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Determination of chloramphenicol residue in propolis by liquid

chromatography-tandem mass spectrometry
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A

AARHERAE GB/T 1.1—2009 Chrdkfb TAESN 25 1 #045r: FRAERIZMMEmS) S RN .
AARUERIF S A TR 3% o

AR R P e i IR L A R

bR B A A SR A

APFHERCEE AL BT RAME S A RA A RE ISR R E 7= o i Ll 2%
Ao MUK B BRI G RAR . RETFERY . BEMEE (PED FRAH.

AARHEFE BRI : XXX XXX, XXX, XXX,
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A R B RS

BRPIERZBERNGE

xl

1 3EE

AARHERNE T W Jsg v U R K B (VR € s BT B AR v

AR 0 T A Ml SO P e e S et e A 7 N TS AR R AR B KRR BRIV P R R R &
[ 5 B

AARHE IR R N 0.1ug/ke, EEMRN: 0.3ugkg.

2 R

PRI A R, KIRHL, BRAE, i, W5 pH=10.5120.2, LR Al GEH, FHBH (il
IR AT I, AR E R

3 WFSHH

BrAERAARE, FrARFI ARSI, S KRBT & GB/T 6682 H—Z/K M EE K.
3.1 4EE (CH3CH,0H)
3.2 4%F A (NaOHD: FREVESAALEN 4g, M/ADEKERE, AH2BHIRGHKEERZ 100mL, 2.
3.3 40% A A (NaOH): FREVE AN 40g T 500 mL HEARH, Jil 80 mL /KFEFEEAR, A2 EH IR
JEHE N 100mL FENH, FH/DEKIRERM, BRRBENERET, FKEEERZE, R’E.
3.4 @AM (HCIOp.
3.5 LR ZEE (CH;COOCH,CH3).
3.6 LJE (CHsCND: i,
3.7 HR (HCOOH): fhifkaioh ¥ fltsst,
3.8 LIR#E (CH;COONHy): taitalisi it gati.
3.9 IECJE (CH3CHyCH2CH,CHoCH3): it alinl it i 4t .
3.10 &4kl (NaCD
3.11 0.1%FER S 0.5 mmol/L Z R AW ERIFREL 0.0385 g(FE#I 4 £0.1 mg) ZFR%:, I 1 mL HR,
F 7K 7€ 25 28 1000 mLo
3.12 VA WRER 3 mL ZJEAT 97mL0.1% F EZ & 5 mmol/L ZRE AW, TRA .
313 E&EER (ff'5 CAP, CuH.CLN,Os, CAS 5: 56-75-7) FpifEfbyE: 100 ng/mL ZFEEW, -18°C
WEE T RAE, ARONA 121 H
3.14 TREER (A5 Ds-CAP , CyH;Cl,DsN,Os, CAS 5: 202480-68-0) ¥ i: 100 ug/mL ZJEHW,
-18°CHEL N ORAE, ARG N 124 H .
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3.15 SR PR 1. B R ARES I, T O RERRE, BeH IR E N 1 ng/mL (A & A 1
-18°CHEL FRAT, AR 6 NH, 4°CHEL T RAE, AR 3IANH.
3.16 AE R TIAE 2: WA R 1 pg/mL MRERTIANE 1, FIZKMEE, BoH AR A 100 pg/L KI5
BRI 2. DECHH .
3.17 AER T 3: IR EZR 100 pg/L R ER TN 2, FHKMRE, FCH R E A 10 ng/L IR
HERPI 3. BECHLA
38 WAE R T 4: WIAR R 10 pg/L MAE RN 3, RUKFRE, FHI KA 1 ng/L %
F W 4. BUECEU -
319 A E RPN 1. WIHEE Rt id i, H OIEMR:, BB IR 1 pg/mL KRR ER
HER . -18°CHEE T ORTE, ARUAA 6 MH, 4°CHE N RIE, ARIN3I M.
3.20 SAREE PR 2: W 1 pg/mL HTAREE =P VR 1 SR, HIKAEE 2 100 pg/L. BLECILA -
3.21 AREE R AR 3: EL 100 pg/L FITAREE R R 2 &8, HKMREZE 50 ng/L. BLECHLA .
3.22 FAHTAREE R NARYINIR G RYRME AR W R R A SR E B R P, %
R R B BRI 0.1pg/L, 0.3pg/L, 0.5pg/L, lpg/L, Sug/L, 10pug/L, MAKAREAEE
WREEN Sug/L & A AR S 2= AR & RAbRHE LAV, BRI . &8 RS = AR
TR RIUBRAE TAE R HI R WL 1.

* 1 EERKEEZNRYNES RIIFETIEAREC SR

HAEFZEIEWBCHIREE,  pe/l 0.1 0.3 0.5 1 5 10
CAP-d5 PRl L HIcE,  ne/L 5 5 5 5 5 5
W S 2R R RO pg/L 1 1 1 10 10 100
W R R TRBRUAA AR, ne 100 300 500 100 500 100
WY HX CAP-d5 H IR R ng/L 50 50 50 50 50 50
W HL CAP-d5 Hr A ARAA, ne 100 100 100 100 100 100
WS EL A AR AR uL 800 600 400 800 400 800
MR, uL 1000 1000 1000 1000 1000 1000
4 ((BFEE

4.1 ARG RIS BA HRmIS S TR (ESD.
4.2 L

4.3 FWAL.

4.4 B PE DR .

4.5 B0, iE =4000rpm.

4.6 TR, HKEFEEE0.1mg.

47 JEME: 0.22 pm, AHUAAE,
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5 A& SRE

5.1 IXHERIHI &

R AR U I (R BRI & B = 30% IR i, 7 4°CHE T ORAF 2h J FPRIE) DKL
W AT, CRRE SRR T RHR R PR .

