PR RLAF, MH%
ZHORT 0.998 (7). BEZM-rhEEH 2 K 1K i FR (limit of detection, LOD) . #& R (limit of quantification, LOQ)/>
K 2.0 pg/kg F 5.0 pg/kg. 7E LOQ. 2xLOQ Fl 10xLOQ /K- EAnkx, ~FHIETZF A 95.2%~104.0%, AHXFRifE
220 7.4%~13.3%. G5 T Fmoc-Cl RiAEALBIINE L, AEAT RS IGIIAY RABE | FEMRIL BT T8 Kooy
ThRRBAE R AR, P AR A i po R I 28 2R, 1207 1l FE s i rh AR R A R A

XRIR: HHEER, RO ES-PIRTUEL G2 kL

Determination of kasugamycin in fresh tea using high performance liquid
chromatography-tandem mass spectrometry after pre-column derivation

LILi"

(Jiangsu Union Technical Institute, Zhenjiang Branch, Mechatronics Engineering Faculty of Zhenjiang Vocational
Technical College, Zhenjiang 212000, China)

ABSTRACT: Objective To establish a high performance liquid chromatography-tandem mass spectrometry
(HPLC-MS/MS) method for the determination of kasugamycin in fresh tea. Methods After methanol/water
extraction and MCX SPE column purification, the kasugamycin-derivant derived with Fmoc-Cl was measured with
HPLC-MS/MS aided by internal standard quantification. Results The calibration curve showed good linearity in the
certain ranges (0.31 ~ 20.00 pg/L) with the correlation coefficient greater than 0.998 (+°). The limit of quantification
(LOQ) and detection (LOD) for fresh tea was 5.0 ug/kg and 2.0 pg/kg respectively. The average recoveries varied
from 95.2%-104.0% with the relative standard deviations of 7.4%-13.3% at three spiked levels (LOQ, 2 x LOQ, and
10 x LOQ). Conclusion This method depended on derivation with Fmoc-Cl can effectively increase analytical
sensitivity and decrease sample matrix interference. Taking cimaterol as internal standard will offer more accuracy
determination result. This method is conformity with the monitoring requirement for kasugamycin in fresh tea.
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B HBEE(CAS: 6980-18-3, C14H,sN;0y), J& T2 Mk
TRBUE ZRTN, SR ™ 4 A . AR
AW, BAREEC. SRR NI S B R S, XK
FEREIRLIG . A I BRE 95 1 2 S0 A T S AT AR A 1 B
BRI 1)

FERAM AR ORE, EEREDS O AARE
FHa#, BREZRH DREE S O WG TES .
LERR— | BSOS S RE S | R 2R R AR AR I AT,
MR AR 1~7 A @i 7 7 A A A (35 s 1 Xk A
ZEM AR 25 5% FR AR B A R B R A 2y, Hrp 4
A A 7 E R 7 T R 2 0 1 7 I RS
AL, AR AR VO, e BRI 45 s L, AR
Y 5 Y B K 5% BS PR B (maximum  residue level, MRL)H
0.01 mg/kg, &5 72 &R (limit of quantification, LOQ) I~
9 MRL, HERARFHF 2V, Rk TR 0554
R AR DGR SR, TR B R WIRE AR N vk T
ARREREARNITA.

.\\‘\\OH

SRR U
Fig.l -~ Structural formula of kasugamycin

FI AR I A 25 85 2 10 A IO sk U2 9k
RIS A - B R U RORE e A T ik
FHEATEREEE R ETEMNEN, REHTRE ST
BI04, EREE LOQ (19.1 mg/L)JErki 2 2% Fl ¥y bR
TSR WA T - R IR TRV R R R
AL BUR ., MG, AXIA ST AN . S
% RO T - R T N B R E RN RN, K
PRSI B SE T AT 2, AERT AR AL EEEI RE 0 vk, AR Rl
RAL, TR, AR MBS,

Y FH T TR BCR WAL K B i s A HE A FZ i
eS8, AR E R T RMBRER . WY RS TR
SRR AT e, 7R AN R P T AR Sk P £,
DIRAR T 202 R HER . AR FIHEFTER T4

b B (NH2) # T 9- OB R 4 WA
[9-fluorenylmethyloxycarbonyl (Fmoc) chloride, Fmoc-CI]4{f
MR TR ROBORE €63 - H3 B B % (high performance liquid
chromatography-tandem mass spectrometry, HPLC-MS/MS)
W St e R IR R . IR R b By 1R
TR R R AL T HOR S

