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ABSTRACT

Betelnut is a kind of traditional Chinese medicine, classified into
medicinal and edible betelnut. Betelnut, cigarette and chutty have been
considered as popular mouth hobby staple in many countries, and the
demand become larger and larger. Based on high sensitive, specificity,
credibility of liquid chromatography-mass spectrometry (LC-MS) and
simple sample preparation, our work provide reliable qualitative and
quantitative results for betelnut analysis. The main contents are as
follows:

1. Development status and current problems of betelnut food has been
summarized. The advantages of HPLC/ESI-MS technique and its
application in food detection have been discussed.

2. Arecoline is the main function component of betelnut. We obtained
optimum extraction conditions by research on prepared sample.
Combining with computer index system and mass spectrometry theory,
we qualitative analyze betelnut extract by LC-MS and mass spectrometric
analyze arecoline. Furthermore we prepared arecoline by thin layer
chromatography, and quantitative determined arecoline by LC-MS. The
pretreatment was simpler.

3. By spectrophotomefry, volumetric determination and LC-MS, the
quantitative analysis of arecoline was obtained. The quantitative result by

LC-MS was higher than that by spectrophotometry and volumetric



determination.

4. Ephedrine and methylephedrine is the main constituent of ephedra.
Ingesting some ephedra will do harm to health. So it is forbidden to add
ephedra into foods. LC separation of ephedrine and methylephedrine was
established, and it improved anti-interference ability and detection limit.
Furthermore, good reliability of qualitative analysis was obtained by
research on the best MS conditions. The method was used to accurate
determine ephedrine, methylephedrine and its metabolites as illegal food

additives 1n betelnut.

Keywords: HPLC/ESI-MS, arecoline, efficacy component, ephedrine,

methylephedrine
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FENAFNE K. 1962 FHIRH) Biemann B1E, {EARE®, 45
BERREY — PO IR, PN FEEHNRIEEAILEX
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FEMEEBEAEE. ERESTS, FRANBENEAERFRD

(ED) . RIEF&RT (FAB) - KEMBEE (TD . HBHEE (FD) .
% HEE (CD MASERS (APD %PU, BEiE— BB
BEEREE R O(interface), XM AN E A GG S RES —
SRS EE T L AHILAS: A &SR EAE R P IEE
READWHREZME. JFHANFAMA, BIEM LC-MS £
ORAREEIER. htt, BEFETHFSERETE. Barcel %%
FI#E 4 T S M AN O ZEBUE; Kokkonen ZPIE A H AR H i — 25
RO SR HsuP SR AT T G T B SR IR R
AR5, A TSP A1 PB AT B FAH LC-MS,

FATFEF LC-MS. ZEEEN =148, EHEEMEOKKH
HEMi, MHEEEED (TSP) « BEEREO (ESP) . FHE
0 (PB) . BFHEHEND (ISP) MELRMRIEFHEEED (CF-FAB)
2PN XA ERE (APD MBI, RUIhHbAR G T #H 2 i AR
WA O RS, [ LC-MS BHRERABANEAR.
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VR, X TR LAY S R SRR HETL . R E— &
ek b, MRE—ENHAE, FEEA. #EX. fAXUEAEH.
BB FEMNE, KKRDTBFEMEES. B ESIE M &
ERER 5-10 pL/min, BASHFB) ESI O REREATRE
50-200 uL/min. 4 T & & BAEHE, £ ESIZEOKRTH—AHEHE
PRMPTRSEBFEFPHRA, 5 mME R TRER K INE R i
L. BT REARREFEDAHR, o] DU MR s
Wb, WTE Z-spray O H; 8] CLA0 turboionspray #: 0 —FF, S5
EMHMER. XEHEBHAERT LC-MS Wi mAIEEXR
MASHRE, ¥ RTHNAGEE. EHEKREFRPELT, ATE
ZREHMRBE, —BKHE ESI W spray, Micro ESI,
termedMicro ESI F1 nanospray %Mt B2 ML IF A, X LB FURA]
FEAE FEARE JLA nL/min LA pL/min M85, AT RKIRE R B
FE. ESUMS 5 LC MIBKAT, BESEAERHI RIS E B9 IR
& T # A BT A

1.4 HPLC-ES/MSEXR#yLEt5S MR

4RI FRE A El. FBA £ XEME RS F (A FEHED
2000Da). RIS FRAERAS FHEN . HE 80 UK, HBIFH
B (electrospray ionization, ESI) FNE GBI BOLAENTE S (matrix
assisted laser desorption ionization, MALDI) FREBEEARKI LI, 4
FLEHARTRT B R RIS, W T R SRRz
H—%a, FHEE. RE. ERTTRAED RS TRb T #EY,
M ESI F1 APCI 55| X\ M i — B Bk DR, S+ B b ITRE R 18
SCEEEERN, ESIECh T B2 E iR,

AP RS R ER AN AR A 25, B EEAD
BTF&ESD (ED fIEFERHHAR (FBA) EEFHI RN >4
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RIEEFAAN, BXTEUNEERAFIN AdiXAErE LIRS
RE3EE SR (CID) MEEEWHERE (CAD) (MS-MS) JFikKir4h
371, ZEHPLC-MS{X 35, RHEE TR (CID) X2 N B 7 2R
BB Z A B FEiE, ZitCIDF £ A B Fal LE MR
B FRE 2. BITHPLC-MS, A7 EMEAKFH CIDIIEITRIZ S
R R CIDIIEAT SRAGHE B FAE N BRI, XANMP IR
A K 2 5 IMS-MS % . CIDA LA RIEEH 2 i ImER &
F, XANETLLFEESPIE (JEACID) SCBL, ] CAIE I &8 B J i R 58
HL (MS-MS). &5t 2l 8 B M R LI, —&iRE
SEH—ARETF, ZRIRMERNE S FECIDIR S BRI R
BFHRAEY, LEMCIDEEA U ERRE K, XHEMS" HE
i, FTUAHPLC-MSH UL THYIER e ME BN E. B
TR %S, LOMSHILEERFENFEERT It LOMS/MSE
oA R R AN R,
EABEENNBHEERREERBENSERENKRE
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W™, BHAT, Bk BB R AEY R TR R B A AR
RLBARZ P, REGYHRSHFRMRBESOIRESIT IR, A
FUHEPR AN (SHERID) KR TEELSDH T (R
ity % ARSI FEHR) #EA T,
BARGE S UK RN, TS5 HMara i saE, gER
KA SME A . 0 h 253 EIRT, HPLC-DAD CtH 48R
ﬂﬁﬂ%%MSﬁ*%%é%Wﬁﬁﬁﬂ%ﬁ%Iﬂ,uDM)ﬂ
MS EfE, G R AL EE E PN ERZINREER, EXS
BT, il 53R K R, T AELR % RliX g,

1.5 AXMRBIIREX

| LC-MS K& LC-ES/MS & —#EEHREM T F R, EEDH

SRE RSN R GUEAERE AR Z GRS, T RREE e
6], YR EEIR . ASCLL ZEEFIREUANIZEUT i, SRR
Y A HEAT R AL, ) P VBB B F A3, XHAERBUAT T e RS 47 .
MNmEHEL SN B EYNEERRIEER, H5
LC-DAD-UV #1 LC-NMR (BHIAR) F4h FRMSEE, AIRNER
BRERPHCH. KNG LEWEATEE DT it — PR T
ZNA LC-MS EERAF=MME A E b R P IRF R M e AT AL A
Ho R, ASCH 0 BRIE ST & & T DD R o A 2R 25 4R £
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ETE EEBEASRION

21 8 B

EMESEZMABRENER TENE LY, RNt EHE2M
HEEE RS, TECEEDH. BMELEY. Riimi RS HEsE
A& Fp &R YR

KRB 3 B AE R 2 i AR ) ThAA LAY« B 55 R — € B HIKERS
RPN RAMER, GMEEREET—H, S AURLMmAe
BRI X F AR AT X M—BEZ %, AT5| R RE 2 i
n, FERIRMER SN, REENE N—EHZ A, KAAXEER
Ul MEYRIEKEE, XPRMERGEEEUEBIER. 55,
BERB IR I 38 B IR T =BGV, SOoT AR A AR IR AL AR AT
ARSI RE . FIRMEY KELHES).

FUWTAE AN 2 0 A7 O EE R & BT E L EN LS. R
58 (Arecoline) BT 4HEYH, B—MEEFAHNENY, BTHKR
PR, AR R. 4 FR CHis0N, ¥ 209 C, B TFHE.
BF. FOTMEEEIER, TETK.

&O—CHs

N

CH,
AERBTL AT LS o i £ 0 B S Tl L B e R . A
WL TR IETE, o 2 U S TR R AE, T LY
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BB - FHE R D BURA RUE R M T F I A A

BT, KB LCOMS R R ARG RS RHTEAT 1,
mF e 8 RE® A%, B #E A &R, H LC/MS
St BRI AT PN bR ik e B B TR s U2, T 30 B 2% 77 X AR
RSB T 1 BT AT LA S R 407 %,

22 REES
221 LHRNESRE

Y RMEN (REREAF)D, BIIMEAKERSE (Ll
WHEAAAES ), WHEIE— FUEBA (Waters 28], %[EH), &
2695 WAIABIHIT, 2487 XKL MIZE, Micromass ZQ2000 J5iT
i (BMEE, KE) AR. B BELAE—MIERER. &
{HIESE. BERESM—A 20-uL KIEER, FUgaiE ESI B3
FPULR AT R 5758, BT B R R SOE R4 R385 Masslynx®® TAE
SER PRI . A SOFECRFETF K E8 IR K SN E A K, HAR A
¥ R oy B AR

222 REHEEPR

2221 H&HgE .

T BRI AT BB A B, ISR HBRE ST Tk
., By A e AT, YRR BN RO ROR S
ARARKEEEREWEERS, BREEREERY.
2.2.2.2 HRAR P AR A IRIX

PRIV RS 4 g BEG, MRS, MAKREK 5mL
R 2RE, MATKZE 60 mL, %% 10 min, JHE 3 h, M
A 5g 7K NaSOsRI% 10 min, FHEFIIE, WER, 20K+
th, BRI ZEER 3 %K MK 6mL, SHERE, MIEER 05,
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B2 ie X

#Z42 5 min, HI7K 5 mL, #FIE 3 min, FEZE LEBEGER, 7
IER, KZRDEZESES, G3EGK, R S min, BRTER
IR R KGR 2-4mL FRLKZEBEARE 10mL %M.
2223 MBI EE EEHE

1) R 5EK

FREX 30 g ®ERX GF254, B 100 mL #IEdrer, A 60—75
mL 0.5% R P REAE FPKER, BITENRKBERFHEKFNE
mkl, HRME HR—1T. BERBEETITENRERL, RE%
WIFRER GF254 KB —REBIAGRS T, SFHES.

HIFHEERETKTALE, BFE, BRATER, BERE
105°C, i&fk 60 min, WERZERE, ETTRSTEH.

2) FEmiEE

KRB ZBHTHGE B R ET, B 10 mL SR MTEE, Rk,
Wik, BRSMGEE 3K, Bk4mL A, SFEMRIGE, %
H25mL, BRHBZE 10mL EAEHEH.

3) PRk A

WEHRAEBENERER EEFINEEH &R LAY AR
BFEOGEIT &R AR, AETR 05cm £h.

1) BF

B HEESUINEN R P #AT EATRIF, BEEZAR 8.5 cm, BAH]
Hi—HRE—&UK(10:02:02).

5) EALR AT RRE _

BRFERE, BUEEER, AERREEZR EREFR, €%
4h 254 nm TR EEFHAE, o TURIM& &AL, &T
B B M AL E AR .

6) vEl
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HAR - B 7R RO AR A FE W) T+ RIS R BT A

¥ BT AR RE R VR R E T R B0 20 mL |OiEATHE
YR, e, AEMERIER MRS, AHER, MREKER
BN, FZBREHER.
2224 NiAFHEHIE

B UE R R AR 1 mL B-JRK T 50 mL FEM P AT K LB E
N, BRERK S mL 2 100 mL F2H+, AT KIBERES,
1EAR WY
2225 R LC £+

AR 4 B & 4R Spherigel C15(250 mmx4.6 mm, 5
pm, KELH), 8N 30 C, UV LiEREGEEN 180-350 nm,
RN (A) 0.5%FBHEHM B) 2K, HEXMFENERIN 6
min, A 4#F 100%, 6—10 min, B 1 0% I8N E| 12%, 10—35 min,
B B 12%Z 18 N%E 21%, 35—40 min, B B 21%Z& 43N E] 25 %,
40—50 min, B 1 25%ZHEH N3] 100 %, #EA 1.0 mbmin, FHH
B 10 ul. f1 DAD R HIEELSE =B M2, RE 02 mV/min #
ANE| MS BB

PR LB AT 2 B EAK Rt B 3R B IK .
2.2.2.6 RIEILHARG LM
| AEEEETAESTREMER ES RHBESTFARET
REFEX (ESD), FAESFETFIE MHH] S([M-H], E#HTFHT
S8, AR R EEE: 0-300 amu (m/z), E4E #E(Capillary
voltage): 3.2 KV, 4 FLHi K (cone voltage): 20V, ZH{HLF(Extractor
voltage): 4.0 V, RAHL[E(RF lens): 0.5 V, ¥ (Source temperature ):
110 °C, #5778 & (Desolvation temperature ): 250 'C, Bt# Ikt
7 (Gas flow for desovation): 300 L/hr, H#EFLRMKSUHE(Gas flow for
désovation): 50 L/hr. '
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22X

PR SER BT 2 18 A E K rhisk B sh 3k FEEF B IR
2227 EBAREEERE

K E R AR 91 84%IERHAHTKZEBT 10 mL &
EMPESR, 45IRI0.5. 1. 1.5, 2 M 25mL F 10 mL ZFEH .,
B IMABCIFHI A FRWR 0.5 mL A JE7K Z Bk e A A A AR el X A HE VA 30K
FA P vk R AT 36 1% 1 B F D U X SR XA B AR BB ZE 2.2.2.5 A0
2226 LCMS ZMHTi#HATEENE.

23 #R5{hHE
2.3.1 1ERPREIR N a9 E

AU R, FHUEFR B YRR —F H BT (IR IE R
Jrid, TEEFAIERIN, DRBUREMAS 28N TR, 58
BRI SR E R TE 7K SRR AR A AR B, 7EIRBUL 2P I EFRE

- KATEAERE A B AT e BOR BRI AR, DU TR A T 15 BB ERTE

B, T R B SR EY A (R . SREGR B RS R A (B
FHE) B#ITTHIR. &3R8 ERFRETEME S ENE.
2.3.1.1 JRERA 18] 2 4R IR BE 44 F o
& FAENME IR AR A, 2 HER 1. 2. 340 10
ANAFIHREE A, 20 CT#ATIRE, REBH LRTENESE.
BRI AR FER AR 8] MAE RS &, W Table 2-1.
# 2-1 A[RTREAT AT IR RRER & &

Table 2-1 Content of arecoline under different extraction time

JRELATE) (h)  KEMEE (g e T AR KRB & B (%)

1 4.0154 297334184 0.40
2 4.0180 297643267 0.42
3 4.0459 298938795 0.42
4 4.0158 297564783 0.42
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WA - BRI TEAR I T AUR A RS B A A AR KIS A BT AR

WIRHGR EEE e e 20 °C B, RO [ 7E 2 h LR IR E £,

Bk 4R BUA R — R, 2 h a] DMER & & B H] o
2.3.1.2 RICR AR E G Hor

EE S T REA R XHERME R E )T, IR B2 — MR

FEMEE. FHESERIGEE L& HERTRIERT, 257E

0 °C. 10 "C. 20 'CH130 CFI2H 2 h, A LR J7vEnt s & 2t
TEE. BRI EEERAIEMRE S &, W Table 2-2.
& 2-2 ARITREUE LT R & &

Table 2-2 Content of arecoline at different extraction temperature

REGREE (C) HMRE () i T 2 KA & B (%)

0 4.0232 289335234 0.32
10 4.0210 293143345 0.38
20 4.0459 299038763 0.42
30 4.0440 298856442 0.42

HEE LA ETIAN R R HIEE % Bt %, &% EALR R E S
FERTAKZ B A RKKKEE . SRERTHESRH, 20C La
BEREARL, BERRAAESIRNGES, IEIBHERR, —&
EZmFs K S, RMEZRERTER 20 2HBEESEN.

MEBEBERR S B 5RO EMEENXRERE, RIEE
0°C £, fEEE 2 b AERREES, BERAHTEZ, K
BREH.
2.3.1.3 HEH FARIREE 4G %

B i (] FEE AN R AR A S ma o, RV ME R E 2%
B FEFRZE. MR HERAE 20 'C T &M 20. 40, 60, 80 1 120 mL
ZEHEE 2 h, &RBAARBH B AEBHSE, W Table 2-3.

15



il X VAT

R 2-3 FRVEFIET PGS 2

Table 2-3 Content of arecoline under different extraction solution

volume
BiAE (mL)  EMRE (g) W [ET AR KRR B (%)
20 4.0466 294324531 0.39
40 4.1213 299023568 041
60 4.0712 299786342 042
80 4.0459 298748653 0.42
120 4.0456 298967425 042

LSRR, XA, ERDUERE 20 °C, {22 h H LB
%71 60 mL A IREUESE 2.

2.3.2 TERME A B HI &

FEL ik 2.2.3.3 HIBHEEELIS T 254 nm FHRE=%&
i, XEEEFEESTRE—FR.

FITFx @i, ASBAERDN, B LCMS #iTat, HE
0 A P S AT IR B 38 = 4 6 135 1) AR £ 0 R0 1 £k B ) Y
B E I Fig. 2-1.

xt LU BEHB BT HE B Fig. 2-2, RIBIEES T, EZREEET
U i 5 e PR 5 A L PR B IE AR 2 95.39%,. T R AN R R £ &
Wﬁﬁ%%%ﬂ? KA &, BTCA]SE I XY A R . R A

FF— m&ﬁ%FWWM%WﬁSHM%,R%ﬁkéﬁﬂﬁﬁﬂ
_mrmﬁﬁmﬁﬁﬁﬂﬁ
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BRI - FUETEAR IO B D MG E AW S P N R

B mene iAo S4NSSTIH PREHINDA W © %P
RY 200 way
we "
2y [ 12 24
T oMy
-
b etannd
0rdw

L
-
.___,f S 498 Ses $3 a4r TIE T3 BN Sad  syr PN upe loss mw res uxs BNe WL Woe W3 WA

° 4 ) L4 4 ¥ 'Y £ 3 £ [ -
e w pwwn

WchI_Q40508223014 92481 RT 1040 AV 1 NL 7 44E4
‘7. ¢+ g Futtrpa { 30 O0-400 DU}
1399

158 0

Raiohg Ay dance
*3¥xs8512%3

ITR S 1928 202 %
............ ey

140 180 160 200

Bl 2-1  AHBBRALAL o A8 1 A i )

Fig. 2-1 The liquid chromatogram and mass spectrum of purified

arecoline
140
1004 96
0, 0O
155
50-
124
112 .
N I REC . |

10 20 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170
G@anlb)3Pyrdmecatboxybicaci,1256-tetmhydo-1m ethyl,m ethylester

B 22 KERRHARHE i
Fig. 2-2  Standard mass spectrum of arecoline
FERI BT RS, SREEEE BHI Y B aes, %
BHRAELME, THATE. BEEEAEMAL, BFUTHRA: D &
an it th EADE L T B3 SRR A A ESER. 2) FER%
KRED. 3) ATLAEMRALR, AR LA ARES SR, 4) BERIL
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B2

FAZH

FERFEAT A PEZETUR—IR, BT LUV RRREIR P T — 2R 2% R
¥ FNRERE B BEME T oK, X R T DUA Rt G ¥ 2 i R i AR R
AT

BRI & GE— RERTHNERERERA 1-2 mm, WHERY
M. MEREAKE, WaZmaBEeR: mMRERAE, s EHE

An L/
2.3.3 1RHPAAERIERY E £ 4T

2331 oW &M

AERACHYERT, HBHES#EITEtEeEs T, —KRE
WK ERI— g &M THERRBEE ((RERERREER) &
ATHI, RERES LR HILR ) E, EEEFFRTEE R
TR, CLREEBSE. ek, fEETERM R, EFal
ZUREESZESBERENS BN BXHEIMEE. MEXRIMEE—
FECE AR A T B AR AN B L A SR T 2
2332 ZHHH

AT B R R L U PR o X L 0 R AR, T DAEE e AR AT T i
MERREY b3t AT R A ‘
2.3.3.3 AEARERGG SR EREAT

LETENRRRE, A CRHE %R B a8 F 5 B s 4
e LUF RARHT 5 I 2 AR B PR A0 A

1. EEREAREFERMERERRAFERGER, TTLHER
Y B T AN S0 A AR O 5 U PRI A A B LG T E A R — R

2. RIE“BME" REHTHITURIZLAYEEEHNS N R
= .
3. et ENRRASL, RIEEMEFERE, TR 155 1
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YA €0 - SR TE B R T R A R R 54 43 4 o B L P AR T

53 F BT AT AR B — AN ER i A AN XX S AU

4. BTREBTHETNX, FHETERAZ, EATHETE
HEHEZ-INHHITFREERIBREEN 140 HEHNRGIE.
FIRF#R Y% Beynon R & H&/NEER REL 42 HIPTA W AT LU
iz EMREEEAELHN N ET.

5. NTERERBMEXAUEY, NN TFETHERE,
ENEERMERRENE S RER LW B EIH—L158E g
F i

6. EAFEimFiTidne

0 0
~
%ﬂ%—w %01 |
E# 5 N~ m2)
- A (140miz) d
—CH30
0/

N
/

— (155mz)
o
o / =0 j/ (59m2)
N + | N 2H+ | A
(112m'2) /N z N /-:N ~ (94m'2)
. 124(m'2) on
+ —
cHz =N=CH2 > I N 7
( | G B N N
: (81m'z) (S3miz)

— 0
%
(67mi2)

CE23 AREMEURIGH E EARATRE

Fig.2-3  Fragmentation process of arecoline in mass spectrum

234 LCMS FEMRIERIHEMNES 2
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B A7 18 3

2341 ARk

wY . 088-7400

T Y )
- v
E bd 4 N d
a3
5.2
v
"
aas
g ssen
i 203 .

0as 1038
LU I K
: - L4 id

L ®
Tove poien)

B 2-4  B-IRKERARRE AR E
Fig. i—4 The liquid chromatogram of f—pinene |
M ERT LA B -k 4% (R B B (4] 7E 6.75 min, AEHBHLIR B & (RIZE
10.68 min, B-JkiEAE SHHBET 25 &, WALER H AR LA/ NEAR FH)
5 FFe |
2342 FikHER '
HEERREMREMT, A—1 5984, 22 KBGENER
BERZAKEIEREE. ALK, DU & RE DA, HE
FEH R A EENKETHRERL AR, DIEERTHE, 153500
H RSD=1.16%, AFHBHHFH i Il R ¥ 25 FE R4
%24 HEEE
Table 2-4  Precision of the method

Fe 1 2 3 4
BERPRIEE AL 387654164 396840128 392677436 393606973
F5 5 . 6 7 8
WERBIIE TR 389773127 391337444 388810872 390102969

Fg 9 FHE RSD (%)

KRR 394677155 395217661.42 1.16

MRPEIRTTULE . AERBE R 3 e F 5 B AT .
2.34.3 ARG I E
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AR &K -FUETEE R AR D FE AW R R AT R

Bl R B AR R iZ T E 45 RERLERNSZEEER
FERIHERATE . BX AR RS, 53 AU [FTR B ) ) A HE A
fh, BRR=MARIKERES, £ 2235 72236 LOMS £ T
BATIE, UUPIIRINEMFEU R, WEsRmKFR.

*®2-5 LCMS BRI E
Table 2-5 Recovery of the LC/MS method

ik VIgRE (%) MAE (%) MiHE (%) ERE (%)
0.120 0.580 100.0
LC/MS 0.460 0.240 0.696 98.3
‘ 0.360 0.829 102.5

MRFATLUE H, SEEHE R B SRR LCMS Bl R 7E
98.3-102.5%, XiEHIZTEERELRS.
2344 LMEH

LM RIBEBT R E N, WS R 530 P3NPk B B 5k
EHKRRMERE.

A ARHL 2 B SRR A PRI 80, I & R B AR BRI Ak
5 FAFIRBLRIARAE SR, 7E 2.2.3.5 F12.2.3.6 &4 T HRRZEE
FEHEFRIEEITIE . CURBEABAR, WEEEE P RIES MR
1, BEIMIRHEZE.

21



B 23 1 3C

¥=-6.077080+00.42.06824e+003*X R*2=0.9922 W:Equal
10.00E

9.00E
8.00E
7.00E

6.00E

Area

5.00E
4.00E T
3.00E

2.00E ]

1.00E d T g T T - T -
50 100 150 200 250 300 350 400 450 500

ppb
P 2-5  HASBARHE h 2%
Fig. 2-5 Standard curve of arecoline

B UL EARvE LR B AT LR, KEASERLAE 100-500 ppb & EGH W
WE S G IR EIMRFHIEERR. '
2345 MR ETER

B2 RPN RN EKE, CEREEFATD
¥R E B E M EBKE . E AR HERE, —RUMEEREE 3:
1 8 2: 1 EHNAKRESEAMBAE R RN UEREK
10: 1 BHHER MR BUE NN B I B R W e = R ,

72235 M2236LCMS &HTF, {EWRH 3: 1 BHE S0
FIRMIBR A 6.6 ng/mL (ppb), {EMELL 10: 1 B5 BMERPGETI 2 2R
4122 ng/mL (ppb).
2.3.4.6 ARSI T M KIS

WAt R ke e, RISTEA R &) B SRR IR . A
I YR & 3 B FE TR [ B 1) BR 75 0 T AR, 7 3Bt 6] S5 0 T AR A A2 e
#5250 I Fig. 2-6.,
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BAR G- FUETEEMIh B D MR AW R IR AT R

4.5x10° |-
4.0X10° [~
3.5x10° |-

3.0x10° - .—-—-———"\.__ —"

2.5x10" -

area

2.0x10" |-
1.5x10° |-
1.0x10° |

5.0x10" |-

0.0 1 1 { 1 1 ! 1 1 1 {

T(h)
Bl 2-6 KBS E A
Fig. 2-6  Study on stability of arecoline
P 2-6 45 R Ui B , B RBBBLNT T ef (6] 7E £ BE R o B 2 e M ELERBF
Bl o B 1) SE A S PEAH T T BE A 3h, IX AT Aetl i B Atk R A & A
feEtt, HEUBNEXFESRFETHERT.

24 INGE

AT i A B S T IR R RS, B BRI B A
i, SHERMEEGEA LOMS BT RS, SaitEhRERgm
SRS, RO TS G, AT T AT . RS
R I A AR S, LO/MS XHERMRTE B, ATbEE
JfaE, L R T RN RN S BB C04%).

1. BFFUIREAMER, EEH B E eI ia . R
BHE . MR A B 5 I 1. BERAARNERRE, 1IN
B 20 C, REXETA 2 h AR, 54 g RFIEMZEEE 60 mL
FHER 2, B

23



i AR

2. % B-URIGIE N AR, MEREEIRR R Z T ERERR
B BOMBBRIN EIRRAE 98.3-102.5%, B VEMERAE RIF: KA
fE 100-500 ppb EE TG HAKRE SIEMR ZIVBEFRIRER R, KRS
AR TR A 6.6 ng/mL, EEMN 22 ng/mL; BIEMHIEE R .
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B - TS TR T MU S FE R LY 5 Wb R A R AR

B=% FRHEIER R A B0 15

—

3.1 HI

m

EARBTARY, S S AW, 2R, R,
AR EEIE MRS« SORIRIE I AR S BT A EER: K
ARAEERBOREE (RRE) « FKEEE. BiEEE. BYE
BTk, BERME. BHGEEEEAEFTREZETS,
P TR & BN E RN RBUGERBHREE (BEIE) - A
53 5 R R 23 60 A AN A Bk X W A KU T B A R AR =
AR & B AT T HE.

3.2 LIGES
3.2.1 SRAEFNEEME TS

3.2.1.1 B @Al B

Zifh: To/KZEE, HBr (48%) , KOH, AgNOs, &5, TK
Wi, B, CBRW, REMmS, HALELA; FRERETKY
TE L, HRE R . |

13035: HEEZERG 722 Ba WAt
3212 FBF*

SAREERBTENE R, ik, RZEB. KXHhdg, AT
K ZEE25 mL n#AEIRARER L b, SEECREUGR, 08 B EEREGIK.
EHARRBGE, B ZEE, W45 HCE W H G IR E K 2pH =10,
FIIEALER 2 IRBEHHR R . RBGERA KB T4, K EER
415 . |
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B 2283

¥ BN TS50 LK ZEBEH, A5 iHBr (48%) %
pH=4, AEKGBRHTIEEE T KA LKEZ10 mL, HEKHET,
B AR IR ER A 45 L RN F100 mL BK 2B,
mio g SEHRMBE G, AKiEMARERO.S h, TiE, EHERAKRLEKL
BEVLIR2IK, BIRIRGEA HEN LSS, BAAKEBREIRRE.

KAERBIRE IR I RE T RKZEEP, WS $4%
AgNO;ZFE W (Z8E (90%) +/K (10%) ) , WyEdiiE, Zigar
15 47 b3 C T PRAT P,
3213 o#iFk : .

MR AT SIRAMEERE TR, BRI EER.
ANEENBTK ZEERE, BEBSTlismd 6, FEikaril
FAM e e BEE T K618 nm AbJI W WL . S ST IA
JriE, WE mL BERBRERE G CROBREUEMED , 251 E A &

EL
HBo

3.22 FEFNEEMEZRR S

3221 FRRE

TR R A AR, B UAZESR B2 o B LUAR IR BR AL
o 0% E JH B AT BT . Xl R Bl e iR X HE R T B B R
H.,

2CgH30,N + H, SO0y — (C3H1302N)2SO4 +2H"
H,SO4 + 2NaOH — Na,SO, + 2H,;0

f2 % R R AR A BRI FE R S SRR R R, R BUAE DR R R b T
X, TEMFREHEELHTN, ZHERTHRENEZTRE.
3222 2B F %

1) ERPE

BERB K 4 g, FEERE, BERAEHM T, NZE 80 mL,
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B G- FUE R A WE B A TP R AR

P2 5 I E KA 4 mL, IR 4% 10 min, I TE/KEE N 10 g, #R3% 5 min,
HETIE, TWOBE, BowEPiRER CBREE 3 1K, Bk
10 mL, &3FBE, A 05g, &M 3min, MAK25mL, #FEE
3min, HE, ELEBREER, SHESR, KEHDE LB,
FHEE, RBEKZELN20mL, BESWRIP, HEMAGRH
FEW (0.0lmol/L) 20 mL, #RIEIRE, FHENE, SWELE, BEH
IKPRIEBLER 3 1K, ®IRS mL, &HEESRE, I8, AR
%, HGEBRERE, MPELIE/REEGH, FH NaOH(0.02 mol/ L)
1 7€ WU 7€ - B 1 mL H,SO, ¥ E #(0.01 mol/ L)Y %F 3.014 mg 4%
FRH(CsH,30,N).

2) HRRFIMIEH

FRER R FIMECH: B 0.01 g 24 F M AR MKE R 10 mL
B, RS 0.01%HIKE R .

B Bk 7= 7R B A - BX K 4 mL 7K 16 mL Fo7K Z. 82 R 5 J& hiA 0.01
g EAMER R, RAEHEECHK 0.1%8] 60%Z BEHEH -

H AR R AIAC S FREXZT 10.00 mg B A8 K INTEK 2 BER/T 1%
0.1%H B ER .

3) ¥ E I

1. 0.02 mol/ L NaOH ¥ ftI e 1

&R 4 g T 100 mL AR, H 10 mL F 500 mL 5 &
TRAEAERE.

0.02 mol/ L NaOH ¥ fIAR e : 15408 —HEREH7E 105 CI1EE
AR TREEFERTIBD 1.6 g 245998 F &5 S I KB R
T 500 mL & &R, B 50 mL 7 o0 9 i G 47 RO B Bk 1 7 71,
FAB % 8 B FR € NaOH %

2. 0.01 mol/ L H,SO, i 5 {1y 1
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Wi £ 3C

BREE 54 mL FH/KEAF 100 mL FEMF, JBAEE 10 mL
SEAZE 1000 mL J& FHE SRR E .

0.01 mol/ L H,SO, i E M AR € : FIvE ik R i RS B R BB 43 78
TR ToKBEEE SN 0.7000 g F 500 mL ZEMIMAKEBAEER, B
B 25 mL FHERME S, 0 2 WRCAF i B BB fe n 7], AEEEE B
& HySOs B

33 R51E
3.3.1 EMREAIEHRESIRBRENSBELZE

KSR P BR S AR, & AR ZAERX RS . Fig.
3-1 ARSI R IR AR 23 F S Ko AERB KB K AERB IR BB 7 F
FERWERE, FKMERE, FTUESTREENFHER S, 8
SETFK, HHESJLVEABTEKCE . KOTRLE. EETEF
R, WAERE FUSBRTZE. SUTMZBRIENEN, HI%
FK. B, AXAERAPCAEZNER, RIUERTHK A TK L8
BV Ay 70 AT 3 e AT L BB o

?Ha ?Ha
N . N

COOCH, // COOH
R KRB,

P 3-1 FEARBOAT A R I 2 T 45K A

Fig. 3-1 Structure of arecoline and arecaidine
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AR - FUE TR R R S FEBR Y i H R A BT R

0.5}

BMEE (geLh)

[} 10 20 30 40 50 60 70 8o

trc
B 3-2 ARERE FEBBERR T LR SRR RS
Fig. 3-2 Solubility of arecoline hydrobromide in the alcohol at

different temperature

Fig. 3-2 AIERM SRR A LR P RS BRI k. 7E
FiR T, 1 g EMEEARRIETAET 10 mL 28, 2 mL 38, BET
S5 ZBE. IR VRER e B A R IE AR LK
RIEtE, ASCK BBEMBE T EKZEE, REEREIFANER, N
TR S IR R 2R A B oK .
332 pH {EXHEHHS 28 5 B A B0

R4 e L Ry, FEASRBIR A A MR SR B B i FE o
SRR R R MR, M BRI T, R
pHIEM KD HIBI RN HIFERE . LU gk MB8E R 0 R H, pHESEE
FRAERB AE L ERIR R, WTable 3-1. RATLLE N, HpHE R4,
SIRBIEAAE R ERK, NSRBI E, £ERERFE K.
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#3-1 pH EHERBREMBEKENRR

Table 3-1 Relation of pH and production of arecoline

hydrobromide
pH 3 4 5 6 7 8
SRR/ g 32 32 27 19 1.1 0.1

£ 32 AEHEMFRPIEMRS

Table 3-2 Content of arecoline in different betelnut

P M EE (%) RSD (%)
R . 0.6012 2.32
gutii 0.4952 2.52
R 0.4812 3.62
KR 0.4325 3.48

*£ 33 AEENSRPIENEHS ZE

Table 3-3 Content of arecoline in different betelnut

e BERE (g HAEMEEANL ESEEE%)
iR (mL)

HER 4.0466 13.41 0.5935

LIk 4.1213 15.34 0.4985

)5 40712 . 16.15 0.4842

FZER 4.0459 17.56 0.4237

333 SAREEMNEZSHRTHORBEESE

FRB I E S RIORE B EAMENEE, MEMEERNOFERE
EHFBEAFAE. pH. BEMNENS., SREREY: RANARR
AR R R M H S EHERA KBS E RS ETRAME
. RN Table 3-2.

334 AEENEERSPHEBHSE
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R € - R FE AR DY SR M FE R 25 0 o IR A A

R E 7 ik bR, FEAR B SERR A F A KA I 77 A1 R
. MEms, BFLRITEENERERFBNREREZLRL
FEHFIEBEN—AFE. AXERGEREY: BRI R KR
SR A B EBAKR, EERNGTEOAERANER. 4R
. Table 3-3.

335 EMREONEEZERERXEENE

R 3-4 536 TE B A A B DAL S =t
Table 3-4 The comparison of arecoline contents by spectrophotometry

and volumetric determination

Tiik RS &
GRS Lok KL w2
FEE (%) 0.60 0.50 0.48 0.43
AEE (%) 0.59 0.50 0.48 0.42

MFE LRI RS e LUE B, RIS BT AR o 1
MRS ESAREREE, ARRETNRERN, WHHXPHH
FEIEIER & & BB RIS B R, 4RI Table 3-4.

S BIFREL & P ROEE BRI 2232 FEIREUR TS BIM C Ry
BIREMTHZEEE, AW 2mL Z6THME, EH 2235
F1 2236 LCMS &M iTiE, MAENSERAANERRTE
y=-6.07708e+003+2.06824¢+0.03x, FIRIEREIE, TFE & HEHIEE
RPN & &, W Table 3-5. 1R3E LC/MS Il 15 A HBA: & HIAE
S B S ARENL, R Table 3-6.
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A7 183

% 3-5 LC/MS JIE K& R ISR S 2

Table 3-5 Analysis of arecoline in several betelnut samples by

LC/MS
F BRI () I [ AR FERB A 2 (%)
=m0 4.0127 417292104 0.63
5k 4.0210 356072200 0.51
. 9'8 4.0076 297334184 0.47
BB 4.0454 282649280 0.43

* 3-6 AHEEMN LC/MS ERMH & 2 € i

Table 3-6 The comparison of arecoline contents by volumetric

determination and LC/MS
PiR7 KRR B
HH Lk 88 T BR
BEE (%) 0.59 0.50 0.48 0.42
LC/MS (%) 0.63 0.51 0.47 0.43

AE ARG ERTUEL, B LOMS &85
MRS B SARERE, AERUAREENE. M THIAER
%5 LOMS B H & BRI G e 5, TR E A BT
B, AN A8 PR S 75 I 5 45 5 7 S BRAR
%, XY LOMS BB AT E AR ER R, Rt
R EE. |

3.4 N

AERAMATRER L, WULRAM, SRR, THEN
T Hh 3ot AS IR AR = 5 R REARR BBl & B AT PLAL, AT AR & SR A
BRIENTEESBARBRNEILERMESE, BARE M.
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B - B TEAE BRI B A HE B 254 4 b7 R R R B 5T

FOE EBPFEAYIOH

RS R AR RIS R H R R A%, 3D RS I 89 73 7 SRAR K TR 3 )
FIRY, HAHEE DRI r— MRS . S BRHE EEr =S
8 fE )RR O R R, BATTAT LA D B XA A s o S 2 24
BEATRIN

mit

41 §I

BELFNAR, SRREEREEBLHANTEIF . TR,
Fan KRB T AT PR 78 5816 4R & 5 IR AR
WI5RZ5Y), XERAEHRKERANSEEF. £ TR EEXNSK,
EMERNZER SRS TEERE. AREFZH T HE S
SRR, MAREGTFREMERZSNHANNEE. #EI0HK
EE2, REMFGZNTAEEENFXTENTE. MBEE. %
KX B BRI DRSS R B8 X E RSN
B TR EFRMLRROTIR: H¥M. ZEMEREE
a1 7K A FD R S B A J .

WRER—MPy, HEBERSARER. FEREWS. K
Wl FEREENET S HFREEEGEY. ABA—EBAKES
HILOBRIE, MEAS, KREEMEETHENE, 5=E IR
. Fth 2AEERPRERENY, CREXREMH&KMERT
BEMABICRE frdhch, REXLOHSEIL.
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H QJH:CHS
Bl 4-1 BRI B AR R I S
Fig. 4-1 Structure of ephedrine and methylephedrine

Hil—&RNE BHEELSRNERAY TEMR &P, B3
SR BT IR ML, BB — R AR ek P
PR TR UL 2 B B R BB 5 . A SR A HPLC/ESI-MS 3 #rfilE s
AR T @B g &S B e, RREF AT BE s h S
Y BHIEE Ty, XTI E ARAT R B M BB, BT BRI
R AFEATAER R, UTFRGEHR, RBES, EIEE, 6x
KRR S P RR A, P B RR BB AT HETA I U E o

42 FIGES
42.1 {2

WA i — FUE BRI X (Waters A 8], XE), #2695 A&
BATE, 2487 XU KA 3%, Micromass ZQ2000 Jiii¥ (2 #1#4s,
KEH) Ak RS BRTTAE—MUERER. HERME. B3hit
FEERFI—AN 20-uL (e B3, SUEGTE ESI BB UMM g AT FiE s
Wi, BT MG EEE RERE IS Masslynx™® TAESRIEHIN.

422 FERF

PR B RRLAN B LR S AR HE S N R L R A R 3R (P E,
Kib). AR ENTS LGS (hE, K. FE (CH;0H)
Kfaitdy, #BaliKEALREM Millipore AR K Milli-Q AiKR%
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BRI - TR TE R 2 B B 25 4 b B R TR

(Bedford, MA) 18 . HAIRX I A 43 P4, B 28 (CH;COOH),
F# (HCOOH), =Z % ((C;Hs:N). FF HPLC A #ridEfit sk
WA 0.45 um FIEERR, FTARFAEFRITHETBERS.

