ICS  67.05
CCS X04

(2 TR i

T/SATA 035—2022

WE R 21 FhAE HIRRL YN E
B IE—RIRRIEEA

Determination of 21 alkaloids in honey—Liquid

chromatography — tandem mass spectrometry

2022 -03-24 %75 2022 - 04 - 24 SCie
AT MRt % %




T/SATA 035-2022

H X
I S eeeeeeeeeeee oot e e e e e e et e et e e e et eeaeeeu e e st e s teeatt e et te s —eateaa—teatte e e aate e et et eateatesarteanteatesaaeeeateeatestesaaeeertenaeesnesans I
T Tl v 1
2 T D] P Sl oottt 1
B RFEIGIE X 2
4 JBU B ettt A et Rttt h Rt a £ AR Rt e AR SRttt A R ae e s bRttt et e s e s et e et sene st eaeneae s 2
L7111 7 < SOOI 2
B A TR B ettt 2
T R BT B G AT o eervveeeeseee e 3
B T T T2 ettt 3
G B L G T B bbb 5
10 RABE . R FEE ST oo 5
BEse A CEBME) FEFUIMPRPRAEAR (10 pg/kg EHLRE ) BB 6
Bt B CBERMED) 21 MAMmsit h SCAFR BECAFRS CAS Ty 70 7. AR T I s 10



T/SATA 035-2022

it

Al

A EIEGB/T 1.1-2020  (hrEfb TAE S S1E85y: FRuEb SR S5 KRR BRI i H0E

=

THE R A A I A B T REW S TR ARSI R R AT U AS AR AR % M) 5T AE

AT BRI 2 Al o2 42 ORI 1

AT E AL PRYIT B R AR I A AT Fe B« BRI T S A B A A7 BR 24 71

A EZGEEN: TH#E WB. BiAE. REIN. 3. FiRtE. BHE mEF SR,
EAENRLER

ARSI E KA -

I



T/SATA 035-2022

W22 TR 21 R ARRLAY N E AR B I SR BX RS A

1 el
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5.6 HE+K+HER (10+90+0.09) JAEVRACH]: #EAEH10.00 mLHEE (5.3) . 90.00 mL7K. 0.09 mL
R (5.2) W, IR

5.7 AEVIRESER : 21RM A SCAARR, FECARR. CAST . 3T A T R TE T RB,
P A UEARHER IR

5.8 FrAEME AR : 1.00 mg/mL . AERRPR RS HEY) 5T, H FHBERCEK 1.00 mg/mL AR #E6iG &), -18°C
UKFEHORAE, A RUH—F.

5.9 REAREPENEM: 10.0 pg/mL. 75 A HERH R R PR i 25 A (5.8) 1.00 mL - 100 mL 75 &
i, AW EEME R ZIE, -18°CUKFATIRFF, ARUH3 MH . B —& &K 10.0 pg/mL & A FrifE (8]
T, P G A (R B2 BRVR A A e AR, 2°C-4°Cok M T A7, ARUH 141 H .

6 LML EF

6.1 WAHETE BB, BCHEmIE B IR (ESD.
6.2 B RP: J&&E 0.1mg A1 0.01¢g.

6.3 mEBE Ll FE AN T 5000 r/min.

6. 4 B PAE VAL -

6.5 FIMAX.

6.6 JRIEIRT % -

7 AENHESRE

X ARG i (IR o LR P48 57, X A7 485 AR el AR A A L 28 X, B T 40°CI/KIB i Atk
REH SRR 21500 g, BN FA A, ®H, IHAsUbRd, THE N RAT.

8 MEFE

8.1 M

HY 1.00 g CREAZ 0.01 ) iXFET 50 mL &0, IO 5.00 mL £ EF7K, WHEE. JIA 10.00
mL ZfE, JRIEEY 5 min, HAEHBIIEE 10 min. AN 4.00 g /KBRS, BIEHREE 1 min, AMET
5000 #/min B> 6 min.