1 RS

1.1 MR5RF

FAF AT AR SR IR T A . KRB, W
VL I A . FRE 100 g #E T 28 L)
WL BERESL), 2T A B8 T 2000 A

IR K Milli-Q #H4i/K (3L Millipore 23 w]); 7K
AHBE(0.45 pm ,0.22 pm, REEEBAF ) . HC-C 3 #:(500 mg,
6 mL). MCX SPE [ 22441 (150 mg, 6 mL). SCX SPE
FE(500 mg, 3 mL)( %%/ F]); HLB #(60 mg, 3 mL
50T) [ AL RHE A R A R

T HEERGE 99.6%, HIEE S TR ED 55 bl
T2 (100 mg/L HEERCLH) . 384 % -D9 (100 mg/L
FIEEIE ) . 90 T B2 -D3 (100 mg/L Z S ECH) . i m b
(1000 mg/L FEACH) . FLAE A LR RER (100 mg/L 2N
i) . 45 6 SR BRER (100 mg/L Z S BE ) F i 23528 |)):
HEH R [F AL B AREA I (1.2-C N5, 100 pg/mL). kI35
(4l BE O98%) . L JE ¢ -D3 (4l FE 98.9%)( 1E [
Dr.Ehrenstorfer 2\ 7l); 9-4 H R 27 B [i§ (Fmoc-Cl, 4li if
98%) . MIEREN . ZoK(rHTal, FigEZGER), HEE. 25
(fa i 4li, f5E Merck A7),

1.2 (UFE5E&

Thermo TSQ Quantan Access R AH (211i- 58 I BT S [Fic
%% B 1l (electric spray ion source, ES)Al B ZlifkkEey, SE[E
Finnigen Surveyor /A #l]; XE205T BT R-(8a# 0.01 mg, Hi
AR F); Allegra X-30R = V2 VR B OHL(HE E Beckman
AT, DS-1 LS HIRA—UERA PR F]); Se Quant™
Zic®-Hillic /KH:(150 mmx2.1 mm, 5 pm); ZHE(E Eclipse
Plus Cyg f63%4:(2.1 mmx 150 mm, 3.5 um) ., Z¢HE(E Eclipse Plus
Cs fBiEH: (2.1 mmx 150 mm, 3.0 pm)(f&E Merk 23 H]).

1.3 LI FFE
1.3.1  Fmoc-Cl & & # Bt 4]

FRIL 2 g Fmoc-Cl F 100 mL 25 5 - I A TR BRI
ERBZE, BRI 20 g/L, -20°CLRAF, i P 2
IR AR AECH: FREL 5.0 mg BHEEZIRER T
10 mL B0, HERATINA 5.0 mL 7K/H B v 1A i O Y
=8:2, V/V), #8755 5 min, IWIER GG 4°CIR 7, TR kE
1000 mg/L. {5 RS FI/K AR 20 M ik B . PO 4 2 bnifs
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A6 I 978 P P 8 R PR B9 (100 mg/L) 28 s R M JEE
1.3.2 47 AALR 69 4 o AT 4L 22

(DFE I

FREL(2.0£0.02) g FESLT 15 mL HIEZIFE .0,
JIA 100 pL 2.0 mg/L (478 ShRe B bRk ias i, A /7K
(R EEK=4:6, V/V, FENZ 2DEfEffiE% 2 10.0 mL.
TAE 2 min, A (2 500 W, F[H])5 min, 6000 r/min &0
3 min, B 2 mL fR4b . SEEERIMERE SIS, AT
AVEERES, DA SRR A JC PG SRS A R i T4k

(2)41k

MCX SPE PHE FAc# KK H 5 mL FEE, 5 mL /K
HEAFIEAL, PRAEFRERIRIE . IIA 2 mL _BiEWaLA:, SRR
SRR E AR S 200 A 2 mL ZJE % MCX SPE B
FACHRAE A TFEERTHEIR) . I 5 mL 10%207K FH I T
VEBERFIZL 4y, FH 10 mL HIEZIRE 2045 I8 B B I,
45°C N R A EIE T RAATAE(RYY 30 uL, BRI BAT =
IKERER).

€)Xt

fE LR 10 mL ELZEZIE .04 A 500 pL K81
K, TAE 30 s M 2 mino fITA 130 uL 5% ER AN FI 200 pL
Fmoc-ClIFW, #MIE#EF/KE 1.0 mL ZIE, WEHSE
TEAHA F 50°CHTAE 50 min, U 2504, 8000 r/min 2
O 3 min, BCEGERMKKE 0.45 pm F1 0.22 pm KA
HPLC-MS/MS % .

(432 5 D P s 7 Vs T A9 T 1

FRH(2.0+£0.02) g MRS T 15 mL HIEZI B 0
HBOSU ST 7 4y, AR PRI 100 pL 2.0 mg/L AP 1)
FEBARMER G TERT 4 45 P BN 100.0 pg/L 13 TR
T RFRUERE 156, 31.2, 62.5, 125.0 uL; J5 3 45251
JA 500.0 pg/L BJF& & Z AR 50, 100, 200 pL(HH
MFHRZ 1.0 mL fiTAEY RN TS FHEEE 031, 0.62.
125, 2,50, 5.00, 10.00, 20.00 pg/L), MIAH B KSR ITHE
IEZZE 10.0 mL ZIJE, IRJHE 2 min, #7755 min, 6000 r/min
B0 3 min, BRI 2 mL Fvik. JETE AR R AR (2)~(3)
PEATALTE, AR 1.3.5 71 1.3.6 A 5520 libnvie i 26
133 4Ty ik

(L)FE LR

FREL(2.0£0.02) g BEGLT 15 mL EEEZIE B0,
T B B/ VR (T Bk =2:8) IV E AR 10.0 mL %]
BE . i€ 2 min, B 5 min, 6000 r/min 250> 3 min, B FiE
W3 mL it Cig H(Crg AT E W), IR AL,

(2)41k

ZEY . ZHANG P st 25 51 R BOR
FH BB T 32 Bk 1744k . MCX SPE P T3 At e vk i
5 mL FIfE, 5 mL £&FRIEITIEA, SRERHRIZIE .
AT mL ARG AE, SRR TR b iR S A

2 mL ZJEH % MCX SPE BHE FACH (R TFER TAER) .
B 5 mL 10%247K B EE W DI AR ZH 43, FH 10 mL H 2
Z B B0 A WU R UE M, AR E I T (45°C), IAK
EE 1.0mL, 31 0.22 pm KL HPLC-MS/MS % .
1.3.4 BT A AR i i 4 1

(V)3 oA bl 52

IER: Merk 247 Se Quant® Zic®-Hillic 5%/K4E(150 mmx
2.1 mm, 5 pm); WM C 2N . FshAl D b 2B/ iR
W15 mmoL/L ZFRER, & 0.15%HR); Jiik: 0.30 mL/min;
FEIR: 30°C; MEREAR: 25 uL; BEIE PRI LFE 1.

x1 REBERBERBREST

Table 1 Mobile phase and gradient elution conditions

B} [] /min WEIH C/% A D%
0.0 100 0
2.0 100 0
2.1 90 10
3.0 90 10
3.1 80 20
4.5 80 20
5.0 50 50
6.0 50 50
6.1 5 95

10.0 5 95

10.1 100 0

14.0 100 0
)V T =X

A R e 2 R B 2 B R RN LAV 2 ) b A SE B B
K FH AR B ik 5 2 C:D=80:20,
1.3.5 #FAAGm 2o &35t

Gk 4488 Eclipse Plus Cpg(2.1 mmx150 mm, 3.5 um);
WIE: 0.25 mL/min; A 30°C; FEFERFR: 25 uL; s
A(FER); FaitH C(ZHE); FahtH D (10 mmol/L £ Bk
W), A BAH R A B M A 1 L3R 2.
1.3.6 FiEH#H

ESL: IE&FHRAHM,; ukafir=: 2R
(multiple reaction monitoring, MRM); Mi%5 Hi H 4000 V; &1
JRIELRE 350°C; HHBY W 3 mL/min; #5 3% 3.8 mL/min;
i 0.45 mL/min,

F2 RENBERBEEER Y

Table 2 Mobile phase and gradient elution conditions

i [F]/min WA A% WS C/% BB D/%
0.0 5 95
2.0 5 95
2.5 15 85
4.5 15 85
5.5 30 70
7.5 30 70
8.0 50 50
9.0 50 50
9.5 100

15.0 100
15.5 5 95
18.0 5 95
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1.4 BUEALIE

K FH 15 550 R 0 3 - AR 1B ST 1 16 PR ASC 3RO A
(Xcalibur) A FRUEMZL, LATE SRR MR TR 1A
PHEERERNS R SRR F Microsoft Office ZE
AR 2016,

