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Simultaneous determination of colchicine and its derivative

demecolcine

in cosmetics— Liquid chromatography— mass /mass spectrography
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AR BRI A S5 AR KA S HATAE I ROR A i 2 3R (At il 2 A BoRIVE (20155-/0) )

WURE AL I -
SR A8 A BT A i 2B 7 BEORERDAH 7 A B A R OB . (A b 2 A BORIRE
(20155FHRD ) MRE: FHiAR EICikst s PR AR 2 i NG bt iy, AT 22 Sk KU PP A

B ORAEIE L A B AT T B FH 26 AR R AN NI R AR S 5
A1 ] 1 R R IX L o O PR AR, ASHm (R 5, DOR et i P 52 X S o S A ik



GB/T XXXX—XXXX

MR AR EATE R LBRNE SRR e R
i/ Rk
1 SEE
ABRHERE T e it BKOAA SR B AT A AR A i £ oo 28 A €038 — i / B i U e vk
ARRHEE K. FLI BAE . SR WEIE ORISRt i P AR AR & AT AR BOK
il (I 52 o
ABrHER AR R BORAGR BROKALZ 010 pg/ke .
2 MEMSIAXH
ISR T AR 2 AN AT A ). PURE H RS I SCHE, (B B R RASIE T A

Ao FLRAEH BRGSO, HEH A CERETA ISR EH A
GB/T 6682 43 #5256 = FH /K HUAS Ak 46 77 vk

3 REHE
3.1 JRIE

FERZTRBOBGR A S B0 5, VRO Gl A BB R I 8 FNTAIE,  AhFRidiE &

@
N

iR FIF0A R

BRAE AU, PRI s i 4, KON GBIT 6682 #iLE i — 2K

@
N

S R faalkag,
2.2 Lfff: talkag,
3.2.3 KO ikaf,
3.2.4 IECki: il

3.2.5 CLfRE:. aikai,

w
N

3.2.6 LRk,
3.2.7 Hg. titag,

3.2.8 WSV : F£HEL 500mL I (3.2.1) % 1000mL A&, HANE (3.2.2) EAZRAE,
BRI

3.2.9 IFCKMAIHEE 2R B0 DI E 100mL 1F &% (3.2.4) F1 400mL H S 2,514 (3.2.8)
BTRAmMiEEEE S 2, BE EEIECK, TEUNIE R EE Z A .
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3.2.10 5 mmol ZTRE VW (%0.1%FR) : AERIFREN0.3854g9 4 FR%%: (3.2.5) , JIA800 mL/K¥Ef#,
IIANIMLEEE (3.2.7) , ##E1000 mLAEMR T, H/KERZZE.

3.2.11 ARdEMT: BOKALER. BOKALEHSCARR. B0k CAS 5. o i, AT
RS MR AR AL AT 95%.

3.2.12  hrdEME AR HERRRRIUE B S ARHEY) T (3.2.11) 40 5l B T 50 mL A&, F /K 4EE(3.2.3)
I E R RZEE, 43 mIECH] R By 100 mo/L RIFRAERE &K, T-30°C R IRAE, AR 6 MH.

3.2.13 IREFRUEATR IS A DIVERIRZE 1 mL bRdEfE S (3.2.12) F 100 mL A EmT, H
VA (3.2.1) ERZZIE, BEHIRIKE N 1 mg/l KR FRUEER, T-30°C MRAE, BRI 14
H.

3.3 {UHBMIKE

3.3.1 VAR EIL (LC-MSIMS) A HmE % & 7k (ESD .
3.3.2 Bl HHEAMIKT 9500 r/ min.
3.3.3 My KRF: /&EN 0.0001g F10.0019.
3.3.4 WiRIRGAS.
3.3.5 HAPIHMR.
3.3.6 HAHLAWALIEN: 0.22 pm.
3.3.7 #&EMH: 10mL. 50 mL. 100 mL. 1000mL.
H

.

3.3.8 EL0%: 15mL. 50mL.

Rl

3.4 DS E
3.4.1 HERARKHIE
3.4.1.1 KE. Ak, B, HEXHERNEE

FREGRAFEZ) 1 g CRERZE 0.001 g0 FESLT 10 mL &, FIECIBRFEE OBHRR (3.2.9
ERBZIFE, WHERS), MR 15 min, % 16mL BZEE.OE T, L9500 r/min B0 5 min, HX
FiEW 5.0 mL T 10mL AR H, H/KERZZIE, 82 BL5.0mL & 15 mL &.0E 1, MA 5.0 mL
1E SV, e, LA 9500 r/min &0 5 min, 72 B2 IE kA, BEL 1.0 mL FZ3E W, LI (3.3.6),
R E o

3.4.1.2

Tt

AN BIEIZ

FREGEVREZ) 19 ORSHZ 0.001 g0 FESLT 10 mL A&JS, A 0.2 g Z#%k (3.2.6), HIECKE
R SR (3.2.9) ERZEZIE, WHERA), #AHE 15 min; % 15 mL HIEH.OEH,
A 9500 r/min 250> 5 min, B E3EW 5.0 mL T 10 mL &S &EES, FKERZZIE, 8 W50mL &
15 mL B0, NN 5.0 mL IECKE, g, LA 9500 r/min B0 5 min, X LEIECkifE, B 1.0
mL NEBR, SHALIERE (3.3.6), fFllE.
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3.4.1.3 tEEAXHERAEIE

FREGAREZ) 19 CRE#ZE 0.001 g0 FEALT 50 mL HLZES.LE , EFINAN 5 mL 1IE Okt (3.2.4),
IR A JEHERR AN 10 mL IE TR AT EE 20 (3.2.9), WRiEIRA), HAHEL 15 min; L 9500 r/min
B0 5min, HUREW S5.0mL T 10 mL BEMF, F/KESRZE, BE; HEE 15mL HEROE
th, BL 9500 r/min B5.0 5 min, #E 1.0 mL TEBR, SMFLIER (3.3.6), £HllE.

3.4.2 WHEGESZEMN

WA TS i RS H W

a) filiF::  Cifl, 2.1X100mm, 1.7pm, BEHAh SR 5 R i At

b) ¥ishAH: A: 5mmol/lL ZBREAHR (% 0.1%F ) (3.210) , B: HEE (3.2.1) ;
c) Ji#: 0.300 mL/min;

d) A 40 °C;

e) HFFE: Sul;

f)  BEEEBEM AR WK 1.

*1 RAESERIEERSESEERN

I A]/min Al% B/%
0 90 10
6 5 95

6.5 90 10
10 90 10

3.4.3 HBBRIESELH

Q) HETA: HEmIEEE, EE TR

by HExK&E: LRGN (MRM), FiES521.5%2;
¢) BETERE: 310°C;

d) FBSIE: 12 L/min;

e) Wi 330°C;

f) S 40L / min;

g) HEBIZEHE: 3500 V;

h) HE#E<: &S, 1.5mTorr,

x2 HEVHNEBETREEEMET. MiEREMGINEE

ISR FET fill 48 A H
b & i LY
EMZ4F P4 (/) (/) V) W)
. 372.21 310.04" 20 167
K KA % demecolcine
okl ! 372.21 341.11 16 167
400.21 358.11" 21 185
K KAWL colchicine
Bokflast 400.21 310.04 25 185
E: NERET
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3.4.4 BEEILESRIEZ

UM 25 A RE , #2008 3.4.1 IR TACEE, FIAS 211025 A RS SR BORCRHR S AR AR (3.2.13)
BRFRRAS B HOKANTR . KA FE 90.500pg/Ly 1.00pug/L « 3.00ug/L « 5.00ug/L « 10.0pug/LIF &
IR AME AR, WS iR B S A, DL & 3 IS AT Rk BEVE B, 0 A v b 28 [m]
T

3.4.5 MELE

0 3.4.1 DR S IR HEAT I E o FF ST P 25 2 70 PR W) AL IS E AR TR fh 2 (RO 2R PRV R Y
e o 2 1 e O S R S P R

3.4.6 TMHE

FEA [ S8 AP0 58 o A VORI A VB, 01 SR ot VA VR S ) € T A £ O B R 1055 e o R )
SR B PR B I TR — B0 (BAGVEFIfE22.5%) , JF HPT FEA XS 78 5 I 5 i b — 20, A iR
o I AR S B R A 2 b AR I b 1 T AR T S P AT AN, AR i 22 A 2R3
FUERITE R, U AT i A AR %A )

ARG B AT A RKOKAL I 1) 58 B - 5 e s 7 (il I S LR =X BI&IB.1- B.4.

* 3 EMMEMENBTFEENRARRE

X >50% >20%~50% >10%~20% <10%

TV AR 5 A 22 +20% +25% 430% +50%

3.5 ZFHIAW
FRASIMRRESN, )42 BRI 5 64 A5 k4T o
4 HERHE

AR AL SR (D T, AR N RUE AL

C, xV xK
K:_;E__ .................................... @)

FAVEEE
X, PSRRI Sy 5 i, SRS T 5% (ng/kg)
C, FH b I 2673 R PRV P AR AL o (R0 B, B At s T (pg/L)
\ SERMARL, BT (ML)
K iR A
m FEALRE, BTN (g)
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5 ERESHEE

E

E R 19 B 10.0pg/L~100pg/L (19 346 J2£ 3 Bl P 5 51 A 28 7. 71.6% ~ 106% 2. 1], AH X o v it 22 72
1.32%~7.43%2 [H].

6 RIFE
T 2 M2 T SRAS I 5 O S 0 52 &5 SR I 2 06 22 (B A N SR T34 (E 111 10%
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R"A 1 BRI R BLTE RO LB SRR R EFR, CAS 5. F. FXREX R

2
}_‘?: Y —e = *HX‘ ﬁj\
o | POCARR PEILAAHR CAS 5 P it 45y o
5 TR
/K'/\\ \/ HHHHHHHH
1| BAKALBR Colchicine 64-86-8 Ca2H2sNOg [N e | 399.44
\\:;(\/ j\\ /1
{ =
2 | BoKAlfZ Demecolcine 477-30-5 C21H2sNOs VA ( ' “/V 371.43

\\\\\\
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Mt & B
(MR
FREYRERES FRERIEE
R ALmR R EOTE RO LA EI IR S FRERIEESIEB. 1; B.2; B.3;B. 4

colchicine mjJz: 358.111 colchicine mJz: 310.040
T 4. RT. 4.65
1004 Rea 100+ i
90 90
80 80
2 70 2 70
2 2
@ 60+ o 60+
(=] - £ 4
£ 50+ 2 50+
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@ 40+ @ 40
30 30—
20— 20
10+ 10+
GIIl]lllI|llllﬂrJllll|llll|lllI|| GIll]Illl[llrl[llll]llll[llll[l
. ; 6.0
RT(min) RT(min)
EB. 1 fRKILTBAR IR E BB F R ERIEE EB. 28 KB E R EM B T RERIE
demecolcine m/z: 310.040 demecolcine m/z: 341.111
RT: 3.87 RT. 3.87
100" + 100_ v
90 90—
80 30
2 70': 2 70
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£ 60 o 60—
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KR s
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