8.2 Ak

T EREOEHRIUK (8.1) FHEEL5.00 mL _E/EWE 15 mL W ZIE/NE N, ££ 45 °C/KI Rk
i Z/bF 0.5 mL. R A FEEHK+FEZ (10+49040.09) HWRAERIEAZE 1.0 mL, i 0.22um JEME, 4t
TRFH B 1 — BB I o A5 5 o
8.3 EFEMmirtrfE TIErhZkavHI &

HERA AL B 21 P 2E VB TR & bR VA OE =, W INE] 1.00 g 2= HFEH, WRIESH 0.500pg/kg
1.00pg/kg, 5.00pg/kg, 10.0pg/kg, 20.0ug/kg, 50.0pgkg & AR5 FHRINREE, % 8.1-8.2 IR #AE,
AR € —HR I5C BT 1 G €

2
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8.4 (UFZBEEXH
8.4.1 REGIERHY

a) i BEH Cis (100x3.0mm, 1.7um) ;

b) WiANIAH: AMH: S mmol/LZIR% (IN0.1%H ) Wil; BAH: HEEEG

c) BiE: 0.00-0.50min, 4E¥F90%A; 0.50-4.00min, 90% AZEPEAE1LF70%A; 4.00min-6.50min, 70%
AL FI10%A; 6.50min-9.00min, 4EFF10%A; 9.00min-10.00min, 10% ASTEIZZLF]90% A

d) 7iti#E: 0.40 mL/min

e) Hf: 40°C

f) #EFER: 5.00 pL

8.4.2 FiL&H

a) BTUR: HBIE SR

b) F#T: IEE T

o) RrilTr: 2 SR

d) HESHJE: 2.00kV

e) JHiR: 150°C

f) ZAEE: 500 °C

g) HEFLAIMIE: 150 L/h

h) A AE: 1000 L/h

i) A AEYTE M BT HEFL L . RERE R LR

Rl 2R ENEE M RE B T S R R L

¥ P 4 B B 1] Parent Daughter Compound Cone | Collision
VN
5 /min (m/z) (m/z) Name ) (ev)
128.1 41.1 coniine 30 21
1 BE B 4.70
128.1 “69.0 coniine 30 15
208.8 96.2 Pilocarpine 20 26
2 | BREEW 2.90
208.8 162.8 Pilocarpine 20 20
o 276.2 “162.0 eserine 30 20
3 B i L 5.42
276.2 219.1 eserine 30 11
. 304.2 “138.1 hyoscine 30 21
4 IR 5.00
304.2 156.2 hyoscine 30 16
‘ 306.2 122.1 anisodamine 30 28
5 LB 5 4.96
306.2 140.1 anisodamine 30 24
i 323.1 *195.1 gelsemine 30 36
6 ALy 5.26
323.1 218.2 gelsemine 30 32
334.2 *120.0 seneciphylline 30 26
7 | THEIGAER 5.80 —
334.2 306.1 seneciphylline 30 24
‘ 352.2 120.1 retrorsine 30 27
8 | BT HLGH 5.46
352.2 "324.1 retrorsine 30 26
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354.0 "149.0 Protopine 20 31

9 JELBR] Tk 6.52
354.0 188.0 Protopine 20 33
. 395.2 244.1 brucine 30 33

10 | e 5.83
395.2 "324.1 brucine 30 29
400.2 326.1 colchicine 30 25

1| BKKALBE 7.13
400.2 "358.2 colchicine 30 21
T, 4223 58.1 talatisamine 30 44

12| BEhr o ki 5.87
4223 "390.3 talatisamine 30 29
\ o 616.3 524.2 hypaconitine 30 34

13 TR LT 7.26
616.3 556.3 hypaconitine 30 30
632.4 354.3 Mesaconitine 30 32

14 i 5 SL 7.19
632.4 "572.3 Mesaconitine 30 32
o 644.3 5523 Bulleyaconitine A 30 37

15 I=NENCTE S 7.31
644.3 "584.4 Bulleyaconitine A 30 32
646.4 526.3 aconitine 30 37

16 LER/NY 7.28
646.4 *586.3 aconitine 30 32
e 674.4 “456.3 veratridine 30 47

17 A7 VR 7.17
674.4 474.4 veratridine 30 44
852.6 98.0 a-chaconine 30 90

18 | a-Faibe 7.06
852.6 706.4 a-chaconine 30 67
. ‘ 858.5 "686.3 wilforgine 30 31

19 | NS 7.86
858.5 840.3 wilforgine 30 26
868.5 "178.0 Wilforine 50 54

20 | HEOA BRI 8.05
868.5 206.0 Wilforine 50 41
‘ 868.5 "398.4 a-solanine 100 65

21 - Bk 7.08
868.5 722.4 a-solanine 100 65

e MOy E R E TR
8. 4.3 BHEBIE-RERILNE
8.4.3.1 EMMZE

L e L 5 R LR R DT 0 SR 9 5 B 5 (0 1) 5 3 B B Vo
B T BRI S U R 24 B A AR P, RS R 22 i
DHBLE, U HIRE o 77 AR IV T

22 B M R AR = B IR oV 22 Y

X B fevFZE (%)
>50 +20
>20-50 425
>10-20 +30
<10 +50
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8.4.3.2 EEME

FEAX RS IR TARSRAE T, XS FUMARR B O RE, AT R U AR, L BTN BR AR AR IR B
REAARR, VR B RURSHE, R A VL A5 D420 F S 45 LA A 20 R ) 2R PR B P9 o 2 1Rh A A ik
JEAR AR HE I T 22 S22 U (MRM) £ 385 412 LI A

8.4.3.3 THIRW

B FaeE, SR 52 4 [ g A0 Bt AT I 5E .

XPEp R IA S S8 (ug/kg)

C: R HE A Hh 2k B m B HEAS 25 ML 73 PR . (ng/mL)
VARBEEHUE A AR (mL)

mAFERRFER () o

e WWEARFMRE AME. SR REA T

10 RYE . EHENEEE

10.1 REUE

BRI BAREEDL. R SRR AL AW, T EDGARR L BT B R
Rl BT RO B S RS, S ke SR Bk, B IR o-
R AR B T A BRI - B 21 A A B A e B R K VAR IR Y DY 0.500 pg/kg.

10.2 HERE

ARTFF21F AEIIIAE0.500 pg/kg-20.0 pg/kgids IR 5 Hya B Py, L [RTUACR Y A 60%-120%, AH R
J5 TR AR A i 2% (9 AH 5% RN K F0.99.

10.3 BEE:

AR5 A AR R HE D 25 <20%, - FHk ] AR B fE D 22 <20%
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QX-10.0 F1:MRM of 3 channels ES+
128.1 = 69
ii 3.848e+007
coniine _
100 470
3338543 |
38307284 |
o,
- T T min
4.400 4.600 4.800 5.000
= o
BT
QX-10.0 F3:MRM of 3 channels ES+
276.2>162
. eserine 8.674e+007
100 5.42
7230326
86578600
%
0 T

QX-10.0 F5:MRM of 2 channels ,ES+
306.2 > 140.1
- anisodamine_  2.639e+007
100 . 496
4011386
26390408*
.
0= e min
2.00 4.00 6.00

L1 BE 5 ik

Qx-10.0 F2:MRM of 7 channels ES+
208.8 =96.2
i i 3.867e+007
1004 Pllo;e&rglnei
3088052
38469616
.
0 ™ L T 1T 17T T min
2.800 3.000 3.200
EREFH
QX-10.0 F4:MRM of 2 channels ,ES+
304.2>138.1
_ hyoscine _ 2.692e+007
100 5.00
2154699
26841584
%
(e B AN RARES waaay T T min
4.50 5.00 5.50

St
&

ks s ]
R

Qx-10.0 F7:MRMof 3 channels ,ES+
323.1>195.1
~ gelsemine_ 4.258e+006
100 5.6
343465
4241246
%
O~ T e T min

4.50 5.00 5.50 6.00

B i
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334.2>120
100 Seneciphyiline_ 1.197e+007
5.80
960743
11925241

%

O_WFFHTWW min

5500 5.750 6.000

THIEAER
QX-10.0 F12:MRM of 8 channels ES+
354 > 149
_ Protopine _ 1.466e+007
100 6.52
1147396
14614647

min

6.250 6.500 6.750

JER B
QX-10.0 F14:MRM of 3 channels ,ES+
400.2 > 358.2
B colchicine_ 8.259e+006
100 713
544276
8259454
%]
O e e min
6.50 7.00 7.50
FROKALBR
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Qx-10.0 F11:MRMof 2 channels ES+
352.2>3241
_ retrorsine_ 2.106e+006
100 - 546
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2102113
0%
O e T min
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[ERREESR T
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B brucine _ 8.224e+006
100 5.83
644407
8209708
o
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QX-10.0 F16:MRM of 2 channels ES+
616.3 >524.2
B hypaconitine_ 9.056e+006
100 796
565827
9040395
O/D—
(A SERA L T min
7.000 7.250 7.500 7.750
W EED R
QX-10.0 F18:MRM of 4 channels,ES+
644.3 >584 .4
100+ bulleyaconitine_ 2.954e+007
7.31
1793524
29483546

%

QX-10.0 F20:MRM of 2 channels , ES+
674.4 >456.3
- veratridine_ 7.165e+006
100 717
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%_
O =7 T T T min
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B R,