2 HERS5SH

2.1 5%]7@7‘53%5’9&5‘%

FEERNTCE ., ST LR REE: m/z
379.9/112.2 (%ir%ﬁ% 19 €V). m/z 379.9/70.2 (GEMET, 30
eV). m/z 379.9/200.0 (CEPEE T, 6 V). m/z379.9/155.9 (&
PR, 22 eV)(E 2); PEEFRB iAWY i 8 Pk s %t
DI REE RE T m/z 202/116.1 (ERE T, 30 eV). m/z
202/89.1 GEM:EF, 36 eV). m/z 202/143.1 CEHEF, 15
eV). m/z 202/160 GETEEF, 5 eV). HEBEMEDNE
i EME TR RE R m/z 601.9/422.1 CE R BT,
8 eV)., m/z 601.9/378.1 GEVEE F, 5 eV). m/z 601.9/244.1
CEMEETF, 13 eV). WP EYMEFBERZMEDN

R BBt E] 43528 12.6 min. 10.1 min,
RT: 0.00-14.05 RT: 8.62

AA: 5945

100 SN: 1113

o0
(=]
T T T T T T T T

AT

B/ N
= A L

) ==
01 2 3 4. 5 6 7 8 9 10 11 12 13 14

5] /min
T RT: BT AA: H SIS R IEE L SN: {5l tk, Rl
B2 FHEERIEA AN E R T @i &

Fig.2 Extracted ion chromatogram of kasugamycin-non-derivation

KA EBIEAMZ AR R, AR IRBUR LT Chs.
MCX SPE PFHE F ekl gl 5Tk &= A ek ) 56 i T
P&l 3), PRI &I T &, FEASRRTH BRI A
PEMEE R, TEE 2 AR T A B, FERT K . 5K
IR R, BEEE L Fmoc-Cl AR 5 WA 1 {4 2 5
R TR 21 A58 4), AER & TR R U, da]
DU B BRAE BT 0 T, (R TR AR AR, 75 22 N bR
HEATAG

A RT:8.11-9.17

180 |

160 |

140 + RT: 8.48

| MA: 2178

ﬁ igg 21 SN: 420RMS
ﬁ;‘(’
= 80 + /\

60 \

40/

20!

0

B

180 |-

160

140 | RT: 8.62

MA: 3544

120 -
ﬁ 10 SN 5670
Z g0l
2 I

60

40 819

82 83 84 85 86 87 88 89 90 Ol
P B4 15} 8] /min
H AL RS B S ARERINER . MA: TF3h 4 I T AR,
T,

B3 Mgt rh BT R R AR A b 3R E G F ek

Fig.3 Extracted ion chromatogram of kasugamycin-non-derivation
in fresh tea

A RT:0.00-10.48 RT: 4.41
AA: 16637
100 - SN: 805
90 +
80
70 +
% 60 -
ﬂ;{ 50+
oy 4.48
= 40t
30t
20 I 1.52 385
10+ J\lm 344"2'5 53 5.756.13  6.94 8.308.688.76
0 036 112|167 253 3.323.6 491 573613 694 765 83008876 9.90
RT: 5.06
MA: 347189
B 100 SN: 21830
90 +
80
70 +
% 60 -
E 50
= 40
30t
20}
10 5.23
~“°5.39
0 ()_75():)5 |_7()21.262.603.‘2(B.4133]4.254.7 i 6.577.|047_35 7.:)92(_5()(.8‘3 9.47 ‘10.45
0 1 2 3 4 5 6 7 8 9 10
{4 78 B} 8] /min
A, BHERIRMER (S50 pg/L) B 1 B8 i B. &

R A DARHEE (S0 ng/L)M A2 1 BB i
P 4 A IR B AR T 5 R BT AR W 0 8 T I R
Fig.4 Total ion chromatograms of kasugamycin and
kasugamycin-derivation at the same concentration
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22 HEEZRMTEYIEFERERE

R R AT B A ESTT, ESTRER UEFT T 41
o 6 ESTHREE T m/z 601.9 M FEE TR, FHnl LSS
A A oy (RS IR B, 3N miz 2441, m/z 378.1,
miz 4221, m/z 179.0, Hh m/z 179.0 HE R & 7 EE R,
ESIAEE N miz 600.9 B FE B s, F68m4: 3 N
T3 R B miz 160.8, m/z 233.1., m/z378.7, Hrp
miz 233.1 W 18 2 B v o 2o R [ B AT A A
ESI A2 (W TR AU ESTRYRZY 181 4%, HILiES: BSI'fE
S E L= (] 5).

A RT:0.00-10.99 RT: 4.99

AA: 2280

100 - SN: 254

90 r
80 -
70 -
60 r
50 ¢
40
30 1
20

ARXS R

u A h o ndun

RT: 4.96
MA: 411754
SN: 77213

AR

0.591,081.392,122.622.92 3_664.034.47‘['( 5766.016.686.93 7.798.168.72 9.52 10.1310.44
1 L , = L ) L

0 1 2 3 4 5 6 7 8 9 10

PR ER B ] /min

T A FERERVEYIRER (50 pg/L) ESINE i 58 iR 14

B. % RATA VBRI I(50 ng/L) ESIINGE 10 B B TR K
5 IR ok B2 76 & 2 AT AR ESTTHN ESTRE T 19 A0S I &
Fig.5 Total ion chromatogram kasugamycin-derivation under
ESI'and ESI module at the same concentration

BARTE ESTINER A m/iz 179.0 A B FHIFERE It
B, BRI e S -D . YT MEEE-D3 . kIR AN
eI, R 3 Fifbs Y i g5t =R mE), HAT
YRR A miz 179 BIRE R, FRUETFTLAEIE m/z 179.0 &
Fmoc-Cl [#% 5 8 F M ERRN L /3 AR 2 (B 6), #E2E
FRRUE M FIRE AN E I, m/z 179.0 B TREa 2,
m/z 4221 fEE R BT

%15 %
_ o 1 T -
0—C—Cl
H,C
Cﬁ@ Miga
A AN
L MW 258.7 _ 179.0 m/z

Pl 6 miz 179.0 B R85 1R BT A]
Fig.6  Analytical diagram of m/z 179.0 production ion

2.3 WFRRYIERE
2.3.1 ®hFLEHNIF

TEAZK TN AT T 8 2 DB WA T4 ¥k
T A AL S50 & BRI 20 23 24k — BB A8, B RR RN
ISR AT AR e, (R H TR AN LR R E R
(TRl 2 AR T B, PRI 2 R 58 1Ak A 0 E R A
FE 10 25 10 S2 30 v R LA B T 8 R A T 450 B
-COOH ZEFFFA T EAHAEIL, HACREA -NH, 4, EEJEHFE
BRI TR SR, BRI AR £ L
THEZE: (DR —FPEAHAERRE FALER . VR ) HARR
AFEAETH RN B RF AN SRR Q)RR ik
PERRSE A, HEEWANRE . AR GRIFEsS
TAAC R, St 4 R e . S P e T 40 F45H F
FLE&-NH, . -NH 3% 22 ek i i 5 H B (1.2-C PN | 3ee
FE%-D9 VT IERE-D3 LR AR I 2 L HUEE-D3,
fleemst, d5ihE . TR N AR T T %552,
SEE AR R, B B 2-CENY i A AR I RO A 0T, 7
ESIAE 3T AT A4S 1) 2 B 4 i 1 B8 1, (RN RE#k
MCX SPE PH & T2k R B R B8, Tovk Seal e R A A o
LMBEENR . T HFE-D3 . HUE¥E-D3. R AN A
(RS 8 —F i W AR AN 18, AS3E A VE N INARTE L fLE A
o, SESREATCEAEGRE, 1E 50°CHiTAE 50 min IUARMFT,
SOASRRE -D9 A AR A B e A, R T
AT AR, ATAMPIREA T 14.3%M9EHEE 7).

ZLEATHY, HERE TV SRS AR AR, R A
()PE DSR2 8 T 5 R R Z B ah i (B-2475 7)), EEEK
A5 1B ARG 1 A T, A I 5 SR Bl IR R Sl
Q)BA R T4 (3)RERE MCX SPE FH B3 ATl
FERIZERG; (4)RES 5 2RI /e, A7 SN A 58 42 o
SR VS SRS R AT A I R R BT m/z 202 VE N EEES
T A, A PR BB AR A AE (] 8).
232 BLBEFTHTAMERSFHHT

PO e ESTHE T REMS 5 m/z 220 MEER+F, IF
[ 7 A Y N 26, 2245-OH IR, m/z 202 HYRE R B+
(E1'9), Hr m/z 220 B85 F 3= H K P8 545 % Fmoc-Cl
TEAEMIFABEIRFIRY m/z 441 LEAEEE T, Wi
T miz 220 Fl m/z 202 B+, HH m/z 202 BRI T
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TR EE R R R R R 69