423 FRAEBRRYES

PR B TR R R BT BB K VR A%, CARKFE S 0.3 mg/ml, 1
mg/ml [ & B PRAERE R E R EE 1 ml B E) 10 ml FEM,
SKFRE 22 ERENR SRHER W, R EBHRBE R —RIGHET
1B BTH 6 &3 TAEMAE TRk, AT IRE 2SR

424 HaBERAILE

FREXATT 3 L W75 (A & 5 g, B3 G N 1 mol/L i HC %5 #% 30 mL
B 1h, FRREEHERIETRE}H, A 10mL 1 mol/L # HCI
B, MEERERIR, EAZE 50 mL #AE 045 pum JEE. 1 ml
Fa¥EBE 50 mL FEMT, MAKKBERZIE, B 10 pL £ R
HPLC-MS #4454 #7.

425 HEBIERYE

Bk SpherigelClg(S um,250 mmx4.6 mm) (KIELH 9 EE2E :
CHARAFD . A A O1%REAHKER 14 mUL K= 250
+B (FIEE (0.015%ZER) ) =90 +10 (ER4%0), #HEEATHEFAR
AV 20 min; HFE: 1 mL/min; MIEK: 210 nm; #HEER A
10 L. FHRZEHX 30 C. M UV RIS HROFERBEHI, 02
mL/min BIEHEAE MS BB FE.

426 FBEFEH
A/EIEAMSFEF [MHH] B LS F B F[M+Na]* , HESF
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B 2E AL 1R 3L

FHEH K . B0 B JE (Capillary voltage) Ay 3.2 kV, X B3 Fk (Extractor
voltage) &y 40 V, REHIERF lens) A 05 V, i & (Source
temperature )4 105 °C, ¥ 57/EE (Desolvation temperature )24 300
T, MR MHE(Gas flow for desovation) 14 FL K RS it i (Gas
flow for desovation) 7 &% &4 250 L/h 1 50 L/h. £3#H) R ETCHE
4 60-300 amu (m/z),

3 ZR5iHE
431 HHEAIERY

WA B— R RMRGE L, B8R0 EEHEER
REAN Citt, BEAMRIAZHFE (2 -K, BITFHER
B ERRE R T SHRRERAZ S, TRRF RIS, 4
TR pH . BT, ﬁmﬂﬁﬁmﬁﬂﬁﬁ%

4 3.1.1 &gkt

Cis M1 Co bR H AT G AT A G, AXES%
TAHIESCRRIOERE L, ER T XM G, KW CslHEEA,
4.3.1.2 FAHAREGHAL
C ATEBERARE AL A WTER R E FIORE, Vs
AREE BEBRSTYOEFUNE, ERERAREAENEE.
FIH LK. ZI-KSRATRAR @ % A RE A, BAERIREEMAE
W I R AT b, 5 S B R K 0 SRR H 2 I K AR R 3
HMMRBUER. 3 EHPRAKERSMEN, XFMLA ST,
5 5 TR0 53-8 e B ok T L O TR R K O EL B, SR SE 30 53 T iR
(I, XL A AT LIS BT 15 B B SE A B AT R 1D
4313 HReiLHE

S B IR AT LA B %Wﬁ%%A%EELMCmﬁ% — K
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B G- LM MBS 2 h N AR

PIREA SRR EEAGK, REHEEE, XARLEDT
RPN T B B AT AR A S . ALFES % T MU
it b, ZETAREEEZHTE Cs LB ZMW, REHELE
B A 30 Co
4314 AEWLHE

—RCRBE, MBMARERK, BFUMEBK, ESIHETE
AT EAM 10 pL/min F| 1 mL/min, {E#i&7E 0.1-0.3 mL/min 2 [d] R /&
B —ENER HPLC BN ERE LR E N RIES B R E. B
b 5,1 43 B A EST B FAL R & 4 0.2 mL/min.
4.3.1.5 AahARRAR 2t R 4R

ERRSNARRINF, &&AGEEFERERE, SENEH—
HHRMA . R, RNFER AR EY RS TSR, EEET
M THE. ZB. =R ZBENFREREXANRMA, 5T
Fib. BBEE FUE M R REBRBRERE, Bk, RHARREE
LK WS RBE . MAXESTREDR, W K&
W MBS A SR X TREY R, RERSIHETRESERN TR
B, MiE@ REE, FEHESIER pH S REE TIRE,
B UFEFERIMBIMERERES R —FE R TR AT ER
R RIIETS . AHE%. 7 pH G T 3 MBS, BA LT
BERERR MR R, HEXZEHAEEA G FERSEG, —REKUMS)
H pH HWAREART 2. B pH (E PRI B R B AR AT,
BT RE M M S455E, RRERABERRISE.

ALHRT IRMFVRBEEX 0 TS R B Bk o giE., ik
FER 0. RIESCERAIIRIE, KA R 0.02 mol/L KH,PO,-
HsPO, WK pH 8. B ENAR b JE 1 K P4 2 Qi G £h 28 1l
HFRRAEMA, BALM LCMS 8 OH AR LM, FLl, 5

37



B2 3

KK 0.1%F /KM BRI AR, 43K T EFEEFMA LM
AR L 8 0.005%-0.010%.0.015%.0.020%- 0.025%7F1 0.030%,
BRI T 0.015%0, KRR, EEHL 4R BUEHER
fiK: MZBEKREST 0.015%8, REBAEIE K. Mo BirkEPiE
RTE, FEMERE . MALRRIAFHEND A: 0.1%FEK, B:
HRZ (0.015%28) , pHIEHRN 3 K4, &EFILEMREBETRIFH
B, .
FIRt, EAERFSTODFISEE NIEF, ZEBKEDE
RP-Ci3 b, AEERSEF MSERBIER T EERANE . A T H0H
R, ZERTIJLMSERRARRENFBEREN. R8RS ST,
SR E RGBT PSR A, FHEET &
U4k 1.00 124 1.4, 1.6+ 1.8 1 2.0 mL/L 1= ZRxt 4 B HI 00,
ZRER=ZHEMIWE R 1.4 mL/L i, BREHERTERB. %4
WEF R, BRRERKSE, B&bE TR LEIHIENE R KT
B8, mARREMMPEERERNSSETH TR BEEENE=Z
A RKEMEIE ST DN S FOBE. Fril, BEEE=ZHKIK
fE4 1.4mL/L.

432 FRiSEHL

5 B B, FEIE B TR T 247 & A BT LR B R BT R
W, BB LC-MS IS BRXANE FLTR. &
CRFRBE R TR, EETRIT R & EERY TR
i, WX NS T AT BIET ZROE S . B RS (FIA)
WAL T BAEBE, HAEE. FERE. REMRESEMS. RN,
[ EST & — Rk B B 4 R, JBR B BRUR B 2 R B i B A X B (L %
gity, FURAZHEEMEE, SHEILBER 20 VI, SFEF
HaRE R K, JLPEAFERAET, 40 VRBET, ETHA
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BAREIE-FUETE BTN 3 B Y 5 W F N A B R

BT AL Mo prid, AR FE R TR, HEfLEERA 20 V;
FERmETEAS, HALBERN 40 V, URAHENTEHEER
PRECA HERREIE R BT . SRKRY, TEETWE RFwN,
BN EVHIHED FETFE NN, ELFETAMREGELED
HIBERA BT FIRX L B 7R AT R B € PE R E E 4T

4.3.3 ¥R HPLC-UV-MS 9#fF

FELEMEESRMET, o s THRLESE, Fig 4-2 48
o B9ZLL 210 nm FEFEE F(SIR)C K I bRAE MR % P, B EERR S
FR BB AR S B 18] 43 51 4 12.78 min 1 14.68 min.