QX-10.0 F17:MRM of 2 channels ,ES+
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~ Mesaconitine_ 1.567e+007
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o
U e LSRN Eaaas ey " min
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HH 5 S B
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_ aconitine _ 1.600e+007
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O~ e T T min
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L 35
QX-10.0 F21:MRM of 4 channels ,ES+
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QX-10.0 F22:MRM of 2 channels ,ES+ QX-10.0 F23:MRMof 4 channels ES+
858.5>686.3 868.5>178
B wilforgine_ 9.107e+005 - Wilforine_ 2.458e+006
100 786 100 8.05
] 55645 | 141214
. 910738 1 2458259
%] %
O SFF e eeT min e SRl s s el T
7.00 7.50 8.00 8.50 7600 7.800 8.000 8200 8.400
AT B TR
QX-10.0 F24:MRM of 2 channels , ES+
868.5>398.4
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10

Mf % B
(Fset)

21 MEMRHE P X ER. RXBFR CAS S, 7R EXNDFRE

FF5 A4 FR AR CAS 5 7 Fa *HXEL@?
it =
1 3 T coniine 3238-60-6 CsHiN 127.23
2| BREEW Pilocarpine 92-13-7 C1H16N20, 208.26
3 TSR eserine 57-47-6 CisH21N;0, 275.35
4 KB hyoscine 51-34-3 Ci7H21NOy 303.35
5 LB 2, anisodamine 17659-49-3 C17H23NO;4 305.37
6 AN gelsemine 509-15-9 CaoH2nN>02 322.4
7 THIER seneciphylline 480-81-9 CisH23NOs 33338
8 RRES R retrorsine 480-54-6 C15H2sNOg 351.39
9 JiL Ty Tk Protopine 130-86-9 C20H19NOs 353.37
10 LR T brucine 357-57-3 C23Ha6N204 394.46
11 FKAKAL colchicine 64-86-8 C2,H25NOs 399.44
12 | Bh g talatisamine 20501-56-8 C2:H3oNOs 421.57
13 TR Sk hypaconitine 6900-87-4 C33HysNOyo 615.71
14 A1 S Mesaconitine 2752-64-9 C33HasNO 631.71
15 I=NENEEE S Bulleyaconitine A | 107668-79-1 C35sH1NOyg 627.76
16 JERR aconitine 302-27-2 C3Hy/NOy, 645.74
17 A7 R veratridine 71-62-5 C36HsiINO 673.79
18 o a-chaconine 20562-03-2 C4sH73NO 14 852.06
19 | EHABEE wilforgine 37239-47-7 C41H47NO9 857.81
20 | BHOATEEIRE, Wilforine 11088-09-8 Ca3Hao NO g 867.85
21 -k a-solanine 20562-02-1 CssH7sNO s 868.06




	目    次
	前  言
	蜂蜜中21种生物碱的测定-液相色谱串联质谱法
	1   范围
	本标准规定了用液相色谱串联质谱仪器检测蜂蜜中多种生物碱的方法。

	2  规范性引用文件
	3 术语和定义
	4  原理
	试样经乙腈超声提取，离心后取部分提取液氮吹浓缩、复溶，经微孔滤膜过滤，用液相色谱串联质谱仪测定，保留

	5  试剂和材料
	5.1　乙腈，色谱纯。
	5.2　甲酸，色谱纯。
	5.3  甲醇，色谱纯。
	5.4  无水硫酸钠，分析纯。
	5.5  乙酸铵，色谱纯。
	5.8　标准储备溶液：1.00 mg/mL。准确称量每种标准物质，用甲醇配成1.00 mg/mL的标
	5.9  混合标准中间溶液：10.0 μg/mL。分别准确吸取每种标准储备溶液（5.8）1.00 m

	6 仪器和设备
	6.1 液相色谱—串联质谱仪，配电喷雾离子源 (ESI)。
	6.2 电子天平：感量0.1mg和0.01g。
	6.3 高速离心机：转速不小于5000 r/min。
	6.4 超声波清洗仪。
	6.5 氮吹仪。
	6.6 涡旋振荡器。

	7 试样的制备与保存
	8 测定方法
	9 结果计算
	10 灵敏度、准确度和精密度 

	附录A
	（资料性）
	基质加标标准溶液（10 μg/kg上机浓度）色谱图
	（规范性）
	21种生物碱的中文名称、英文名称、CAS号、分子式、相对分子质量