Tem (E 10) &0 “ g RHE, miz 202 B LUE R,
AN FREER R B miz 116.1, m/z89.1, m/z 143.1,
mlz 160, HAEEET m/z 116.1 ENERE T

RT: 6.73
A RT: 0.00-10.99 MA: 6818627

100 ¢ SN: 29RMS
90 £
80
70 &
60
50 &
40 -
30 &
20 £

10 £ 030 117161215 292 3/-2?%1%3}275

0o——

AR

7.718.04

8.48
9.020.249,7910-66
222979

RT: 6.84
MA: 977913
100 - SN: 8
90
80 F
70 £
60 £
50 &
40 A
30 £ ‘\ \

E 21.06 \ 7.39
?g ;'M"- ',?'04’2‘,2762,'70;1'24' 390 4.’51 \\ fjs?ﬁx “X ’73}739.”3}?7‘0'”10/37«\7

1

0 1 L 1 L L L Il 1 L Ll
(0] 1 2 3 4 5 6 7 8 9 10

A% B4 1) [A] /min
TE: A, SEARHES -D9 (10 pg/L)MNE A9 B B F i Il B, sife e
-D9 (10 pg/L)FT A Py il 1) se AR 45 % -D9 S T
P 7 seAR e % -DO AT Wy LR AT A W ok BR R AR 1) B s 1 T el
Fig.7 Total ion chromatograms of clenbuterol and clenbuterol’s
residue in derivation solution
A RT:0.00-17.97
100
90 -
80
70 -
60
50
40 -
30 -
20 -
10 -
0

AR

12.68

X

7.54 12.2 13.97;
040 197 3.684.114.975.546.25 897940 1083 7 14.2515.83 17,68

w

100 -
90 -
80 -
70 -
60 - | \

50 - | \

40 - | \

30t |

20 - L

7.26
A

HX

. 10.4010.68

12 6R|3 4014.11
0.831.6§2.40 3.54 4.835.49 | ©13.4014.1115.6816.6817.54

01234567891011121314151617
A5 B4 i5F 18] /min

AL VRS AT S TR E1(12.68 min); B. P4 SRR AR
TR B ES TR (7.26 min)o
8 PHELRER (7.26 min)MHATAEMIARHEA(12.68 min)i B2 TIiE,

Fig.8 Total ion chromatograms of cimaterol and its derivation
standard solution at 7.26 min and 12.68 min

A RT: 0.00-17.97
100

90+
80
70+
60+
50+
40+
30+
20+
10+
0
B 100 736
90 |
80|
70
60
50+
401
301
20+
10+

7.26

iEOEE)

10.40 10.68

12.68
0.831.68 2.40 3.54 4.835.40 13.4014.1115.6816.6817.54

AR

10.36 10.65

094 2.082.63 3.794.795.37 | '2 2713:3713.7915.0815.79 17,65

(=)

1 1 1

01 2 3 4 5 6 7 8 9 1011121314151617
A5+ B4 Bk 18] /min

AL R B P TR S R R
(m/z 202/7.26 min); B. )¢ B P4 452 B Y
BB T (m/z 220/7.36 min),
B9 A ) B P e B BRI B B R T

Fig.9 Total ion chromatogram of Cimaterol parent
with the same concentration
A RT: 0.00-17.97
100 - RT: 12.54
90 -
80 -
70 -
60 -
50 -
40+
30}
20 -

10
040 154 3.263.68 4.68 5.836.687.548.11 983 10.83 12.2¢

IR

13.97
1397 1525 16.97

100 - RT: 12.65

12.94

11.51

13.22

15.79
11.22 |;03
N A
7.79 1036/ [V | AN

14.08 ‘\w

A
10 - | / \\J\\N \/\l,"‘ \ W / . 17.36

6.08 79 ’ h v . &msl/‘/\

I ) 5
234567891011121314151617
A% B4 B [a] /min

T AL A IR R PG B R 2 AT AR R T S (m/z 202/12.54 min) 1
BB TR B, AHIRIREE 78 AR AT YRR (m/z 220/12.65 min)
R TR

Pl 10 AHIF] MR BTG B R 2 i A B AR RO 1 B B I
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Table 3 Recoveries and relative standard deviations of negative
sample-spiked (N=6)

kR (ng/kg) K/ (ugkg)  TERE /% AR TR 22/ %

5.0 (LOQ) 5.2 104.0 13.3
10.0 (2xLOQ) 9.7 97.0 10.2
50.0 (10xLOQ) 47.6 95.2 7.4
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