4.3 .4 FHiEaI% %36 Bl Fafa i BR

A O B O R PR L BRSO BT R AR, I RO
Z 1 mL, %S HI% 0.05.0.10,0.20,0.50.1.0.2.0. 5.0 1 10.0 mg/L.
FERAL B L 30 4 (F T BEAT WAH BS540 U o AR B2 B R0 HF B IR B L7
0.05-10 mg/L IRE B H T2 HIRKEMEZ, KRIEHEZELEANARE
RIES, BERAEHIEH. 50 M IE A R R =
o FUF G RTINS AF fh AR EOEAT LA, 1S BIAREHEL. AR
B 4 1 B0 5 R 4 B y=193.57x+4.6833", y =341.96 x
+25.3199; HIXRE (F) 514 0.999 1 0.996; L6 E % 5 H:
0.05-10 mg/L 1 0.10-10 mg/L; MRS 5K 0.025 1 0.05 mg/L.

TRERH: KFEMRARE (LOD) &, FrbAfERA EHER
T XA LU F IR T % SR T, o TR i A0 U R A
Pl A BOAREMER T D 2R TR, T BAERG RS ER
T, BULaiREAMER, FFemRan.
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B k22 iR X

R 41 BREEUFT FREREIA G E . A0 R BRI IR
Table 4-1 Linear,correlation and detection limit of ephedrine and
metylephedrine
ety | wtiE gl |HRRE ) pam
(mg/L) r’ (mg/L)
PR 25 Bl 0.05~10 y=197.63x+4.6535 0.999 0.025
FELRREEI | 0.10~10 | y=344.87x+27.4269 0.996 0.05
| R 42 FIRMREE R MERE
Table 4-2 Precision and accuracy of the method:
OGRS AR (mgLh) EWE (%) HXHRERE (%)
PR B Bk 0.5 95.2 6.8
PP 35 PR B Tl 0.5 94.9 8.6
JBR BB 2.0 100.9 2.9
PR 5 R 25 2.0 5.3

100.6

435 FENBEENERNE

TEWR V6 0.05-10 mg/L [6], ZEFE T 0.5 mg/L 1 2 mg/L PRFHK
FEE £ FBR 58 BB R PP R B BRI AR AR BE S P E R R = IOk B 8 vk
RIS R PRI = TR R R DR IR 5 B LB, B

- WEB IR ORI AR AN AR BB RERE & B B R R 5% 05 i

WEBE . XTFRACIRE REIT = IRPATER G, BINARIREAR 05
mg/L B, BRI FT A LR SR 7 v B R 43 I 95.2%%0 94.9%,
MIXTFRUERZE 2 50 6.8%F 8.6%; MANARHEMTEE S FIKRERN 2.0
mg/L B, R 3B R AR SRR 7 ik BN R 4 B 100.9% F0
100.6%, MIXTFRAEmZE 2 FIA 2.9%H 5.3%., FFR K, AR
EMERNREEENSRESERFNENEXR, HEOBER,
HISHRER Z /N T 9% (SN=3), BREMMBEIREANT 95.2~100.9%
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WA FUETE M B S ME R A A TR N AR R

2z 18], FEERRERAI B EANT 94.9~100.6%. #5535 B A AER 2R
WFE 42, NEPFARILUEY, ZAENEEEMERER S TZRSZH
PRUE . Ut B %7 T TR AR A o BR SR BEURT R R SR B U,
RIS R .

436 S BEHR

EEREREFHSET, PEREBNRER T BESRERLEF, BEWF
MBI R L Fig. 4-2, HhERIBEUERIAE M E LR W Fig. 4-3, HAERE
i WU 5 o BR B BRCRD R B R B BB i i BB AR EE T R, W, Fig.
4-4,

4.3.7 XA AT

AR ZMT, BEIXTSLEEN&HRBET TR
. Fig. 4-3 ARSI & FEE R SE 10 54 T HBAE &%
Bl IR, ANSCRALT AT & R & BRSO B B AR S
SR AR WEHARNE L IR HR TR0 R. REES, TUAT
B FASCHB A & o R 28 el 0 FF R SRR O A

Oetector A -1 (210nm)
Ld 2.1 3 ¢ 1.1 2]

o100 Retention Time

0.0754

Volts

0.050

©
~
o~
&
©
o
it
-
- f\g
0.000+————— J
—
1

T v Y r T T
[ 2 4 6 8 10 12 14
Minutes

B 4-2 BREURHN AR R S Bl A i i €. 0 P
Fig. 4-2 Standard chromatograms of ephedrine and methylephedrme

Y T T T
6 18 20
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Wi 22418 3C

Y - B BERR SR €6, 1 I 7E 12.78 min A&, FR R (15 0& 7E 14.68 min

it
1,00 ;!;e::t?t::: Time
£
aoo-—fj AN L
0 2, 4 8 Mn1:tes 12 14 16 18 2
Bl 4-3 ERERARHUERAE a it
Fig. 4-3 Chromatogram of betelnut sample extracted in hydrochloric
acid
LT LL
Retention Time
2
g 0.2
] lJ \ g€ e '
0.04 J L\_,-_ AN N ;\ :\ ]\,__
0 2 | 4 ] 8 Mn1:tes 12 14 16 18 20
B 4-4 TR RSB B RN SR BRI B RS an 118

Fig. 4-4 Chromatogram of betelnut sample mixed with ephedrine and

At

methylephedrine extracted in hydrochloric acid

T - B L BR BB R i W 7 12.86 min &b, BR S5 I 2 i UE 7E 14.70 min
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ALWTBEG R, SHrRiEE BRI E T E. REES.
BRI EIFEREME S, X BT S TIE, BE5E
SHEHELR, RRER&ETENTEEMITREE S, Bt
Pt A USSR % e o B FRR SR B R R B R O LA M B B 1 14T 5 7= 7
B IGZMATEIT AR T —F 5 E. T
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% &

A 30IE F o kv M £ i/ e 8 35 B0 Tk R B AR AR R R B T
B S AE AR DA B AZE A6 65 & o PR AN TN 24 0 R 5 R R R B Bk
ITTHRGE. WM E &0, XS Rm X A 5 R i
TR AMRR, BERNBRERM, SEMIZIGEHE LCMS #
TR, GETENRRREMFUEES, XSRS MRS
B, AT T BUEARNT. RN B R G R RS, b
fEik. AEZM LCMS XEMHEITEE, €ESR LC/MS Ly
kA EMAEREN G, AAEERHEE. ELREEREM, T
A0 5% o 0D 5 VS I £ 22 00 R 5 L Y R R 5 L (R e A U SERR T
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