5.2 {HRTF

KT 4°CHREE T IRA7
6 BRIELER
6. 1 AR RAHI &

FREVIEIRFE 2 ¢ CREFZ 0.01g), BT 50 mL BRIEOIF, A 100 pg/L AREE = TAEER
100 uL, ##E Smin L, JIAN 4mL 48 (3.1, #FrEMms i A 20min 2875 8K 52 21,
BN 5 mL4% NaOH J24 1min, SN 5 mL /KFESIMRE, W51, M 10 mL5% HCIO, FR{K, 78734 2] 2min,
TEOHLE 3000rpm, B5.0 Smin, 53)Z, SUE FEBAE, HCER 12 mL T 50 mL E0%EHE, 1A 10
mL /K, BBRE, EREERI L, 40°C/KIBERE 8~12mL £ti, BLLEW, HEAMNER

(3.2 f13.3) 75 pH=10.5£0.2, MMA 12mL LRLBEFR RS, 2] 3min; T 2081 E 4000rpm &40
2min, WIZRAERZET 15 mL 8RB O H, 40°C FEAMKT, T 4 mL 1E Ol m ik,
IM ZALANIE R 4 mL, 780 IR%IES 1min, 4000rpm 25.0r 2min, W H &AL N E TS A TR .

IO 6mL 2R Z.HE 78 /3 1R A HX 1min, 4000rpm 5.0 2min, WX LJZ7EWRT 15ml BRSO E 4,
40°C FESMT, A 2 mL 1E QbR AR RRE, MR 1 mL, JERIES 1min, FABHIRKRE
WAL B T7 AR A, 4000rpm 250 2min, WEU R ZEFEHGT 0.22um JERE, RFEE R AF_EALERED
5E o

6.2 EEBHEBIESEFEN

SMEAERE: Inertsil C8-3  2.1mmX 150mm X5 pm; ELPEREM 24 M Bi%H:.
B REDE L. BEMARF W2 2.
TANFHE: 300uL/min.
FEid: 30°C.
HEFEE: 20 ul.
#2 SRREEEESRERRIERF

i [ T YT 0.1%F B 7 5 mmol/L ZERE AR
min pL/min % %

0 300 3 97

2 300 3 97
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6 300 70 30
6.01 300 97 3
8 300 97 3
8.01 300 3 97
10 300 3 97

6.3 BEFESEHNE

P 4R AE LCMS-8045 Jii A% E5gmafty, tbab s i AR B S0 N TS %, AW
Fersiv 5 i, Sahbrik e # 2R AR R a1 S A

R T SR (ESD)

AfTT: AE TR (Negative)

77 2 RN (MRM)

FBYIE I -3000V

B FURIREE: 300°C

INFEEHGR . 400°C

DL if#J&: 250°C

FHA: B I 3L/h

T AR B IR 10L/A

mﬁ%=ﬁ%,m%bﬁmwm

EMETX EREETF. Ql WAFHE. Al . TEF R WL 3,

#< 3 CAP F1D~CAP MEENE FXI. Q1 ATERIE. AlitEERE. JEEERTE)

o WIS - xt Q1 Pre Biac Tolf i B 0 B A 1]
(m/z) v v (ms)
321/152" 12 15 100
HE\EE (CAP) 321/194 14 11 100
321/257 15 18 100
AR EZ (D—CAP) 326/157" 24 22 100
E: *RREEE T
6.4 SME
HE&ETUREE X WARIIR A R TAEE (3.22). AEEAER (6.1 raldike, DEER

SRR B R LA AR, DAARHE AR BGR O bR, bt AR 2k, FHbnE TR
ZRHRE i HEAT S8 B o AT AR VIR S AR T T P S 3 AT T U 2 ) W S 49 A (S A 1 2 P
B2z W, £ EROEXMNT, [AERNSHRENE Y 4.06min.
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7 GRITESRTR
7.1 ERUE

WHTERERREE OO UReIRTR (ngkg) o, & (D HH:
_ CsxVxDxA
X - mxAg (1)

H{r:
Cs— bR, Ao =T (pg/L);
V—IRA PR AR AR, AT (mL);
D—FE IR R EL
As— W BON B S 2% U6 AR 5 A S 3R U T AR 1 LU
A— RN L 58 2% U T AR 5 U S 2R U T AR ) bUAE
m—FER R, RO (g).
7.2 #ERFR
WG 775 BB M ESR A PRASSLIN (B R EE R SR (ugke), REHENA BT .
SWMAERME . HHE. BEE
8.1 REE
AITFAIMER A 0. 1 pg/kg, EEIEA 0.3pg/kg.
8. 2 R
ATTIEAE 0.1~0.3 pg/kg BIMREAKCT ERENLEN 50%~120%.
8.2KEBE
TEE VRS N SRAS I P ORI I 32 5 SR AR AR i 22 A 1S I 20%.
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Max Intensdy ;254

1:321.00=152.00(-)

Time . 4.060 Inien

§1EE

s 50 55 50 65

70 75

Max Intensdy ;827

[2:326.00-157_10(-)

Time Tnten

T T T
35 40 4
T T T
35 an 4

5 5.0 55 8.0 65

BT BAHES FRE R IEE

70 75

Wax Intensity

[1:321.00=152.00(-]
2504 A 00E)

200+

1504

100+

50+

238
Time 29]

3930 iten,

JID#3

[2326.00-157.100)
1250

10004
750
500

250

Max intensity :
en.

1.208
378 0

Time:




