ICS 67.100
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Determination of seven alkaloids in Lycium barbarum leaves by LC-MS/MS
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R AR 7 MEMRANE SEREBIE-FUEE
1 55

ASCAFRUE T HORCH 7 R A CREBR. X FRR 2. WMEBEI % . BRI 577 L
N- 52 2R BRI I e AN N- Sz sUBT AR IE-3 PR LR A ) 1) vee R8OBUR € - B A ) 7 2%

ASCAE TR 7 R A CREBR. X FRER L WMEBEI L . BHSRER T ER
N-Js BT BR LK A N- S BT 2R IE-3 WA ItiL) & B E .

2 BB A

NHSCAE XS T A SO N A AN AT . PR B 51 R SofE, A0 B R AR & AT A
X NRAEHARIS S, HEHRAR (BT RIESCER) & T A 0.
GB/T 6682 43 #5256 == F K MRS RN 5256 5 7%

3 RiFFENX
KA T B2 FIAREFE Lo
4 [F3E

R QIR WIS, 20 BB AERGR AL, bl &, iU G- B O E
HMbRiEE B

5 WIF0RL

AIERTREART, BB E e, ¥AHral, KON GB/T 6682 e H— %K.
5.1 1877

5.1.1 LJf: ik,

5.1.2 Hlg: (aakaf,

5.1.3 HER: g4,

514 4. s,

5.1.5 /7 BUEAHACEC (QUEChERS) ilAl): A1 a2 {bik S GCB. | /\ itk lidd SR C18, 4lifEiy=
98%.

5.1.6 0.05% FEE /KAWL : 0.5 mL H & A /K 2 2% 1000 mL.

5.1.7 0.5% TR FEE A W: 0.5 mL Z R H 2 %% 100 mL.

5.2 #8
5.2.1 BHLIGLFLIERL, fL12 0.22 pm, A4 .



T/NAIA XXX—2026

5.2.2 B 50mL.
5.3 ¥RAEm

53.1 45 #E f o BH B ( Choline, CAS *5 62-49-7, CsHisNO ) . X 3 %t K & % (2-
(4-Hydroxyphenyl)ethylamine, CAS 5 51-67-2, CgH;1NO) . WNHEEEE % (Caffeoylputrescine, CAS
5 29554-26-5, C;3HisN,O3) « @ S€H8 (Betaine, CAS 5 107-43-7, CsH;;NO,) . #i /5 B
(Trigonelline, CAS 5 535-83-1, C;H;NO,) « N-/x 2Rt i (N-Trans-Feruloyltyramine, CAS
5 66648-43-9, CigHoNO,) FI N-Jx AT EEME-3 FHHEEK X (N-trans-Feruloyl-3-methoxytyramine, CAS
%5 78510-19-7, C19HyNOs) , 4l =98%.

5.3.2 triEfEA I (1.0 mg/mL) = 3 IAHERAARIUIERR . X EEEEAR 0% el i i . FH=em, &5
EB . N- Sz QR BRI % A N- S R SR e -3 F R i hr it ity 10 mg (HERZE 0.1 mg) , T 10 mL %
BT, HAWEERIFEREZIE, 4°CRAF.

5.3.3 drdEIRA AR (1 pg/mL) = 73 HERAIRIBCIERR . S FR R e . WnmEmE I i SR, #A
7 B NS5 R BRI A N- S R AR -3 PP I S b A £ 26 W% 100 pL T+ 100 mL A&,
MIFREEE A, 4°CHRATF

5.3.4 bRAEIR G R LA 70 mIHERRE — @ AR A 1 pg/mL ArdEIR-E A1, & T 10 mL A&l
H, HVISGIRAIHE R B ZIE, 5. brdEiRE R TR AIKIEZ 3349 5 ng/mL. 10 ng/mL. 20
ng/mL. 50 ng/mL. 100 ng/mL. 200 ng/mL. 500 ng/mL, IIfiHZAC,

6 {XBMIRE

6.1 A (k- B e (LC-MS/MS) = Bt %% FLIE 55 3 - JH(ESI).
6.2 /TR B 0.1 mg M10.01 g.

6.3 IANEIRA o

6.4 Z0oAL: F3H 10000 r/min.

6.5 AW RAER (S00W) .

7 SR

7.1 W&
HORIAC - TRERIT B 22 5] 00 e, 6 B R DR AT
7.2 WHERIERE

FREL 0.1 g MAC LS CRSRAE] 0.01 g) , I 10 mLO0.5% BRI (5.1.7) , i 8 min, A 15
min, 8000 r/min 250> 8 min, H{ FiEW, FRigik.

U EyEW 4 mL, MAZTYEEES 10 mg GCB 1 10 mg C18 (5.1.5) ME4bE H, #WhE 5 min,
8000 r/min B5.(» 5 min, MEMAE | mL _EIEHT 45°CRMREIL T, VTR EEZE 1 mL, £ 0.22
um ALIEIE RS, ik LC-MS/MS 734

7.3 (LB/EEFH
7.3.1 RIBGESERN

7.3.1.1 gt PFP thilsd: CGEE: RM SRR , 4.6 mmx100 mm, 2.7 um, PEREA2SE
7.3.1.2 FEif: 30°C.
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7.3.1.3 JshAH: A: 0.05%F /KB, B: LM BREHRBILE 1.
7.3.1.4 iiE: 0.30 mL/min.

7.3.1.5 #FEE: SpL.

R 1 BB RS K

B[] /min %/ (mL/min) WaAH A% mshAH B/%
0.00 0.30 95 5
2.00 0.30 90 10
5.00 0.30 70 30
6.00 0.30 30 70
10.00 0.30 10 90
12.00 0.30 5 95
12.10 0.30 95 10

7.3.2 RiBSEEH

7321 @R BHBEETIE (ESD .
7322 H#HT EETHEE.

7323 R Z2RMEN (MRMD
7324 BTUREE: 280°C.

7.3.2.5 AARFUE: 7 L/mins

73.2.6 ZAAETT: 45psis

7.3.2.7 BSIRE: 325°C.

7.3.2.8 SR 11 L/min.
7.3.2.9 BYNEHE: 3500V,

7.3.2.10 WEiMEHE: 500V,
73211 EHEEFX . EEE P, iR

7.4 EMNE

SHMB T A

FEAH IR SRR 26 A TR BEAT R A DN SE I, S SR Y 1) ¢ i 0 F) O B IS 1) S5 AR A A — 20, JFHLH
AL EYIERER T TP, T E R AR, X EE, RS B AL SRR A
b5 BRI AR 2 RO VA VR L, e Fe Vi ZE AN 2R 3 B ROV, DT S e ot P A4 H A

R -
R 2 BHEHIERN AN B FEERRRATRE
FEXT T >50% >20% % 50% >10% % 20% <10%
SO VF AR i 2 +£20% +£25% +30% +50%
7.5 EEME

WRYEFERT Y& B DL, 1068 W AR HO VR B A ARV, TR A hmvEE AR O A A
VB FR AR 0 R P S H5 2 AE AR AGT I (R R RS T P o VR A A v ARV S AR S AR AR B DI SE o A
HEIB A FERAIA% 7.3.1 A 7.3.2 FUE I 2R AR HEAT I E , - A0 R 5 s A VRO [0 PR O B I [l A e
I W HGEATHRE, JEBR. XSEREEOR 0%, UNHERER G . B SEm. B B N- S R A I A%
HE AT N-J BT BRI -3 H SR A ) 2 25 DR B I 8] LR 20 DELRRRS O B 2 fe . WONMHERE B8 M« Sk
7 BB, N- S ] BRI I Fie A N- S QBT BRI 3 FP R Pt e fre o 4 ot 90 22 S B2 M (MIRMD) €% [
Z UL B, SR AIARAE 2R SMbRE E &
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K3 SHREN

B4 FR PRBES )/ (min)
JIER 2.703
R FEIR 2 % 2.877
A T 3 M 3.464
T S 4.233
w7 B 4.249
N- sz 2T 20 P s fic 10.341
N-J BT 2R E-3 S % 10.390

7.6 EERE
BRSNS ERDIRIEAT .

8 SHTERAIRIE

ORI A A R (D) T
v o Le - ey Ix v x 1000

m x 1000

X —HABRMLEYEE, BAONERE TR (ngkg) ;

C  —MEWBIRE, PAONMEZTT (ng/mL) ;
Co —ZHWMIRE, AN EZT (ng/mL) ;
Vo — ARSI, BACAETE (mLD
m  —IRFERRE, AT (@) .

1)

T TS RNANERAS FE, T S5 R AAT I E M AT I ERR, R PIALA 7.

9 HEE

2 R R E 26 FF FRAT B PR AL I RE 25 R A 20 Z (AL ST A 10%.

10 EER

ATPERINERR . XS FRFEOR 2 WIESE R i . Bl 87 7 EEhR. N- Se 2Rn] B A fre M1 N- e 3

B3R IBE-3 FH LK i e PR 0.005 mg/kg.
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HFE A
(FREHMEM )
KA JERR. NEBRERZEE. INHEBLERE . BHIEM. B B N-RBTSRBEERE T N-x RT3
BE-3 FAEBRERNRIESH
B4 FR B 1 (m/z) FET (m/z) WL (V) i fERE & (eV)
60* 80 5
H il
1B 103.9 45 80 5
121% 80 8
o ‘:1[1_—1;—“‘ e
MREERLE 138 103.1 80 20
N 163* 80 16
IR R 251.1 88.9 80 8
. 58.1%* 130 30
LES 118.1 59.1 130 10
I 94.1%* 80 5
HF B 138 78.2 80 5
N- sz =X R 25 1 177.1% 80 5
Jié 314.1 121 80 5
N- s S 2 1t -3 177.1% 90 8
FH L P i 344.2 145 90 28

E: PAEEETIMER
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M B
(FORMER )

x108
mAu |
2.754
2.5+
2 25+
2_
1.754
154
1.254

0.75+
0.5+
0.254

1 2 3 4 5 B 7 8 9 10 1 12 13 1I4 min

Bl B.1 JEBR. SHRERZAE. yiHBEE L. S F ER. N- RSB R N- R
FIZAME-3 FEREKN L RMEN (MRM) BETHRE

(103.9 -> 60.0) 103.9-> 60.0 , 103.9 -> 45.0 (138.0 -> 121.0) 138.0->121.0 , 138.0-> 103.1 (251.1 -> 163.0) 261.1->163.0 , 251.1-> 117.0
x10 4 2,703 min x10 2 x10 % 2.877 min. x10 2 | x10 8 3.464 min x10 2
1 1 4 14 : 1
0.8
0.8 08 3 0.8 0.75 0.6
0.6 0.6 2 0.64 05
0.4 04 0.4 § Ot
0.2 0.2 1 0.24 0-22 \ o.g
1 1 " ’1 T3 3s 4 "3 35 4
2 25 3 3 2 25 3 35 2 25 3 35 2 25 3 35
IEE RFEHAE L W A
(118.1 > 58.1) 118.1->58.1 , 118.1 > 59.1 (138.0 -> 84.1) 138.0->94.1 , 138.0 > 78.2 (314.1 > 177.1) 3141 *>2‘77-‘ 3141 ->121.0
X105 4.233 min. x10 2 %10 4 4,249 min. x102 X105 10.341 min. x10
1
4 1 1 15
3 08 og 0.8 0.8
e 06 06 1 06
2 o 04 04 0s o
1 02 02 0.2 0.2
0 — o 0 —~— 0 —~— 0 o
————
35" 4 A5 18 EEh 4 O 08 35 4 45 & 35 4 45 5 10 105 11 10 105 11
FH SRR T N- i AR L 7
(344.2 > 177.1) 344.2-> 1771 , 344.2-> 150.9
x10 8 10.390 min. x10 2
6 1
08
06
2 04
02
0 — 0
———————
10 105 1 10 105 11

N- Bl B -3 R A A

Bl B.2 JERR. XRERZAL. UNEEBEE L. B3R, H O, N-RAFTSBER R N- kX
PIZRmE-3 FEREKN L RMEN (MRM) B3E%E




